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RIEEMUEYS TIYNER, WRkE. 2FE. pKa BF, EERGENIER,
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By
SCXWCX MCX PRS
—(
1E4E NH, Diol CN
Silica Florisil
52z C18N C18A C18( Fim ) C8
Birt &
R 1E#8 NH, Diol CN

BT ENAER —| PERM I/ k48 Silica Florisil
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B S
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R, FHARGEEAHIZEENVE (Copure® QUEChERS)

GB 23200.113—-2018 (RMmRMEEERITE EYFERAT 208 HRARAERHYIAZBENNE SEBIE - Bk
F%ED

—. HmpihiE BUES M
1.1 RBEX MBI ZREEN (MRM) ;
FREX 10 g i F 50 mL ZERB.LOE R, A 10 mL Z5. xR 1 BFiEESY
4 g TREAEE. 1 g KA. 1 giTIRERA. 0.5 g ITiRBRE = 58 REEtiE ER iigff e ﬁmf
R 1 BMEENEF (552 COQV50010CH) , Z L& (min) | W¥x | Bl ®rd | &
. s . N . Z B 374 | 1360421 8 | 1360940 12
LEE, BIZUR 1 min /56000 r/min B 4 mine TEX Y 559 | 33002989 10 | 2627-191.0 30
6 mL _EERMEIAE 900 mg FRBRE. 150 mg PSA & 15 ZTHER 456 | 292.0-1507 20 | 292.0206.1 @ 10
mg GCB ($525: COQ015020H) &Y 15 mL BEHBELES RAMREE 690 | 172.9-137.9 | 16 | 341.1-2810 12
SRBEREA 1 min, 6000 r/min By 4 min, AERREY 2mL BRERE 6.77 | 18L0-1659 | 10 | 16511636 | 24
EERT 10 mL RS, 40°CAARESKRERET, A R 6.81 | 340.8-1850 14 | 1830-1550 15
TER 5.96 160.0-131.7 = 12 | 188.1-160.1 & 10
ImL ZBIEESRR, SRAEE, BFNE. FhE 579 | 323.0-2669 14 | 266.9-159.0 16
SRR 397 | 190.9-113.0 14 | 206.0-190.9 = 12
1.2 M [EER 449  213.0-127.0 14 | 171.0-1270 8
ARRRER 2 g A% ORHZ 0.01g) F 50 mL BRIE LSS, ) 556 | 313.9-2579 12 | 196.7-107.0 @ 36
7110 mL AGREERA, B 30 mine AIA 15 mL. 1% B RESE | 484 | 150890 | 16 | 180740 | M
B 739 | 2260-163.0 18 | 209.9-1820 = 10
FRZ BEAR. 6g T/KFREREE. 1.5g FRERAN: 1 TP &R Py 752 | 22602061 | 10 | 16301271 | 6
F (25 : COQ050020CH) , ZELBLESE, BIZIES aEmhE 761 | 163.0-127.1 6 | 18091521 20
1 min /5 9000 r/min B 4 min. MREX 8mL L& &INE RN 624 | 2220821 10 | 222.0-89.3 | 38
A& 1200 mg B B2 $5. 400 mg PSA. 400mgC18 fz 200 WEERRE 571 | 22411969 | 20 | 2251-209.7 16
mg GCB (58S : COQ015047H) HY 15 mL BEIELEH, REPA 806 | 25281720 8 | 250.7-172.0 5
SRHEEA 1 min. 7500 r/min B0 5 min, AEHIIREY 2 mL s 496 | 13701841 12 17911215 26
EBEBRT 10 mLIAEH, 40°CKAPRIWNEILTF, MA HER 339 | 1728998 | 24 | 1709999 = 24
ImL ZEBZESR, SHUAEE, AFUE, FE 296 | 1850930 12 | 186.9-930 12
Er 478 | 2060-176.0 10 | 160.0-1241 8
1.3 F RS % =SRIEE 6.27 250.9-139.0 | 12 111.0-74.9 12
IR — B E AR, MR ERENES BRI 800 | 323.0-2650 16 | 265.0-1389 36
o e s . N N & 478 87.0-421 10 93.0-63.0 8
ARER 0.05mg/L BIRETIERR, =AERARATR :‘Tjﬁ 441 | 160.2-167.1 | 22 | 168.1-139.0 @ 38
F, A 1ImL ERIRVETERRER, SHFLEEERSIAK - 651 | 17291090 | 8 | 31001090 | 26
ERREMMELERR, HIMEEIE - FEBAMIE, o« B 600 | 24062059 | 12 | 1947-1250 2
= (s B- FiAd 632 | 24062058 12 | 1589-1230 12
iR 632 | 27172340 12 | 23872039 12
NERIRE: SHEEEBBRIENY (TSQ 9000) _

s IR 671 | 192.0-111.0 22 | 1650-1380 8
B TG-5LPGC-MS RERS 443 | 2000-1580 6 | 157.9969 | 16
16m x0.53mmID X 1um+5m X 0.18mmID Z 450 6.84 | 2040-1761 | 10 = 1409-629 26
AR 1.6 mL/min BkPL AR 6.88 | 2680771 34 23811031 22
IR 65°CHR#F 0.5min, AFLL 35°C /min BFHEE B 751 | 19811291 8 | 129.0-77.8 | 18
320°C, f&#¥F 1.3min &% 6.83 | 181.0-151.9 22 | 181.0-126.8 | 28
IS 1.0 uL; 1S5RS 555 | 278.0-109.0 18 | 2453-1250 @ 12
R 280°C; {EFRBE 634 | 309.9-1050 10 | 1359-920 10
HREBT: FH TR, fEFRBT AN 631 | 278.0-109.0 15 | 278.0-169.0 15
BFEEE: 700V ; %mﬁfﬁ 790 | 167.0-1250 10 | 167.0-89.0 = 32
e Lo Tmsan e [
e 280°C AEUNHE 767 | 199.1-107.1 22 | 157.0-107.1 12

SRS 610 | 248.0-127.0 26 | 248.0-1538 18
B 6.02 | 281.0-173.0 10 | 173.0-950 28
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=. BEER

H R 495 | 246.0-137.0 6 | 246.0-109.0 14
mEn 6.07  2150-173.0 | 8 | 172.8-109.0 26 72 0.250mg/kg AFHRAMIRLEIWEINER
SER 6.73 | 314.0-245.0 = 12 | 314.0-56.0 = 22 EE (%) o
RS PHEK ps (o)
g 505 | 257.0-162.0 8 | 161.0-119.1 5 1 2 3 E (%)
KBRS 560 | 136.0-1080 12 | 136.0-69.0 | 30 ZEERRRHS 111 102 97.4 103 6.55
RS 570 | 199.0-121.0 10 | 241.1-121.1 | 20 SLECH 90.3 93.0 86.9 90.1 341
EER 6.05 | 290.0-1180 12 | 204.0-85.0 & 28 ZTaR 96.9 101 90.4 9.1 5.47
RS 615 | 116.0-89.0 14 | 130.9-130.1 | 10 AR ER 101 102 100 101 0.792
ESwammpes | 707 | 197.1-141.1 10 | 207.9-1809 | 8 BXA 5 Be 96.6 97.9 94.5 96.3 175
=% 2vg i 5.48 173.1-99.0 | 12 92.8-63.0 8 RABEE 98.1 103 96.0 99.1 3.76
AR 2.92 141.0-64.0 | 18 | 141.0-79.0 = 20 TER 84.5 87.5 87.2 86.4 1.92
B 5.91 145.0-58.0 | 14 | 145.0-85.0 6 FRE 89.6 914 80.7 87.2 6.54
REEEH 6.84 | 22711411 32 | 227.1-169.1 | 22 R 874 913 88.1 88.9 2.34
SRR 554 | 238.1-1622 10 | 238.1-132.8 | 26 EESod 95.3 95.1 93.6 94.7 0.963
ERE 368 | 192.0-127.0 10 | 127.0950 | 14 B 96.4 92.6 915 935 2.76
REE 411 187.1-126.1 | 6 126.1-55.1 12 SRR 101 104 94.0 99.5 5.13
AR 463 96.9-820 | 10 | 127.0950 @ 16 feES 82.0 88.5 822 84.2 442
FlE 6.14 | 179.0900 28 | 179.0-125.0 | 14 AR 9.8 98.6 917 95.7 371
—ank 296 | 145.0-112.9 | 16 | 145.0-109.0 | 12 S8 94.0 96.9 95.4 95.4 1.52
ARE 433 | 156.0-1100 8 | 110.0-79.0 | 10 A 913 0.8 912 911 0275
EFER - -
TER 637 | 163.1-1321 8 | 163.1-117.0 | 24 pre— 185 864 812 01 289
594 | 236.0-1250 12 | 125.0-89. -
Za 80 | 18 RE 91.5 87.8 77.0 85.4 8.86
RE 576 | 248.0-1920 12 | 248.0-157.0 | 22
AR 98.4 96.8 96.9 97.4 0.929
“EER 575 | 25211610 14 | 252.1-162.0 8 .
R 733 1831-1680 | 12 | 18311530 12 HEHR 843 | %01 | &0 865 364
G 464 | 2600750 8 | 1210650 8 BRI 973 | 988 | 946 | 969 2.3
LRI 554 | 199.0-143.0 10 | 153.0-969 10 SRR 100 101 105 102 2.29
PRSI 5.50 96.9-650 | 16 | 153.097.0 | 10 SRREE 100 102 96.9 99.9 2.79
R 701 | 182.0-1110 14 | 182.0-748 | 30 REAFRIRIL 86.7 91.6 89.3 89.2 274
IR 581 | 19581399 10 | 139.9-60.0 | 15 = 102 97.1 97.1 986 259
DIg: i 6.82 160.0-50.9 38 160.0-76.9 22 ZERE 95.2 97.3 93.3 95.3 2.08
i 4.99 264.1-127.0 12 127.0-94.9 16 BBk 92.0 88.7 83.2 88.0 5.06
10 662 | 17611031 22 | 1761-117.0 18 o 3 90.3 105 87.2 94.1 9.97
RER 6.07 238.1-146.1 | 10 | 202.1-145.5 14 B- Tt 95.5 102 96.4 98.1 3.81
BEF 586 | 283.096.1 8 95.9-67.1 8 T 876 93.6 852 28.8 435
PR 6.07 |3369-3089 8 | 336.9-2669 | 12 p— 93.9 103 918 972 503
i 523 | 217.0-161.0 8 | 160.9-99.0 | 24 -
REERS 835 87.1 87.7 86.1 2.60
PRI 654 | 1729-740 38 | 172.9-1450 16
- Z g 86.4 91.5 853 87.7 377
BAEH R 736 | 147.1-1321 12 | 147.1-117.1 | 20
kI EIER 97.8 99.5 94.4 97.2 2.68
R, P 701 | 1361960 10 | 226.1-186.1 | 12 —
FER 90.1 94.9 92.0 92.3 2.62
et 582 | 157.1-1020 22 | 146.0-1181 | 10
FRE R 932 95.3 93.1 93.8 132
AR 652 | 307.0-237.0 18 | 237.0-208.0 @ 26
1SEE 94.4 94.8 87.8 923 422
FERSER 494 | 29482369 14 | 21381419 28 }
e SR 101 94.2 81.0 922 11.2
SBIRRE 459 | 322.0-2020 10 | 202.0-1459 | 10
- (EHRB TR 913 980 | 974 95.5 3.89
RMEE 6.62  250.0-1250 | 20 | 125.0-89.0 16 P
LA 90.5 90.5 84.4 88.5 3.97
IR 6.84 | 31811311 14 | 2761-171.0 | 10
AR 9.3 97.2 91.9 95.1 2.98
S 436 | 214.8-143.6 20 | 214.81787 | 10
. WERER 922 915 84.9 89.5 453
BTH 491 | 2309-1289 22 | 23091749 | 12 \
TR AERFES 102 102 94.7 99.7 436
STH 7 199.0-143.0 | 1 .0-97. -
BTHEM 5.76 99.0-143.0 | 10 | 199.0-97.0 | 20 e—— 080 5.9 101 907 Lo
Y=L 596 | 330.8-1089 15 | 328.8-108.9 | 15 o 063 056 o6s o3 s
OSBRI 559 | 336.0-204.0 | 28 | 100.9-5.0 | 10 : : ‘ : :
=R 558  2080-1110 | 20 | 208.0-126.7 12 SRR 837 860 | 854 85.0 1.40
= 582 | 128.0-650 18 | 168.2-70.0 | 10 mEm 76.9 80.6 76.7 78.1 2.83
SR 642 | 161.0-1341 8 | 1721771 | 25 SHR 877 86.8 83.8 86.1 535
FEll 6.48 1450950 | 14 | 1161630 24
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&3 0.100mg/kg LBEFHRRAMATLIURLILLER

e 103 101 97.9 100 232
KERERBS 948 | 914 | 922 92.8 1.91 - EIE (%) FHEW pob (06
RSN 982 | 988 | 953 97.4 192 1 2 3 E ()
Pe— ole | 982 | ois 939 307 7B R 886 = 863 | 839 86.3 273
B 952 | 934 | 957 94.8 1.27 LA 945 104 98.1 98.1 4.66
EBYaREREE | 929 97.7 92.4 94.3 3.08 cTRR 102 103 995 101 1.62
e, e o2 | s 45 il AR 98.9 102 914 97.3 5.47
BRI 9%.0 | 994 | 979 97.8 175
i 103 984 | 88 100 249 RS 936 | 994 | 99.1 97.4 334
Gl 105 | 986 | 982 101 3.58 TR 89.8 | 893 | 937 90.9 265
BB 102 108 99.0 103 4.14 EhE 93.8 95.9 92.1 939 2.05
SRR 996 = 988 | 987 99.1 0.493 SRR 976 101 98.6 99.1 1.79
RIHE 108 105 99.4 104 434 FHERR 98.6 103 101 101 2.00
REH 76.1 76.9 73.1 75.4 2.63 o 100 98.4 99.2 99.3 1.03
R 921 | 943 | 826 | 897 6.96 SR 100 | 103 | 103 102 1.54
p— o3 | 97 | 962 970 537 B 930 | 959 | 925 93.8 1.97
e w5 | sss | 7 066 7o mAREE 949 | 979 | 927 95.2 2.76
ARE 96.2 84.5 73.3 84.7 135 R o7 1oL %04 %84 261
TRLES 886 | 973 | 948 93.6 478
R 92 | 977 | M3 94 206 IEEIIRAR 927 936 101 95.6 459
e 876 | 999 | 929 935 6.59 BEE 932 | 949 | 93.0 93.7 112
RE 96.8 103 9.5 98.8 3.82 — 912 | 989 | 977 970 239
=RER 103 105 93.1 101 6.37 WERE 98.4 103 102 101 230
el 928 = 909 | 915 917 1.09 HEE 973 | 999 | 969 98.1 167
FBEBS 813 80 | 760 79.8 413 SRYRE 97.1 101 99.2 99.1 1.89
ERREBEIN 90.2 93.4 92.2 91.9 1.74 ZSURIRER 89.6 94.6 96.4 93.5 3.76
e 99.5 102 99.0 100 14 BRI 94.4 100 101 98.5 3.66
RAHS 951 | 960 | 907 | 94.0 3.01 FR 938 | 984 | 955 | 959 245
BRERBS 112 109 105 109 3.52 = 101 103 102 102 0937
HERS 920 | 883 | 833 87.9 496
TR 913 | 927 | 844 89.5 4.99
a- B 99.3 104 912 98.1 6.48
i 103 105 955 101 495 B-F3 957 | 971 | 957 96.2 0.810
SRRUE N7 | 103 103 102 L79 HhE 877 | 104 | 969 | 962 8.44
AR 81 | 83 | 80 | 821 4.98 SR 938 | 93 | 949 950 134
BB 93.5 95.7 93.1 94.1 147 REH 96.4 103 100 99.8 3.24
TRRS 859 = 8.0 | 836 85.2 1.61 ZHm 95.8 102 103 100 3.94
e 784 | 820 | 86.0 82.1 463 KO TR 898 | 945 | 939 92.7 273
PR 932 94.4 95.8 945 1.39 M 94.2 99.1 100 97.9 331
BAHR %6 937 | 907 | 9.7 192 TR 970 | 102 | 994 | 996 269
ppm— 9.3 103 936 976 285 e 994 | 966 & 983 98.1 1.44
- 103 573 | 023 074 o35 e 91.0 | 925 | 821 88.5 6.32
o 7 T 7as | 7as e 1o FETRBATER 943 | 921 | 952 96.1 253
AR 946 | 993 | 972 97.0 243
AEREE 882 | 905 | 882 89.0 1.50 porae 9.1 100 L1 100 0,935
el 8713 | 881 | 80 858 3.88 MRFEER 878 | 901 | 876 885 1.60
ot 935 | 934 | 940 93.6 0.357 S 93.8 101 976 975 373
D47 RS 91.6 93.7 87.8 91.0 3.29 IR 97.1 102 100 99.7 2.44
SRR 8.6 | 937 | 901 90.1 3.97 B 924 | 986 | 956 95.5 323
TR 95.0 98.8 92.3 95.4 3.41 RIS 95.3 99.3 101 98.4 2.82
HETIREETR 101 99.7 96.5 98.9 2.20 I 93.5 96.9 101 97.2 3.87
xaE 102 108 105 105 308 SEAR 781 | 769 | 716 75.5 458
PagEAIS 824 879 | 821 84.2 3.87 eLl 936 102 103 99:5 510
o L7 105 o1 106 250 KB 9.1 | 916 | 965 94.7 2.88
= BRSNS 96.9 | 980 | 993 98.0 1.25
=HE %25 | 861 | %08 898 366 BER 928 | 988 | 945 95.4 3.22
= 101 104 o2 101 3.53 ] 97.2 101 96.1 98.2 278
R 983 | 103 101 101 2.38 SwEmERHE | 992 | 959 | 983 | 97.8 173

8

| www.biocomma.cn




IR VAR 95.9 98.0 102 98.7 3.25 AR 96.6 101 100 99.2 2.24
FRRZRA 99.0 96.6 99.2 98.3 1.46 RERE 93.9 98.7 95.6 96.1 2.53
BN 90.7 95.9 89.5 92.0 3.72 BEF| 98.3 101 102 100 1.78
FR SR 79.4 79.4 74.5 77.8 3.65 RIREE 95.9 92.0 89.6 92.5 3.43
SAPER 93.9 96.2 94.7 95.0 1.22 el 94.7 103 98.4 98.8 4.40
KB 102 101 98.7 101 1.62 RIRME 97.2 100 102 99.8 2.37
REH 96.2 94.7 96.4 95.8 0.964 AR 98.3 101 99.6 99.7 1.50
A0 87.6 88.3 89.2 88.3 0.919 U dzS]d 97.4 98.0 98.2 97.9 0.444
FE G 95.2 95.5 99.2 96.6 231 FERRRS 92.8 91.7 90.7 91.7 1.17
TR 99.4 101 101 101 0.965 EaR 94.2 96.8 95.4 95.5 1.36
AERR 91.9 87.3 82.2 87.1 5.60 ASEER 102 99.9 102 101 1.27
IEFER 96.0 96.4 97.9 96.8 1.05 JRIEERE 93.9 97.9 96.9 96.2 2.19
2R 92.6 101 98.8 97.5 4.51 TRMRES 88.5 92.2 95.4 92.0 3.77
TREM 94.7 101 101 99.0 3.80 [Uidviid 96.5 96.1 99.0 97.2 1.62
ZHRR 101 90.9 87.3 93.0 7.52 MOSREEER 93.7 94.3 98.7 95.6 2.88
S5 96.8 101 96.7 98.3 2.63 R THRES 96.8 99.3 98.2 98.1 1.29
FRRERE 102 100 101 101 0.819 5T IREATN 96.2 93.0 102 96.9 4.46
ERPEREIN 98.6 101 98.1 99.1 1.37 RER 90.3 86.8 85.5 87.5 2.83
FRRERRTLEN 98.0 88.7 97.7 94.8 5.56 O FRAR P 98.6 98.4 100 99.1 1.03
RATRBE 92.6 94.9 87.1 91.5 4.40 =R 102 99.5 102 101 1.21
itz 96.6 98.0 99.8 98.1 1.65 =2 100 82.2 99.6 94.0 10.9
Ri2it-giige 91.6 89.1 85.4 88.7 3.55 =L 93.7 98.8 92.9 95.2 3.35
ity 88.7 89.8 83.4 87.3 3.90 e 99.0 97.4 104 100 3.36
FAREE% BER
141.000->64.000 141.000->79.000 185.000->93.000 186.900->93.000
] ] ] ]
Br 20 RL2.01 R 295 Fr 205
A A1EITD AL 41435 i ITIERET AL ST
A4 1022 AA: 0TED AH: 1925634 A EO4TE
L ] 4]
50 0
] amoam s _3m 267 278 e 318
28 40 ak AT
iR ER
145.000->112.900 145.000->109.000 172.800->99.800 170.900->99.900
1 1 1 1
AL 288 RL2.95 RL3.3 RL3.38
A 231338 Ak HEH0 A AT Ao BEOES]
£d: 164138 AH: TB&HZ AH; 302084 A BB
L 11] 110 00 10
50 ] 50 0
Jdst 2 e 3ze 1% 2: 13 138 3% 35 I 3E0 17 azm | 183
BE N BN
E R R FARRE
192.000->127.000 127.000->95.000 136.000->42.100 136.000->94.000
1 W 1 =]
AT 368 FT 3.8 RLA.TZ FLA.72
P ﬁﬁé%él A L2S0ET A 0T
FH: 2055341 - : AH; E28:45 Ad; 408238
L 11] 00 10
50 0 50 30
EE agr . el -
134 153 o7 2 a5 326 340 156 ags ide I :
ud= - PR P [T i i i uid=s .
4 N ) in ak ik EV £
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R

SAEE

190.900->113.000

206.000->190.900

REE

187.100->126.100 126.100->55.100
1 1 o I
AT a0 RT.A.47 e
s ez A BB i ax
w0 : 1w : mw 10 n
RT.4.10
A BOSOH G
50 0 s i hiH: E46259 f\
EEI T 415 475 ar am 214 &z il | AE u ‘HI:‘ _ﬂ. sl
“ L T T e i 4k 1z &b 42 4
5% MSHER
156.000->110.000 110.000->79.000 214.800->143.600 214.800->178.700
1 1 1 =1
RTL4.32 AT 4.32 HIC q.4¢ BT 437
I BBAE1DE hic WTTZ A GTCHED i MEEEE
KH: 111372 RH: T30HT #id: 43478 BH: THOZA
1 ™ 10
-
: 400 Az 445 450 ae am 448 268
P £ & 4k
R REHE
169.200->167.100 168.100->139.000 200.000->158.000 157.900->96.900
1 = 1 =1
RT4.41 T 441 RL443 L4423
s TOHIED A DEEEIR hic MGLEES A 30mAT
AH: 3RRIEGS AH: 127361 AH: 165880 AH: ZADEGET
w0 10 w 13
50 50 50 0
14 am 451 111 &F7 A5 e Cqaap SE )] aE1 456 ] am am || am as
PO CaE T 4 e ' Tda e Tae T
SRR ZTRAR
213.000->127.000 171.000->127.000 292.000->159.700 292.000->206.100
1 = 1 =1
HE 4.5 RT 442 RT 4.5 RT 4.5
Ad T14E051 i 4FSE B MOEAES Aic TTEETR
RH: 13306 H: FEEEET AH: 10358 AH: 1805480
™ 120 mw 10
50 0 5 0
a3 a3 || aE 47 azy 435 ATE 437 444 || 45T 4w ] am "f' 4m4 a7a a2z
2 4 4 4B 42 4 4B 48 T da a3 4B )
SRR AR

322.000->202.000

202.000->145.900

96.900->82.000

127.000->95.000
] b1 b1 =1
AT 4.5 RT4.5
B BEVEIE R BOETHS
FH: 1360621 FH; FA2E4 456
1] 1 10 I
M- BREEET
50 wq 4 0 H: 45HEE
433 448 A4T1 48 441 a7 = 437 44E AT g
u = — u o SRS 1 i
24 PN £ PR
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B

260.000->75.000

121.000->65.000

KRz

206.000->176.000

160.000->124.100

1 1 =1 1
AT 464 RT4.T8 RT4.T8
A 0EERE P BI4L0E Fuc T4
A TIHED BH: 1812385 AH: 10030
0 o 110
50, 50, 50
435 445 484 187 -‘i" AEE 458 GIE 452 AR 450 GIE
e il ; . . . I e
da s 4 £ £ ub
R FIEERR
87.000->42.100 93.000->63.000 125.000->89.000 138.000->74.900
1 1 -1 1
RLATT RT.4.84 AT 4.84
A ARLTT Mo GA3EATS A 325188
AH: ZRAIED3 IeH: 4513866 B; BAUEE
il 110
L 0 152
5AB
4B 45 OB 455 ATD a8y
u u
TR ESHER
230.900->128.900 230.900->174.900 294.800->236.900 213.800->141.900
= o 1 1
RT.4.90 AT 480 AT 4.4
A B1SG052 P BITIED A AE1TEER
AH: 4B4T0TE BH: 4055HT AH: 116028
0 o
50, 50,
a0
o 4me || s im 4ER 27T _ Ef 53
46 48 &b sz ' "D 5=
o R -0
246.000->137.000 246.000->109.000 137.100->84.100 179.100->121.500
=1 ] =] =1
AT 404 RT4.34 AT 495 R 495
R ADELRTE R METEE B 2T A 2560
FH: FIEEE FH: 3T TE0 BH; 1747665 A 16531
0 110 o 110
50, 0 50, il
o Jass a3 |50 57 529 o feem  am | n0e has 4yl 4z J} 61 6M u = soe G18 524
P " R R BT
AR SRS
264.100->127.000 127.000->94.900 257.000->162.000 161.000->119.100
=] -1 -1 -1
AT GAE AT 505
A BOEIAS Fui 3BCRER
521 B TRHETE AH: 308B02
il ) o 110
AL 445
5 LR ) ) “?ﬂ
AA: HOT rr |'||h
: 45 nzz 629
57 450 .|".l ) 5 fars amr [NaiE sm na7 LA A ;
A P A T e A T T
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g

217.000->161.000

160.900->99.000

s

173.100->99.000

92.800->63.000

b1 1 1 1
RLEZZ FLC Bats RTEAT RT.GAT
Bl ARETAD Fu 0384T i 4EGD0E My IB1ETEE
£l 200055 AN ATREET AH: 3357434 MH: 12847432
mo gl 10
6.5
| G
50, r3a el 50 L‘-‘” SET
> B
504 B 536 ] 558 nm R
T 7 u u T T T
ED Rz f4 54 e 54 5E 58
EREERAA R SARER

96.900->65.000

153.000->97.000

238.100->162.200

238.100->132.800

=

1

1

1

RT54S AT 553 AT 553
R TREGIIE A THENSH A ATIAGL
" MH 1E05088 576 o AH B85 1385 . AH: ZEOEA3
|
50 II el 50
LI nza BEE
e S, S — L~ I ol Y
52 Ea 5E  na 5z &4  iE &3 Y
BT EBRRE
199.000->143.000 153.000->96.900 278.000->109.000 245.300->125.000
b1 1 1 1
R G.65
Ak 361156
A ZE3144

61 672 531

H5ig

313.900->257.900

196.700->107.000

IR

208.000->111.000

208.000->126.700

1 -1 -1 -1
AT 555 AL 555 AT 557 AT E.57
A 2O0E0SE A DO4E0T M ATOOGEE Ao B4TIED
AH: ZUTTTO A TT5ISE MH: 122854 AH: 1055600
0 0
50 50,
53 648|555 G L R s 581
"E4 B8 mE P
XK O SEUER
330.000->298.900 262.700->191.000 336.000->204.000 100.900->51.000
-1 =1 =1 =1
] AT 5.5
A HEORAD M- 1167009
AH: 1616230 IeH; SOTET
0 o
50 50,
W52 w2 J sn ss JBF 5o e s sen
% 58 &8 %4 RE  na
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IK R

136.000->108.000

136.000->69.000

RESRE

199.000->121.000

241.100->121.100

1

1

=1

1

RT 560 R 580 RTETO [ S E)
A BTESESD At BOOEEE A 1EEIT A BOERAS
AH: EI9I9HD 1] AH: 1R2EHT AH DGEEED AH: 95T
] i m 190
L - vrg £78 50 50
- — _ r . 152 658 | [iTE 5500 600 L e N R
R " ER £4  EE 5B ED m4  RE  EE &
IEEFE ZHER
224.100->196.900 225.100->209.700 252.100->161.000 252.100->162.000
1 1 1 1
RTET1 RLET1 RLE.T4 RLGT4
A TZETHS At WIREEN Ak MBS A BOETSD
hH: ET2°EF AH: TAOMN AH: SETH AH: 1625433
] 1 m 110
50 50 50 50
543 GE 52 S0E ] 4E ns GED LA 147 im [} 600 G4 sz ssm | LL T
B ' 0 B4 5B K8 &0 54 55 f®  &D 54 | 56 fs | an
REM 1T ERBSN

248.000->192.000

248.000->157.000

199.000->143.000

199.000->97.000

1

=1

RLETE
A GRSITAT
AH: 490ETS
110
50
551 E.Eﬂ‘I I!a“- ioe
)

1

1

RLETS

SHR

323.000->266.900

266.900->159.000

AR

368.800->214.900

366.900->212.900

1 =1 =1 1
RLET RLETE HLC e
A 326005 R 6T [T s iHJ'- ?mﬂ?
AH: ZR0E05 - BOZ AH: 1146520 ;10204
m B METHE - o m
50, 50
G5 5EE 685 556 410 657 GEE AT EIE
-_'5 " &D 5 5B &D
BRI =3

195.800->139.900

139.900->60.000

157.100->102.000

146.000->118.100

1

R 5.8
A BE1Z3EE
H: EAGME
™
50
555 SEE

=1

R 5.80
Pz ATAEST
H: ZTBETRS
1m
E
543 GET 5EE aaz
B¢ 5B &0

1

HE 41
el 2DEL4T
IH: 163002

oo
6T

5 1

niz GE3 620 B
u

1
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R

=EE

128.000->65.000

168.200->70.000

BEF

283.000->96.100

95.900->67.100

1 = 1 =1
RIL.5.81 HE t RE5.90
s TTGETER Ai MTIEZZ B M2ETUTT
BH: 02279 LU ke AH 32370238
™ mw 13
sog E5T ] 0
5ET B 588 577 || 558 606 i g -
u e T s T T
BE 5B GH &2 5% &8 &0 42
AFhEE E2 L
145.000->58.000 145.000->85.000 236.000->125.000 125.000->89.000
1 1 1 =1
RLEA R 5.8 RLLE
s TT4EZE hic BT ic TE3EE2G
AH: 13083563 AH: EMR0 BH: EDSTEZ
™ 1 ™
50 0 5
) 50 581 | 598 Q15 I ) 5T e || BE ’ji ] &7 =& || 6@ 615
5 5B BB 42 55 58 &b 4z 55 5B an &

TER

160.000->131.700

188.100->160.100

RER

330.800->108.900

328.800->108.900

1

1

=

HL B
A 2T
AH:ATIHATT
110
50

iER had im BB

=
RT 5.95
A METN
£H: 168'BAS
oo
=]
GEE 621 i06 E13 5328
5E G5B | E0 &2

P A S

o- B

240.600->205.900

194.700->125.000

SBRAE

281.000->173.000

173.000->95.000

[+ -1 = =
RTE01 RT B
At HATEER A BITE2
Ak BLETS AH: STEHES
gLl 10
il 50
i L= EAD = 57E LoD EA1 B2 333
L T B L P
BER il

290.000->118.000

204.000->85.000

215.000->173.000

172.800->109.000

1
RT B0S
A4 AG4ERED
AH: T1E0R20

oo

50,

52 180 X1 B3R
52 &0 AT | &4

1

313 18 E3Z

b1
R 607
P AT
AH: BT
m
5
sem 554 614 B3
u.
a4

=1

RT B.0E
Ao HEEMET
AH: 123%02
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RERE

238.100->146.100

202.100->145.500

PR

336.900->308.900

336.900->266.900

=1

RT BT

b1

HIC by

L]
BH: 21T

=
HIC b
A gTIE
A 364783
ol
50
GET LS5 B2 iz
u -
&0 64

b1

RT 67
B ABAEET
AH: 1803962
m
!
s i52 EAT  E3T
" Ed &2 B4

IEERE

248.000->127.000

248.000->153.800

FEEM

179.000->90.000

179.000->125.000

1 b1 =i =1
RLEE RT BB FRLE12 RLE12
Hu TOTL2En A AZETILD £ TEHETE A THRETD
AH: 450851 AH:ZTTERE £l 1E2EERD AN BRAZTIZ
110 m 110
30 ol il
555 554 619 635 o] mea 5es E3Z £ fnsz 5=t 6T | 621 4D
B &D 2 &4 &4 58 &D a2 &4
BAEEE MERER
116.000->89.000 130.900->130.100 383.100->282.100 282.000->91.100
1 =i 1 o1
448 ) RTE.156 RLE19 RTEAZ
:HJ-'_NB-’D‘E: Rt TS A 2EELATY Ry BETID
™ SO e . IdH: 2416568 48 _— AR AIRE . AH: ZTOEES
50 ¥ g ET)| _, 63 50 L
. 636 p 57 EX6 |6z B3 5se Goo | |ezv G3m GaT
u u U=t —r g 1 T —r T —T T
4 4 & Ez | 64 &0 .
HEMEE =SSR GEE
222.000->82.100 222.000->89.300 250.900->139.000 111.000->74.900
=] ] =] o]
FC bats RTEZT
A HEMIT A4 33405772
AH: T2E514 AH 2I0ETHZE
10 m
50 50
L]
E11 B30 E48 B BABE B3& BAT 3B
u ——— —— ]
ar 8z &8 &5
BHREIEN B- ffF
278.000->109.000 278.000->169.000 240.600->205.800 158.900->123.000
=1 -1 -1 b1
FLE3
FRLEIZ £ OTERn
538 A 33041 FH: B3
Tl - Pl FTURRAN
” m-ﬁ ry 648 BS54
W B —

ar | &z G4 £B
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R

WA EREREh

271.700->234.000

238.700->203.900

{ERRBEM

309.900->105.000

135.900->92.000

=] b1 b1 =1
FLB.X2 KL b33
AX T3 Ilic daTEGRY HC b
IiH: 12EE2 - b,
o A4: 3BERA ™ oo P ks
;7R
EAR
&6
50 5 0 58
i
X B4 B4 BT EOT EIT E5E EER
' " B4 BB 62 i [ B0 Bz a4 £
EEER =1

163.100->132.100

163.100->117.000

161.000->134.100

172.100->77.100

=] b1 b1 k=1
RLE.3 RLE3
A BITITED B M2
IH: B YTRTTE
0 110
50 4]
EOT 615 AR B54 ] 47 gm
Ez &1 &6 al
FSEEE EER
145.000->95.000 116.100->63.000 172.900->109.000 310.000->109.000
=] b1 b1 =1
T G.42 RTLE.51
A BODG2S B S
AiA: E34560 AH: 152EHE
10
]
Rad
s B3 ETR
d &4 '
EHR shz 8
307.000->237.000 237.000->208.000 172.900->74.000 172.900->145.000
] -1 -1 1
AL E.51 AT .51 AT 6.54 ]
B MEITER A THTETD A BIRTR Ao TETITE
AH: 2414710 £H: 5307660 FH: 11807 AH; ZHOE5E
00 10 L 11] 110
50 ] 50 ]
B32 84T BTG
628 638 ||E= &7z e 6 68 [lism B7e 637 G43 EE1 ETE - H
a4 e o &% €8 a4 6z | &4 &5 s
HEREE MRz
176.100->103.100 176.100->117.000 250.000->125.000 125.000->89.000
] b1 b1 =1
AT 662 AT 662 BT 641 AT 6.1
B GAEEOSE. A GIZTEE AJ. -m-lm A BATEET
AH; 4489730 FH; 30054 BH: T35S
00 110 110
50 ] 50
5*‘“';;1? BB 553 Gi EAT EER ETE QS8 634 Ba7 671 sm s AT BT £21
64  BE 4B 84  &E 48 & us a4
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SR

192.000->111.000

SEF

165.000->138.000

314.000->245.000

=

314.000->56.000

=1

b1

RLET1

FFE.72
A BASFIT
hA: EOZERD
™
50
E4E 6 || 622 gog
: arll 1

R I

b1
FTET3
P 656613
B4 384142
190
]
643 5o GEs | | BBz BEA
u =
&4 T

Bl

181.000->165.900

165.100->163.600

RIS

340.800->185.000

=

183.000->155.000

1

=

=

RTE.TE FE.T& RT BB AT ER1
Al 24ETEETA Ak TIZERS i B140005% B AOEDMEE
AH 18581ET i BR2H £iH: 3BBREE £iH: 3R1E063
oo g L1l 110
Bl 50 il
E51 BT B TI6 BEY G B T ii"_ﬁfﬂ E7 BX TOV
" &6 &F 7D N )
TP REHR G REHEE
160.000->50.900 160.000->76.900 181.000->151.900 181.000->126.800
-1 1 1 b1
RT. 6.HZ
Pl BOEES
MH: 4574835 o immany 1T ey TR
m AH, ZZHTAD 1 = Pl
5 | 0 T
B5! = ( B2 BET i
u-tT =T T — u
&6 &2 b
Z i RS ERS
204.000->176.100 140.900->62.900 227.100->141.100 227.100->169.100
= 1 = =
RT 6.83
RT .82 A AREGIA
Hu POELATT £iH: TREITI
™ AH: AB4-BET 1 m
B&A
50 il ] n
E.E‘BL BT E:ﬂ isa TG iEE BEa T.D
R e e ; R e M
g PRIL R
318.100->131.100 276.100->171.000 268.000->77.100 238.100->103.100
= 1 1 [
RT 685 AT B85 RT 687 RT 687
Fuly FISE000 A BZATR Al PTG B 14ETRN
AHE2ITEZ il SRS &H: 11T £H: 1103832
gLl 110
5. 50
. E__‘l'.l" E..EE- N Fﬂ ]'E.ﬁ- r.1_5 N E.E_E- 5.13. | E?ﬂ- ]'.I.:ﬁ r._‘l!‘
) ' EY " &k & 70
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R

FERPRE R

172.900->137.900

341.100->281.000

TRIRBARS

182.000->111.000

182.000->74.800

1 =1 =1 =1
- b RT.7.04 RLT.0M
AA GITI06 M BTEIS4E A TS
A 411HE MH: 4757462 AH: 2237
L ] m
50 BEZ k]
ETE I|'|| 6 T4 TE BE1 63T TN TEZ 32
" BE  To Tz & Tt® 7z
4T BRAmREE
136.100->96.000 226.100->186.100 197.100->141.100 207.900->180.900
1 =1 -1 =1
Br 7.0 RT.T.06 RL7.05
A GOS0 I S04 A DE1GEE0
Bed: 448977 MH: Z4RET AH: 3 =T
110 0
0 50
e B 65 e T3 -
NNE
S5 TiA%H R

183.100->168.000

183.100->153.000

147.100->132.100

147.100->117.100

= 1 1 =i
RLT.33 RLT.22 RLT.35
Palf- 301E25T Rl SOZTHED A BT
Pl 14832569 Pl 147 8D AH: TODETE
m 1104 gl
TEE 504 TEE 5.
roa TIET 52 T TET -
FIRE rau - _m ?;‘E 144 TER TES
J'.|D ' J'h ' T.Id- ' J'I_=~ T.lﬂ ' J'h ' f!d- ' J'.li- ' J'h ' T4 ' J'.lE- '
LR Bz

226.000->163.000

209.900->182.000

198.100->129.100

129.000->77.800

1 -1 =1 1
RLT.XE RT7.51 RL7.51
A% BT A8 HOTIEE A AT
A E2EEE AH S2TR03 AH: ZTFAR
m gl 10
50 el 50
T3 T TAD vy} T8 TiZ T 153 TEZ
72 ' il'.ld- ' i|'.|E- " J'h ' J'.Id- ' J'.lE‘ ' .'.|E-
AARRE MK

226.000->206.100

163.000->127.100

163.000->127.100

180.900->152.100

=1 =1 =1 =1
RLT.EE R — AT 751
A DEEEAET . | M ARTBOZ
AH; TEOET 7a3 AU 3EIEIE 133 fuc ADTI24T MH: 1331702
m my AH: 1DEES w4 FAH: 1DE3 10 .
50 50 50 i =
1A
ToE f TAE -
r: 738 TE4 1T | 188 1TT TES =
——— . gl : i : . . . .
% T4 5 78 = T4 76 78 74 76 T8

18 | www.biocomma.cn




flucythrinate fenvalerate
199.100->107.100 157.000->107.100 167.000->125.000 167.000->89.000
1 =1 =1 1
AT 7.6 AT 7.1 AT 7.80 A T80
A BEIEZT Fu BAATER: i BREGED M BETIAZ
BH: TR BH: 3EBE1RE BH: ZROEAT MeH: ZEOTA
] 1 m 10
5 ] ] wy
o4
TaT 74T e 150 133 T I TR TE4 .78 l = n A TR B12 BB
E R 74 78 TR e 7B Ap 4z KR
AEXERAIFM REHE
323.000->265.000 265.000->138.900 252.800->172.000 250.700->172.000
=] -1 -1 -1
AT B0 RT B0 RT B.O5 R A0S
FH: 4025008 FH: 1307659 FH: T2ATE
m 1m 1m0
RiD
5 5 ]
T 1 BAE BET TER 7T TER ¥ BD TED TER BAE BB
= Tt T At u u . == —+ —
v dp Az 7 78 o UMY
1 REZ R ENEEE (0.0500mg/L)
ITHER
55 Eiz:pud aR
COQ050010CH 4 g TKIREREE. 1g SbEA. 1 g iTIRERTh. 0.5 g ITIRER 8 + AT, 50 mL BOE 50%/&
C0Q050020CH 6g TTKFRBAEE. 1.5g BAEATh + FAXIIRTF, 50 mL BLE 50% /&
COQO015020H 900 mg FIKMREREE. 150 mg PSA. 15mgGCB, 15 mL BLE 50% /&
COQ015047H 1200 mg TkFREAEE. 400 mg PSA. 400mgC18 X 200 mg GCB, 15 mL BE 50% /&
SDC-3000-D biocomma® & RIEESIN 1&/%
SF130-22-NL BRENTIESE, BRE 13mm, FLIF 0.22 um, BHLE 1001/ &
SC2-1 2mL EBRRAKE, B PTFE/ AGERE, 9-425 1001/ &
V2-AL 2 mL BSUREERE, TBER 11.6*32 mm, 9-425 1001/ &
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R

FBREBRFHPRGSIZENUE (Copure® QUECHhERS)

GB 23200.121-2021 (BmEREERNE EYRERRT 331 MRARERYZZEE09NE RIEEIE - BIEBKAE)

—. HmaiE P&
1.1.1 FEREHERRENS 2K wMEN: ZREEFEN (MRM) ;
FREX 10 g( #8H8ZE 0.01 g) iXBEF 50 mL BRZELES , 0 xR 1 BFRITHIEMG
AN10mLZEER 1 FBEESRT , BIZURS 1 min, 1IN BEAH ESI+
4 g TKREREE. 1 g L. 1 g iTERM_KEY. 0.5 Curtain Gas(CUR) 40.0 Psi
g ITIRER — i E ¥ KkEW (38S: COQ050010CH) , Bl Collision Gas(CAD) 9psi
ZUHRS% 1 min f& 5000 r/min B0 5 min, MREX 6 mL £3& lonSpray Voltage(1s) 5500.0V
RINEIR S 900 mg s, 150 mg PSA & 15 mg GCB Temperatare(TEM) J000-C
525 COQ015020H) B9 15 mL BHELEFRRITES .
lon Source Gas 1(GS1) 50 Psi
1 min. 7500 r/min B0 2 min, WREY EERSHFLIER,
. lon Source Gas 1(GS2) 40 Psi
FNE
1.1.2 BM RIS &1L R2LBFEESH
FREX 2 g(#8H = 0.01g) TS50 mLERBLEH, 1010 wamem ~ EBF  FBT REME 0P CE
mLAGRIERA), BB 30 min, MA 15 mL 28 - 2% (miz) | mjz)| (min) | O) | )
BR 1 BEENFET, BZUES 1 min, MA 6 gEKkH eckik -
g, 1.5 g ZBR® (525 : COQ050020CH) , EIZIIRS ‘ 208 116* 2:02 2 1
1 min /& 7500 r/min B 5 mine BREY 8mL L3&®&RME BRI 508 8 yo 20 5
W& 1200 mg FRE&EE. 400 mg PSA. 400mg C18 f 200 ) 2401 148" 129 30 17
mg GCB (%S: COQ015047H) By 15 mL EBRIBLEH, AR 240.1 166 1.29 30 16
SRBERES 1 mine 7500 r/min B0 2min, REX_EE &S T 207 132 119 55 9
WHFLISRR , FNE 207 89 119 55 20
281 | 1862 2.68 90 25
1.2 fR I B 228.1 96 2.68 90 35
EESHENEFRERERFEMNT AF SRR 1.1 o — 368 199* 3.03 80 19
THIE , SRTEHERSE K. BHRRN—ESNESIVER 368 125 3.03 80 45
R, BEATEREFUARBRMAEREY 0.002 mg/L,0.005 . 8905 | 305 3.82 60 33
mg/L,0.01 mg/L, 0.02 mg/L,0.05 mg/L 1 0.1 mg/L IELBRIT 05 | B13 | 38 0 | 2
BRATE THEAR , RIBM S MR NBEREER LT 51 RS zi: 113225 jiz :Z z
KER, RAEE - FREBRAMNNE. URAEERFETF 2001 P 2:59 %0 -
MR EGIEEIEERRAMELT , BTN AE R E TS L 2041 3441 2.5 30 3
BRRERE B , LHIBRCEARE T EhL. . m 198" 2.65 65 20
- 4 M2 170 2.65 65 33
= Wit o 224.1 167 221 64 12
1NERIEH: BEAORATLIEE FRHEIE(Y AB SCIEXQTRAP4500 TR o 105 ot o s
@igttE: ACQUITY UPLC BEH C18 1.7um 2.1X50mm Column - 3641 199° 31 20 b
G RS 364.1 105 3.1 20 36
. gno 343 307* 271 100 28
TI;%;‘O ¢ AR 343 140 271 100 27
HESE: 1yl
L 317 166* 2.95 90 31
FR e 317 210 2.95 90 33
B #E  Smmol/L ZEWE mE — 3062 | 20L1" 334 60 17
(min) (mL/min) & (0.01% EREg ) (0.01% FAE ) 306.2 116.2 3.34 60 22
P 0.300 90.0 10.0 S 202.1 145* 23 56 15
1.50 0.300 50.0 50.0 - 202.1 127 23 56 40
3.00 0.300 10.0 90.0 . 192 160* 1.88 80 25
5.00 0.300 10.0 90.0 2ER 192 132 187 80 1
5.10 0.300 90.0 10.0 1 P ) 70 16
6.00 0.300 90.0 10.0 REE 21 1231 ) 70 29
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R

238 181 1.73 70 16 284 228" 2.35 65 14
-RERER B
238 163 1.73 70 18 284 104 2.35 65 30
- 483.9 452.9* 2.54 45 25 . 383.2 195* 3.28 85 25
SRFPBERZ B
483.9 285.9 2.54 45 19 383.2 252 3.28 85 17
N 540 383" 3.59 70 30 » 251 127" 2.52 65 20
IR BRI
542 385 3.59 70 30 251 125 2.52 65 18
222 104* 1.8 90 28 353 228* 3.43 56 21
REH TELFER
222 92 1.8 ) 35 353 168 3.43 56 33
213.1 72.1* 2.44 60 36 256.1 175* 1.64 45 27
FEE bt 2 Bk
213.1 46.1 2.44 60 33 256.1 209 1.64 45 2
395.2 175* 2.82 80 18 262.1 181.1* 171 57 19
R SRE
395.2 339 2.82 80 9 262.1 122 171 57 36
303 138* 3.14 51 21 528 293* 3.13 50 18
ek ENREL
303 102 3.14 51 47 528 249 3.14 50 23
240.1 125* 2.6 73 28 _ 316 164* 2.8 70 23
RIZEHR e
240.1 89.1 2.61 73 65 316 122 2.8 70 35
250 169.1% 1.68 35 17 194 95* 2.46 57 19
IR SRR
250 132 1.68 35 21 194 137 2.45 57 12
N 241.1 214.1* 2.1 60 24 226.1 169.2* 2.72 61 13
sEE FRREL
241.1 104.1 2.09 60 40 226.1 121.1 2.72 61 23
. 475 286* 2.29 30 18 242 185* 1.65 37 18
TRERBERR FRER LI AR
475 444 2.29 30 27 242 122 1.65 37 38
465.2 173* 3.19 40 30 163 88* 1.41 38 12
T e RER
465.2 249.1 3.19 40 19 163 106 1.41 38 14
_ 199.1 128* 1.85 53 12 279 191* 3.89 80 11
FalRE 15 REs
199.1 111 1.85 53 24 279 237 3.89 80 9
226.1 93* 3.07 96 50 369.2 149.1* 2.74 70 21
VEEIFAR PR
226.1 108.1 3.07 9% 35 369.2 133 2.74 70 15
311 158* 2.98 45 20 284.1 251.9* 2.92 60 19
FReRAR SARER
311 141.2 2.99 45 49 284.1 176 2.92 60 33
395.1 266 3.18 30 34 N 166.1 109* 2.11 50 18
I EEE R K
395.1 246 3.18 30 46 166.1 94.2 211 50 40
276.1 244.1* 2.7 60 20 - 409 209.1* 3.14 71 21
B _RIERR FEHR
276.1 168.1 2.7 60 33 409 227.1 3.14 71 27
327.2 205* 3 64 14 215.1 187.1* 2.23 60 24
BER REHR
327.2 238.1 2.98 64 15 215.1 84.1 2.23 60 28
203.1 129* 1.23 35 16 225 127* 1.89 55 21
Bk RAZ TR
203.1 157 1.22 35 11 225 193 1.89 55 9
330 121* 2.89 85 55 . 368.1 205.1* 2.92 54 13
IR e
330 101 2.88 85 70 368.1 145.1 2.92 54 27
392 331" 3.04 45 12 376.2 308* 3.11 20 15
TP AR PREERR
392 238 3.04 45 24 376.2 266 311 20 22
L 4341 171* 3.21 60 36 BRELRS - B A 325 282* 3.12 90 21
JHISERR "
434.1 212 32 60 21 s 327 284 3.12 90 23
o 3042 217.1* 2.93 90 31 IREERE - BB 353 308* 31 80 19
KA -
304.2 202 2.93 90 47 B AR E 355 310 31 80 20
s 336 308" 2.22 90 21 388.1 194~ 3.06 50 18
BN O P B i
336 266 2.22 90 29 388.1 163 3.06 50 36
. 320.1 233* 2.17 100 32 413 339* 3 40 28
KEBETM S A
320.1 171 2.17 100 30 413 253 3 40 45
307.2 161* 3.79 30 22 . 382.1 194.1* 293 30 16
IS S A MR S
307.2 1311 379 30 60 3821 163 2.93 30 34
248.1 129* 2.54 50 23 . 415.1 182* 2.79 30 25
SUHAR g1
248.1 93 2.54 50 47 415.1 139 2.79 30 59
258 199* 2.08 20 12 329.2 161.1* 3.52 75 13
R PRI |
258 125 2.08 20 32 329.2 133.1 3.53 75 22
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=. REER

B 6102 | 413.1* 3.24 30 17
RIS E A N . _
610.2 180.1 324 30 48 7 3 0.0200 mg/kg LBEHRRE L IEXE MATEINLSEILER
N 200 183 271 30 33 EE (%)
I ERR BUmE THEURE  RSD
200 168 272 30 40 1 2 3 (%) (%)
£%BED T4 | 142 | 314 | 10| 34 BReRBK 895 880 80 878 | 200
464 % 3.14 110 101 BRE 855 | 87.0  80.0 84.2 438
4112 3131 3.56 83 15
et BREM 925 | 90.5  89.0 90.7 1.94
4112 71.1 3.56 83 30 -
BREITR 91.0 | 880 835 87.5 431
388 273* 3.43 65 23
2R BRE 90.0 830 865 86.5 4.05
388 255 3.44 65 38
ShRERS 940 | 845 795 86.0 8.56
o 374 302" 281 87 2% G
RRZEE 374 330 28 o7 2 M E R 935 | 80.5 755 83.2 11.2
K
- 3531 331 203 3 ” RIGH 950 885  88.0 90.5 432
3531 2971 293 35 1 e 920 885 865 89.0 3.13
229.1 172* 2.25 30 23 HRR 86.0 830 | 865 85.2 222
TIERE P 6.1 . 30 3 T 90.0 | 89.0 845 87.8 3.34
. 3811 158.2* 341 71 23 ES i 935 | 925 820 89.3 7.13
*
381.1 1412 341 71 53 DERLEIRR 925 | 90.0  85.0 89.2 4.8
R 289.1 103.1% 332 53 13 Z VBB TREARS 97.0 | 955 815 913 9.36
T L
289.1 2332 3.33 53 9 TN 880 |« 875 | 83.0 86.2 3.19
321 97* 2.62 75 57 =
TR B 90.0 885 875 88.7 1.42
321 115 2.63 [ 39 2ER 920 900 | 935 918 1.91
e 87 | 262 7 | 20 HEE 16 118 110 | 115 362
305 131 262 Sl 8 3-BERER 875 880 875 87.7 0329
292 211* 147 30 16
I SRE PR 980 955 985 97.3 1.65
292 181 1.47 30 30
FIRIR 975 | 855 815 90.2 7.13
_ 336 186.9* 3.1 90 31
KEER REgy 880 850 865 86.5 1.73
336 204 3.1 90 23
4 89.0 | 900  92.0 90.3 1.69
. 422 366.1* 3.54 90 23 xR
5 o 1351 35 % 3 RREEH 91.0 | 90.0 810 87.3 6.31
- 2661 29° )73 30 17 atzie3 935 | 80.0 915 88.3 8.25
PR 266.1 158 274 30 P BIEER 91.0 910 885 90.2 1.60
I 364 194 284 0 16 MEh 750 | 815 780 78.2 4.16
f 364 152 2.84 70 27 sEZ 98.0 92.0 | 96.5 95.5 3.27
- 489 158.1* 3.45 71 27 BERER 865 795 875 84.5 5.16
R AR
489 1412 3.45 71 65 TS 795 | 830 810 81.2 2.16
3829 | 172.9* 272 50 35 TR 885 870 885 88.0 0.984
T ERR ™
382.9 364.9 2.73 50 23 IR 880 750 | 815 81.5 7.98
397 207.9% 2.8 60 30
P — BRERAR 820 935 835 86.3 7.24
397 1729 28 60 40 O SRERELRE 90.5 | 91.0  91.0 90.8 0318
T —— 4651 | 4 | 316 0 | 19 BRIy 995 | 915 955 955 | 419
465.1 223 37 40 s g 9.0 840 875 87.8 457
Ik 5 341 2471 264 20 0 k% 88.0 895 | 855 87.7 2.30
334.1 303 2.64 50 20
gz 880 870 840 86.3 241
316 247.1* 2.93 50 26
RN MR 960 885 985 94.3 5.52
316 165 2.92 50 37
RS ERR 8.5 865 765 83.2 6.94
— 3942 | 177.1* 413 30 19
e
& 3942 071 a3 20 = R 875 | 835 820 84.3 3.37
s
s 3001 123 1 6 39 KL 100 | 960 @ 905 95.5 4.99
3021 100 242 o o LRI 930 | 89.0  90.0 90.7 230
3891 360 273 % 2 35 820 795 785 80.0 225
L 382.1 342.1 2.73 90 28 SRR 85.0 85.0 | 80.5 83.5 3.11
N R 730 715 805 75.0 6.43
by * - =g
i T AEERT. TEILES 895 | 855 | 85.0 86.7 2.84
BkEGEL 90.0 | 80.5 92,0 87.5 7.02
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R

BElEtE 89.5 | 920 @ 865 89.3 3.08 %= 4 0.375mg/kg FHAHRL L IXBINIREIUTRER
ML 790 785 825 80.0 272 IR B (%) FHIEM Do (00
Dt R 0 830 | 935 | 820 86.2 7.39 1 2 3 E M
— nRREK 912 933 | 939 92.8 153
e 790 | 80 | 800 so.7 258 BRE 920 947 | 912 92.6 1.98
EAREL 116 | 985 | 112 109 8.41 SHRER 920 920 | 901 | 914 1.20
SRS 950 | 915 | 82.0 89.5 7.52 HR I 843 845 | 845 84.4 0.137
SR 940 80 895 90.5 345 XA 936 | 789 | 817 86.7 8.53
— 103 | 980 | 100 100 55 SRR 9.0 | 813 | 9L7 89.7 8.43
N M4 ER 877 | 765 | 869 83.7 7.46
PR ITA 850 885  80.0 84.5 5.06 pepr 003 | 711 | 837 g3 T3
I%EE 89.5 87.5 88.0 88.3 1.18 U@ﬁﬁ‘é 88.8 81.1 96.0 88.6 8.41
Jo 860 | 815 | 775 817 5.20 BB 925 872 | 981 92.6 5.89
R R 890 106 | 930 | 96.0 9.26 el 893 | 837 | 89 863 3.21
SEPER 875 | 87.0 | 80.0 84.8 4.94 i %039 | 843 | 936 89.6 5.34
- DREEER 805 | 845 | 869 84.0 3.85
BRE 95 | 85 | 895 %02 1.28 Z VnER TR BB 939 103 101 99.3 4.82
AEIM 83.0 | 87.5 905 87.0 4.34 IR 813 813 | 843 823 2.10
IEEE 930 | 945 | 985 95.3 2.98 PR 915 8.9 | 89.1 89.2 2.58
ERH 89.5 | 885 900 893 | 0855 ZER 757 629 | 763 716 | 106
el 965 = 102 92.0 96.8 5.17 =HE %9 | 915 | 885 90.3 L.76
. 3-BERER 944 | 995 | 939 95.9 3.23
DREERR 820 | 780 | 765 78.8 3.61 P 017 | 792 | se7 859 13
BREERT - B Rk 87.5 76.5 835 82.5 6.75 Epidi 90.9 79.5 89.3 86.6 7.13
DRELRE - BUBKMLERBRERE | 910 | 100 | 99.5 96.8 523 REg 837 | 893 | 853 86.1 335
OH DAL R 995 | 935 9.0 963 3.13 Bl 861 | 813 | 912 | 82 | 574
e 575 | 9as | 520 07 o1 FREH 952 880 | 933 922 4.05
T 829 768 | 113 79.0 429
DR TS 97.0 | 102 | 92.0 97.0 5.15 SEER a77 | 805 | 901 861 < 50
IR P 69.0 63.5 | 71.0 67.8 5.73 IEh AR 86.9 90.9 87.7 885 2.39
FREFHE | 775 | 840 | 765 79.3 5.14 EZR 933 | 883 93.1 91.6 3.09
IR R 835 | 905 | 785 842 716 R R 888 771 | 840 83.3 7.06
TbHAE 101 104 | 89.1 98.0 8.04
BB 925 | 90.0 = 100 94.2 5.52 i
BRE 931 100 | 925 95.2 438
ERBRD 790 | 820 | 775 | 795 2.88 VTR 867 696 | 909 | 824 137
LE i 80.5 735 | 745 76.2 497 fetiR 835 71.7 79.7 783 7.69
42 FR g7 g 89.0  83.0 | 780 83.3 6.61 It B R 936 = 859 93.9 91.1 4.98
Bz 780 810 | 830 807 312 F—RImERR 89.3 | 885 | 925 | 901 235
BAERR 893  80.8 | 915 87.2 6.48
REER 965 | 86.0 | 83.0 88.5 8.01 e 3 w3 | ao o6 7o
TR 945 | 975 | 80 93.3 521 IR 776 | 829 | 8.1 | 832 6.92
AR 790 | 905 | 885 86.0 7.14 DA ST 9.5 104 | 87.7 96.1 8.49
TR 94.5 945 | 865 91.8 5.03 IERSERR 82.1 84.3 91.7 86.0 5.85
BTRBM 905 935 | 875 | 905 331 L 917 | 81 | 853 | 877 398
: LM 89.9 907 | 893 90.0 0.780
B THBITM 860 | 87.0 | 910 88.0 3.01 FERT 53 | mo | &7 5.0 PN
IBRIE 955 900 | 825 | 893 731 R g 797 741 | 763 | 7167 3.68
EEER 915 | 98.0 | 815 90.3 9.20 SR 720 5711 | 672 65.4 11.6
i 795 830 | 815 81.3 2.16 LR 86.7 | 781 80.5 81.8 5.43
o— 103 | 112 | 99.0 105 634 DD 896 | 861 | 888 88.2 2.08
pu— o5 | 805 | 770 0 607 kLR 845 | 821 @ 824 83.0 1.58
BElRRS 939 | 920 | 915 92.5 137
oty 90.5 825 T7.0 83.3 8.15 . 813 | 829 | 917 853 657
Falliazs]is 91.0 100 | 92.0 94.3 523 D SR Ik 91.7 99.2 94.4 95.1 3.99
SN SRS 775 92.0 | 93.0 87.5 9.91 SUEI 92.5 91.2 94.9 92.9 2.02
MR 880 | 895 9L0 895 168 FcREE 106 | 845 | 8.7 | 914 | 138
KEER 85.5 935 | 76.5 85.2 9.98 L 869 | 784 883 84.5 634
SRR 941 | 909 | 901 917 231
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TR 100 | 935 985 97.3 3.50 R 883 | 824 | 824 | 844 4.04
FRE REH 931 869 | 957 91.9 4.92
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BRRRER 92.0 82.1 91.7 88.6 6.36 REEME 82.1 79.2 82.7 81.3 2.30
TR 88.5 85.3 89.3 871.7 2.41 TIERE 92.5 85.1 88.3 88.6 4.19
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PRELAZ - B AR 88.5 78.9 86.7 84.7 6.02 KEAER 91.2 92.5 99.5 94.4 4.73
BRELRZ - BiPRPLFRERAREL 86.9 78.9 75.2 80.3 7.45 DB i 90.9 82.9 871.7 87.2 4.62

Mt PR B i 7.9 4T 82.4 78.3 4.94 IR RS 95.5 94.1 95.7 95.1 0.917
Mt = A 99.7 94.9 102 98.9 3.66 AIRERZ 94.7 86.1 88.5 89.8 4.94

AR B 94.1 80.5 94.1 89.6 8.76 AR 94.9 871.7 933 92.0 411
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BRZ B 88.8 72.0 90.9 83.9 124 AMLEERE 94.7 89.3 97.3 93.8 4.35
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KRG
R R R R R R

FEARE TR (EME) DERIA A PEEITRL (et )
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2588
2085
1585

1088

Intensity, cps

50ed

0080

05 1.0 15 20 25 30 35 40 45 50 55
\\\\\\\\

166.100/109.000 Da

15¢5

g 10es

2

£ soes
0.0e0

05 10 15 20 25 30 35 40 45 50 65
Time, min

IR EER
215.100/187.100 Da

L)
w 424
2 3e4
E 2ed
Ted
05 10 15 20 25 30 35 40 45 50 55
Time, min
(=i = =]
IEREEE

368.100/205.100 Da

2565
1065
P ° w2065
8 aned &
2 Z 15
I Ghed H
] £ 10e5
£ aned =
206t 504
0060 0.0e0 {

05 1.0 15 20 25 30 35 40 45 60 55
\\\\\\\\

05 1.0 15 20 25 30 35 40 45 50 55
mmmmmmmm

B (EME )
226.100/121.100 Da

2565
2.0e6

1.5e5

Intensity, cps

1.0e5

5.0e4

0.0e0

0% 10 15 20 25 30 35 40 45 50 65

REZHE (EH)
163.000/106.000 Da

Intensity, cps

0% 10 15 20 25 30 35 40 45 50 65

RE R (EE)
369.200/133.000 Da

8000
g euo
2
Z a0
T am
ol .

05 10 15 20 25 30 35 40 45 50 55
\\\\\\\\

R (EME)
166.100/94.200 Da

5ed
404
ed

24

Intensity, cps

Ted

Oell

05 10 15 20 25 30 35 40 45 60 65
Time, min

BREER (EME )
215.100/84.100 Da

eaoog
o 15000
2
2 10000
5000

05 10 15 20 25 30 35 40 45 50 55

IR EEE (EE)
368.100/145.100 Da

365

g 265

3

E 1e5
0e 1

05 1.0 15 20 25 30 35 40 45 60 55
\\\\\\\\
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RI& TR

DREF A DKEERL () PRELRZ - A BRI PREERZ - P EmKI ()

376.200/308.000 Da

Intensity, cps
T

0020 1

v
05 10 15 20 25 30 35 40 45 60 55

DKEFRZ - Rk IR AR B AR B
353.000/308.000 Da

25000
20000

4

2 15000

2

§ 000
5000

0

1

05 10 15 20 25 30 35 40 45 60 55
Tirne, min

Ot B
413.000/339.000 Da

Intensity. cps

05 10 15 20 25 30 35 40 45 60 55
Time, min

Lk Da B P2
415.100/182.000 Da

1.0e5
6.0e4

6.0e4

Intensity, cps

4024
2024

0080 |

05 10 15 20 25 30 35 40 45 60 55

DRI S 2 A
610.200/413.100 Da

8ed

g 6ed

2

2 ded
2e4
De {

05 10 15 20 25 30 35 40 45 60 55
Time, min

ZREBERD
746.400/142.000 Da

44
a3
2
]
B Ted
10

\\\\\\
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376.200/266.000 Da

3ed
& 2ed
2
5
E Ted

05 1.0 15 20 25 30 35 40 45 60 65

KGR - BRI FRERRZES (2 )

355.000/310.000 Da

304
g

5 e
£ Ted

05 1.0 15 20 25 30 35 40 45 60 65
Tirne, min

M ER (EM)
413.000/253.000 Da

25000
20000
8 15000
2
£ 1o
T s

0

05 1.0 15 20 25 30 35 40 45 60 65
Time, min

nerERErE (EME)
415.100/139.000 Da

20000
o 15000
2
G om0
5000
01 \l\
05 10 15 20 25 30 35 40 45 50 55

IRIERSER (M)
610.200/180.100 Da

1.0e5
8.0e4
6.0e4

4.0ed

Intensity, cps

2.0e4

0060 1

05 1.0 15 20 25 30 35 40 45 60 65
Time, min

EZREBRD(EMN)
746.400/98.000 Da

15000
& 10000
3

2 som

0
[ 1

05 1.0 15 20 25 30 35 40 45 60 55
Ti

ime, min

325.000/282.000 Da

7ed

Intensity, cps

¥
0% 1.0 15 20 25 30 35 40 45 50 65

Otk PR B s
388.100/194.000 Da

1.505
g

2t
£ sped

0.0e0
I

05 1.0 15 20 25 30 35 40 45 60 65
Tirne, min

MK A% B i
382.100/194.100 Da

385

g 25

=3

2 1e5
Oel

05 10 15 20 25 30 35 40 45 50 65
Time, min

PREFE |
329.200/161.100 Da

o4
g 3e4
2
3 204
Ted
05 10 15 20 25 30 35 40 45 60 55
Time, min
Lkl
200.000/183.000 Da
25000
20000
& 15000
=
5§ 1000
B

0

05 10 15 20 25 30 35 40 45 50 55
Time, min

RS
411.200/313.100 Da

3ed
2 204
- Ted
0el)

05 10 15 20 25 30 35 40 45 50 55
Time. min

327.000/284.000 Da

7ed
6ed
5ed
4ed
Jed

Intensity, cps

24
Ted

ted}

1
05 1.0 15 20 25 30 35 40 45 60 65

ML ERERRE ()
388.100/163.000 Da

1565
g 1065
-3

2 s0ed

0080

05 1.0 15 20 25 30 35 40 45 60 65
Tirne, min

MRS (EE)
382.100/163.000 Da

156§

8

2 1065

2

= spes
0.0e0

1 1

05 10 15 20 25 30 35 40 45 60 65
Time, min

PREFE | (M)
329.200/133.100 Da

15000
S oo
= s

05 10 15 20 25 30 35 40 45 50 65

IEERE (EM)
200.000/168.000 Da

20000
@ 15000
g
% 10000
T s
o
1

05 1.0 15 20 25 30 35 40 45 60 65
Time, min

REE (EM)
411.200/71.100 Da

3ed

2 264

2

= Ted
0e0

05 1.0 15 20 25 30 35 40 45 50 5§
Ti

ime, min



KRG
R R R R R R

92 RS SRR (EM) BRZES BRZEE (EH)
388.000/273.000 Da 388.000/255.000 Da 374.000/302.000 Da 374.000/330.000 Da

7ed ded 20000
Bed 4.0e4
304 15000
S H 2 8 30w
2 ded 2 2 o
S © 2 204 2 10000 z
B £ H .
= 2ed = = s =
Ted 1.0e4
Ted
0
0ed ¢ 2 020 1 .. 1 1 0.0e0 §
05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55
Time, min Time, min Time, min Time, min

REERH HRERRA (ETE) TR TR (EE)
353.100/133.100 Da 353.100/297.100 Da 229.100/172.000 Da 229.100/116.100 Da

2065 fes 1265
1.0e5
o 10e5 o 18eR - 4e5 "
& 8 8 & 80ed
2 2 ES 3e5 =
5 T 1085 5 T pled
I shed 5 5 5
£ 2 2 265 £
= = = = = 40ed
5.0ed
T8 2004
0060 0080
1 =01 0e0 0080
05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55
Time, min Time, min Time, min Time, min

AR mANR (EME) EER TN BT (EME)
381.100/158.200 Da 381.100/141.200 Da 289.100/103.100 Da 289.100/233.200 Da

25000
20000
15000 20000
g o 15000 o o 10000
& 3 g 15000 &
2 10000 z z 2
] 2 10000 2 10000 5
£ £ £ =0
5000 5000 5000
0
0 0 1 0t ral
05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55
Time, min Time, min Time, min Time, min

BT BN RETIRBEN (EMH) 15T BN FTRBELIMW (E%)
321.000/97.000 Da 321.000/115.000 Da 305.000/187.000 Da 305.000/131.000 Da

1.0e5 Bed
ot 1505 1265
B0ed o4 1085
& 50m g s g 10es & ooed
2 2 2 2
; ;e 3 2 soed
2 e 2 2 z
2 £ £ soe £
e o 4004
20=4 1ed 2.0e4
2060 060 000 § / 0060 } .
W5 10 15 20 25 30 35 40 45 50 5% W5 70 15 20 25 30 35 40 45 50 55 5 70 15 20 25 30 35 40 45 50 55 W5 10 15 20 25 30 35 40 45 50 55
Time, min Time, min Time, min Time, min

IERIR RRIE (EME) KRR FEER (EMH)
292.000/211.000 Da 292.000/181.000 Da 336.000/186.900 Da 336.000/204.000 Da

7e4
& 0ot 1265 10000
Bed
2504 1.0e5 8000
Sed
. - L, 80ed v
& 4od g 20 & & e
2 2 15ed g e z
] d 2 Z a0
5 & H e 2
£ L, £ 10e £ £
1ot Ste3 2084
0e0 | 0060 | 00=0 1 B
05 10 15 20 25 30 35 40 45 50 €5 05 10 15 20 25 30 35 40 45 50 55 U5 10 15 20 25 30 35 40 45 50 5% 05 10 15 20 25 30 35 40 45 50 55
Time, min Time. min Time. min Time. min

IR 475 i M iEE (M) b Yeli MRS (REM)
422.000/366.100 Da 422.000/135.100 Da 266.100/229.000 Da 266.100/158.000 Da

25000

304
12es 25000
1.0e5 20000 .
o '3 o o 204
& 8.0e4 o 15000 o o
Y 2 2 15000 2
5 60ed 5 10000 5 5
£ £ £ 10000 2 Ted
= 40e4 = = =
2084 5000 5000
020
0.0s0 0 04 [

05 1.0 15 20 25 30 35 40 45 50 55 05 10 15 20 25 30 35 40 45 50 55 05 1.0 15 20 25 30 35 40 45 50 55 05 1.0 15 20 25 30 35 40 45 50 55
Time, min Tire, min Time, min Tire, min
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RI& TR

AIEERR
364.000/194.000 Da

255
2085
8 155
2z
E 1.0e5
5.0ed
UUEU‘
05 1.0 15 20 25 30 35 40 45 50 55
Time, min
=L =5 g
AN EE

382.900/172.900 Da

1085

g

2

£ sged
0020 {

05 10 15 20 25 30 35 40 45 60 55
Tirne, min

ZHRAER
465.100/344.000 Da

7ed
Bed

@ Bed

8

> ded

2 384

= 2e4
Ted
De 1

05 10 15 20 25 30 35 40 45 60 55
Time, min

FEEEM
316.000/247.100 Da

Intensity. cps

!
05 10 15 20 25 30 35 40 45 50 55
T

ime, min

KR
302.100/123.000 Da

25000

20000
3 e
£ 00

5000

)
0
05 10 15 20 25 30 35 40 45 50 55
\\\\\\\\

ITMiES

BIRERE (EM)
364.000/152.000 Da

25e5
2.0e5

1.5e5

Intensity, cps

1.0e6

5.0e4

0080 §

05 1.0 15 20 25 30 35 40 45 60 65

AMER (EE)
382.900/364.900 Da

10000

Intensity, cps

5000

05 1.0 15 20 25 30 35 40 45 60 65
Tirne, min

ZHRATEH (EM)
465.100/223.000 Da

20000
15000

10000

Intensity, cps

5000

0
i

05 1.0 15 20 25 30 35 40 45 60 65
Time, min

B (EM)
316.000/165.000 Da

ded
g ed
-3

[ 204
- 1ed

0e0 §

05 1.0 15 20 25 30 35 40 45 50 6§
Ti

e, min

S (EME)
302.100/109.000 Da

12000
10000
8 8000
2
g 000
= 4000
2000

05 1.0 15 20 25 30 35 40 45 50 55
\\\\\\\\

MBAR
489.000/158.100 Da

64
5e4

@ ded

s

z Jed

I

H 2e4
Ted

080 t

05 1.0 15 20 25 30 35 40 45 50 55
Time. min

s BT
397.000/207.900 Da

g

2 10es

= 5.0e4
0.0e0 1

1
05 10 15 20 25 30 35 40 45 50 55
Tirne. min

X E B
334.100/247.100 Da

1505

8 10es

2

£ 5ges
0.0e0 4

05 10 15 20 25 30 35 40 45 60 65
Time. min

fugali
394.200/177.100 Da

Intensity. cps

05 10 15 20 25 30 35 40 45 50 55
Time. min

AL BEAR
382.100/362.000 Da

1.5e5
;‘ 1.0e5
2 5.084
0.0e0

05 1.0 15 20 25 30 35 40 45 50 55
Time. min

E 3 REZEBIESRHEBFREEIEE (0.0200mg/L)

BB (M)
489.000/141.200 Da

40e4

& 3ed

2

5 emed
1084
0.060

05 10 15 20 25 30 35 40 45 60 55

AMEER (EH)
397.000/172.900 Da

1565

8 1es

-3

2 soe
0.0e0 1

Y
05 1.0 15 20 25 30 35 40 45 60 65
Tirne, min

RER (E%)
334.100/303.000 Da

20000

g 15000
-3
2 10000
5000
0 .

05 1.0 15 20 25 30 35 40 45 60 65
Time, min

B%ER (TE1E)
394.200/107.100 Da

1.0e5
8.0e4

6.0e4

Intensity. cps

40ed

2.0e4

0.0e0

05 1.0 15 20 25 30 35 40 45 50 55
Ti

e, min

AMER (EMH)
382.100/342.100 Da

Intensity, cps.

05 1.0 15 20 25 30 35 40 45 60 55
\\\\\\\\

HS iU ar
COQ050010CH 4g TKIREAEE. 1g Sfbh. 1giTiRERTN. 0.5 g ITIREA % + FIEI9RTF, 50 ml BB 50% /&
C0Q050020CH 6g FTKEREREE. 1.5g BEEATN + FIRIRT, 50 ml BOE 50% /&

COQ015020H 900 mg FokFREAEE. 150 mg PSA. 15mg GCB, 15mL BLE 50% /&
C0Q015047H 1200 mg F/KEAEATE. 400 mg PSA. 400mgC18 Kz 200 mg GCB, 15 mL BEiE 50% /&
SDC-3000-D biocomma® % &RIEESN 16/%
SF130-22-NL RS ER, BR 13mm, E0.22um, BIE 1001 /&
SC2-1 2mL BERREE, B PTFE/ AaERE, 9-425 1001 /&
V2-AL 2 mlL BEUur@ERih, HH54 11.6'32mm, 9-425 1001 /&

32 | www.biocomma.cn



R

RN ZSHREGTEEE UPLC-MS/MS SIIFE (Copure® QUEChERS)
BENE KB - BISBAZE)

GB23200.121-2021 (BMEZ£EFRTE EYRER®RT 331 MRGRERE%

—. FmITE

ERRFRENEIURAEE 10.0 g(EHZE0.01 ) F50 mLELES,
IONZEE 10 mL, SREEES 5 min., JIN QUEChERS ZEEX
thel (Cat: COQO050010H) IZEMEH, RIZURIE 1 min,
AEBRITES 5min, &/ELL 8000 r/min By 5 min.

=. &l

HY ERIZENYIR9 £3E# 6 mL F QUEChERS #1L& (Cat:
COQO015022H) ', ®HEHRS% 5 min, LL 8000 r/min Bl

5min, BEBELEBER ImL BRWNT 40°CREZIET,
BYEAREERZE 1 mL, RIBGES, & 0.22 um BRIE
B, A,
=. tRehECH!

FREX 10.0 g R RB ER— ZH BIRIEEREL0.2
mL, EATBEERKER. 23 ERERN—EE2NREINE
BMANZEBERKR, BYERMEERE ImL, BHIK
BYRENERESIVELEAR, & 0.22 um BRIEHE,
ML

M. 12&8%% (Thermo Fisher TQS Endura)

AR

®i%HE: CommaSil® ODS (2.1 mm X100 mm, 2.7 um)
FREhtR: A: 0.1% EREgK B: HEE

TRIE: 0.4 mL/min R 35°C WS 3ul

Pk A=

R 1RchERESERMY

B¥i& /min A% B/%

0.0 98 2
2.0 95 5
8.0 70 30
16.5 30 70
175 30 70
19 2 98
21 2 98
215 98 2
2 98 2

by gts

FIZEE: 3500V
#SES: 30arb WREH: 2arb
EFERE: 380°C HWSBE: 350°C
R2ANEN. RERBERFEEF—HER C HEEBRT)

BHTFIR: HESI

B REBEE /min | BEF (m/z)  FEF (m/2)
AR 1.48 142.1 94.1%,125.1
A 6.86 224.1 192.9*,109.1
REAE 12.17 2223 165.0*,123.1

PNt 14.49 312.0 269.9,235.9*
RIFEE 10.54 256.0 227.9%,139.9
EAEIREE 6.78 228.0 167.9%,109.1
Mt SR A 7.76 256.1 209.0*175.1
SRS 16.26 331.0 127.1%,199.0
BERBK 8.71 2232 126.0%,99.0

KRR 8.17 230.0 198.9%,125.1
AaURE 3.69 214.1 182.9%,125.0
FRXNE 13.73 355.1 88.1%,107.8
B 11.97 2100 111.0%,168.0
SHE 13.71 194.0 95.1%,137.1
RERTRIN 13.04 336.1 266.0*,308.1
PR B 15.01 259.1 89.1*,61.2

FEBETH 1272 3201 233.0%,292.0
R BN 12.17 233.2 166.0%,72.0
SFTERER LI 15.33 305.0 248.9%,187.2
BT RHRSM 15.39 3211 274.9*171.0
ER RN 13.89 293.1 247.0*,251.9
KRB 16.74 243.1 172.9%,214.9
3-BEEER 8.74 238.2 181.0%,163.0
FRRLRSTIAR 13.57 2771 125.1*,259.0

ZER 4,76 192.1 160.1%,132.0

R 11.62 300.0 174.0%,127.0
R 12.74 382.0 167.3%,198.9
ERE 15.27 208.0 109.0%,151.1
SR 16.62 314.0 162.3%,271.9

F., FIELER
% 3 MAREIREER (AT 100 ug/kg)
3= 0/0 T
7 . EWZ( ) , ;*ﬁ;& RSD (%)
223 81.0 75.9 72.1 76.3 5.8
AT 92.1 95.8 88.8 92.3 3.8
TEE 73.4 78.9 72.0 74.8 49
FINGEd 97.6 108.9 107.6 104.7 5.9
RINEE 89.9 95.8 91.0 92.2 3.4
BRERIARE 87.7 93.5 89.0 90.1 3.4
O SR Rk 88.6 95.1 86.5 90.1 5.0
Shukis 67.1 70.4 62.6 66.7 5.8
IE SRk 90.8 94.3 86.4 90.5 4.4
KRR 82.3 92.6 85.0 86.6 6.2
AaERR 86.6 94.6 86.2 89.1 53
RXE, 75.3 79.8 71.8 75.6 53
FRARE 86.7 92.5 85.1 88.1 4.4
SRR 79.6 84.5 80.3 81.5 3.2
LN 95.3 98.9 99.1 97.8 2.2
PR Bk 80.9 94.0 86.1 87.0 7.6
FRELTRIL AN 100.3 98.1 94.5 97.6 3.0
R BN 74.3 66.9 71.1 70.8 53
S TR 75.1 70.7 67.7 71.1 5.2
T RREAAN 78.1 84.7 74.9 79.2 6.3
FREREEN 84.6 83.3 75.0 81.0 6.5
P57 719 75.8 70.1 72.6 4.0
3-RETHE 86.6 93.8 91.6 90.7 4.1
FRERE LN 85.3 90.0 86.3 87.2 2.8
ZER 88.4 90.0 82.5 87.0 4.6
R 87.9 93.5 87.5 89.6 3.7
FRREE 60.1 62.1 58.0 60.1 34
ERE 62.0 68.1 60.3 63.5 6.4
SUMEE 63.3 67.7 60.8 63.9 55
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I

RT: 0.00-22.00
100

Relative Abundance
o
a8

1.50

041 pat L_LGT 2,69 3.03
T

@
12,18

ML
2 03E6
TIC M35 2-H

17.24

1916 1996 2031 2195

3 4 5 5] 7 8 9 10 12 13 14 15 16 17 18 19 20 21 22
RT:873-1873 SM: 3G liwxdaniin
T 1373 NL: 1.10E5 Y = 15854.1+43767 4K R2 = 09995 W: Equal
AR BITI00 miz= BTEGEREAF. +¢
AH: 109398 ESI SR ms2 355,100 9000000
- SN: 574 [66.195.88.197,
1w 07 8744107 876) NS 8000000
EE 015 100PPEH 7000000
GIE 6000000
a 704 & 5000000
o <
L 4000000
<
EgE 3000000
M
£403 2000000
LR E 1383 1000000
FIE T T T
0 20 40 60 80 100 120 140 160 180 200 220
104 gl
. 1396 1462 15,35 1797
B o o o R R RS EE RS
13 14 15 16 17 18
Time: (min)
liushuangwei
T 10.49-20.49 SM: 3G - 5 .
AT 154 L 1985 Y=-350978+6458 317% R'2=0.9998 W Equal
AASIT1215 TICF: +¢ ESI SAM 1400000
AH: 818198 ms2 226.000 1
SN: 5038 [121.082-121.084, J
1005 169.070-169.072] 1200000_
904 MS ICIS 100PPB-H ]
w0 1000000
AL o 800000
< 605 2 q
g < 4
4 50 600000
Z 404 ]
= 4
2 i 4000004
209 ]
200000
[LE] 1
141 1275 1320 1408 15.15J 1676 B8 1755 1861 1905 198 1
LI L L L I L L L L L L B BB L L e L B o e o o e B B O LA e e e e e e
0 40 60 80 1200 140 160 180 200 220
Tirne (mir) ug/ll
T 13772200 5M: 36
T 1877 NL: B27E5 jiliuvei
Al 1520946 iiz= 15870158 70 F: + Y= 30837 5+51994.9"X R*2=0.9995 W Equal
g\n 5%399 © ES) SR ms2 271.100 11000000
~ [131.098-431.101,
1o 129.199-169.201] M3 10000000
EIE ICiS 100PPE-H 9000000
ol 8000000
7000000
3703 2 6000000
5
T 803 < 5000000
s
<809 4000000
3 3000000
£ 103
T 2000000
LR
B 1000000
207 5
e e e L e
E 0 20 40 60 80 100 220
31424 1465 1499 1572 1630 1BET 17T BN 1897 1931 2007 2060 2140 uglt
N e e LN A o e e
14 15 16 17 18 19 20 21
Time (min)
1 INARAKTE 100 pg/kg BIZMRETRE 2B T RN HIRIE F&iE
e
ITHES
&S Ei::puy 2k
COQ050010H 4gMgS0O4. 1gNaCl. 1g TR, 0.5g fPiRBA—%A, 50mL BIOE, REBLESR, 50% /&2
COQO015022H 900mg F7k MgS04. 150mgPSA. 15mL BLE, REBLESR 508/2
SDC-3000-D ZERIERSN 18/%
SF130-22-NL BRHTIERE, BR 13mm, FLE0.22um, BHR 1001/ =
SC2-1 2mL EBRREKE, B PTFE/ AGBERE, 9-425 1001/ &
V2-AL 2 mL BgUREFRiR, P54 11.6"32 mm, 9-425 1001/ &

34 | www.biocomma.cn



R

QUEChERS 7 EWFEH RS HREGTEEE UPLC-MS/MS IE

{GB 23200.113-2018 {E¥RME B M 208 HRARE NG EEHINED

—. FFamiEE

ERIFE 2.0 g EMENERFT 50 ML BLER, 1010
mL AGRIEREA 30s, & & 30 min, M0 15 mL 1% 28
ZBE, 2500 rpm J&HE 2 min, AFION 6 g TKIRERER,
1.5 g BEEFRFAEE & (Cat.No.COQO050020H) , FilESfE
2500 rpm 3RHE 5 min, 5000 r/min By 5 min, EEZHE
BRgt.

. #EmEk

B 8 mL F/&MWKRIMAZE 15 mL QUEChERS #fLE (Cat.
No.COQO015047H) , A HE 5 min, 5000 r/min B 1 5
min, ERRE 2 mL EERFH—TF4% 15 mLBOLER,
40°CHGAREMERT, A 1 mL60% ZBEKARENA
fi#, i3 0.22 um BRIRREM EHM.

=. trehECH!

PN ARMER 2.0 gigB ER— ZHSBHFEITERWE
F, FATHERRER;
NHIEEERN—E=MNESMERMAITEERRINRE
i, FH60% ZBEKARERE 1 mL, EHIMEHSREN
BERREAMELEAR,

[ N e 3

BEKG

{Y28: UPLC-MS/MS (Thermo Fisher TQS Endura)
&igHE: CommaSil® ODS (2.1 mm X100 mm, 3.0 um)
monAE: Al ok (0.1% FRER) B: FEE (0.1% FE)
FlAT: BEMR, Ikl

® 1 BERRER
EdiE /min Al% B/%
0 98 2
1.0 95 5
4.0 70 30
8.0 30 70
9.0 30 70
10.0 2 98
135 2 98
14.0 98 2
15.0 98 2
FE: 0.4 mL/min
8 35°C
HHEE: 5uL
FRiEE M

BFIR: HESI
BIEZEBE: 3500V
$SES: 30arb
HWRESH: 2arb
EFEmE: 380°C
HWSBE: 350°C

R2ANEN. RENERFIEF—UR C HEEBT)
Fs E=1i {REZEYE /minK BEF FBET
1 FRRRRE 0.98 142.1 94.083*, 125.0
2 Z R Rt 2.95 184.0 143.0*, 125.0
3 ARG 5.30 224.1 192.929*, 109.071
4 FRELRRIR B 5.35 228.0 167.917*, 109.083
5 IR 7.10 259.1 230.917*, 141.929
6 TR 7.11 256.0 139.917%, 227.917
7 AR 7.46 300.0 174.0*, 127.0
8 KRR 8.8 312.0 269.887*, 235.958
9 SRR 9.79 331.0 99.083*, 127.071
10 T 10.7 314.0 162.0*, 271.917
11 KB 10.16 243.1 214.988*, 172.917
12 L 10.29 304.1 216.917*, 233.929
13 FESH 10.53 3322 230.917*, 121.071
14 Pt 10.63 323.0 294.917*, 170.929
15 RS 10.68 363.0 226.917*, 306.917
16 R 10.72 368.1 181.917*, 321.946
17 EHREE 10.73 279.0 246.917*, 168.958
18 R 10.75 247.0 109.083*, 137.0
19 R 10.83 261.0 75.238*, 170.845
20 ZER 4.56 192.1 160.054*, 132.012
21 KRR 6.22 230.0 198.988*, 125.125
22 E=RAiES 3.55 214.1 182.917*, 125.0
23 e Bk 6.29 223.2 126*, 90.179
24 bt 2 5.82 256.1 209.0%, 175.083
25 bVEA 8.46 355.1 88.196*, 107.875
26 R BIALAN 3.90 207.1 89.167*, 132.054
27 "ER 7.89 2223 165.012*, 123.083
28 THeER 11.53 381.2 118.1*, 160.146
29 ERREE 8.02 382.0 167.0*, 198.929
30 SURERE 8.29 358.0 167.0*, 141.042
31 R IE 8.42 411.1 196.0*, 168.0
32 HFEE 8.69 216.0 173.946*, 132.083
33 i 8.02 404.0 372.083*, 344.143
34 IEEINEE 9.86 226.1 210.083*, 108.298
35 FSEEs 10.89 409.3 186.0*, 145.0
36 PR AR 10.38 311.0 158.071%, 141.071
37 BB 8.67 200.0 183.054*, 182.03
38 TER 11.09 312.0 238.083*, 162.137
39 R THRE 11.09 289.1 103.125*, 57.363
Hg 11.22 350.0 197.905*, 321.905

KOO UPOR:PURJOPR OF OO OF 1

1 RIREER 20 pg/L B9

7 3
Tive (i)

40 FRAZILE

0

NS EFRE
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. LEER gy | 0375 | 8258 87758188 | 8391 | 840 | 31
%
%= 3 G5 40 PR D INAREL S 0.500 | 7837 7622 | 8372 8194 | 80.1 | 4.2
- 0.375 | 90.57  92.09 | 90.46 = 86.98 | 90.0 | 2.4
Bix¥ iR B P43 | RSD R 0.500 86.81 | 85.68 8556 | 86.90 | 86.2 | 0.8
3
(mg/kg) 1 2 3 4 WED % : : : : : : :
\ 0375 | 93.17 9297 | 90.98  89.82 | 917 | 1.8
N 0375 | 9350 9526 | 90.02 = 94.89 | 934 | 2.6 R
AR 0.500 | 8277 8291 | 87.02 87.06 @ 849 | 2.9
0.500 | 86.30 8548 | 83.44 8148 | 842 | 26
s 0375 | 89.62 93.13 | 89.20 @ 89.69 | 90.4 | 2.0
ZELERRE | 0375 | 9477 | 9190 93.05 96.14 | 940 | 2.0 R
: 0.500 | 80.85 80.15 | 8595 8592 | 832 | 3.8
3 0500 | 8595  87.82 | 87.45 8446 864 | 18
0375 | 85.66 86.01 8625 82.06 850 | 2.3
0375 | 9435 9413 | 86.86 94.10 | 924 | 4.0 PR AR
a5s 0.500 | 78.16  77.44 | 82.00 8277 | 80.1 | 3.3
0.500 | 98.56 ' 103.99| 100.69 97.38 | 100.2 | 2.9
sxmm | 0375 | a7 |10683] 0302 | seae | 920 | o4 BESHE | 0375 | 90.27 | 9240  89.23  90.69 | 90.6 | 15
HREL : : : : : : : [ 0.500 | 8296 8477 | 88.74 86.63 | 858 | 2.9
1} 0.500 | 110.81 104.14| 90.93 | 105.29 | 102.8 | 8.2
o 0375 | 89.73 91.74 | 88.63  89.30 | 89.8 | 15
0375 | 79.85 | 76.13 | 69.55 7457 | 750 | 5.7 SRURRE
ZER 0.500 | 79.30  77.89 | 83.75 8495 | 815 | 4.2
0.500 | 77.77 | 80.34 | 78.07 7599 | 780 | 2.3 0as | 9217 o122 | 8506 | 3935 | 904 | 17
. 0.375 | 80.77 | 86.43 | 89.67 = 7875 839 | 6.0 BB R : . : ! : : :
0500 | 127.14 102.76| 120.45| 7535 | 106.4 | 21.7 0500 | 7828 | 78.94 | 8178 | 8263 | 804 | 26
EERMIF | 0375 | 8353 | 8411 8254 7798 & 820 | 34 RS 0375 | 90.35 | 9347 | 84.54 | 84.98 | 883 | 49
. 0.500 | 81.69  78.38 | 80.65 8026 | 802 | 1.7
B 0.500 | 87.93 103.83| 99.07 | 76.16 = 91.7 | 13.5
0375 | 90.61 87.86  82.13 7441 | 838 | 85
0375 | 90.94 91.04 8628 7876 | 868 | 6.7 &
D cR I 0.500 | 76.61 71.34 | 7897 7490 | 755 | 4.3
0.500 | 91.63 | 71.99 | 77.40 82.58 | 80.9 | 10.3
0375 | 88.85 8647  88.61 8427 | 871 | 25
0375 | 87.36  94.66  89.69 94.76 | 916 | 4.0 R AR
3= 0.500 | 76.13 7645 8175 8253 | 792 | 43
0.500 | 89.77 | 92.57 | 94.66 9646 | 934 | 3.1
N 0375 | 86.61 87.82 8897 8215 | 864 | 3.5
0375 | 86.60  83.96 8270 8323 | 841 | 2.1 AR
TEch Ak 0.500 | 7850  81.91 | 8223 9033 | 832 | 6.0
0500 | 8475  83.13 | 8585 91.07 | 862 | 4.0
L 0375 | 97.64 98.16 8871  90.57 | 93.8 | 52
N 0375 | 8125  87.00 8549 7731 | 828 | 53 IS EEs
PR B 0.500 | 9231 91.54 | 97.13  97.35 | 946 | 3.3
0.500 | 87.08 | 83.95 8580 8212 | 847 | 2.6
0375 | 97.60 | 9631 91.93 | 93.63 | 949 = 2.7 TER 0375 | 8842 | 8829 | 8432 | 8410 | 863 | 28
TR : : : : : : : 0.500 | 80.75 7621 | 83.02 87.85 | 820 | 5.9
0.500 | 91.64  92.06 9175 93.56 | 922 | 1.0
0.375 | 100.00 |102.76 9827 | 97.51 | 99.6 = 2.3 5 T 0375 | 8874 | 7740 | 8317 | 7377 | 808 | 81
Bz 0‘500 % 51 % ;‘4 94'48 94'44 93'0 2'0 v 0.500 | 80.76 | 84.26 | 7875 7538 | T79.8 | 4.7
0.375 113' 18 11(; 22 107. 06 102' 80 10§ 5 4.2 S5 0375 | 7291 | 6396 | 6638 | 6444 | 669 | 62
RER 0.500 107.98 104'91 111.24 107.99 103'0 2.4 - 0500 | 69.73 | 66.96 | 76.19 | 6869 | 704 | 5.7
0’375 o ;32 o '93 6 '87 B '69 10 5 4'0 ThmE | 0375 | 17.27 | 1925 1917  19.06 | 187 | 5.1
R : - - - : - : 24 0.500 1275 | 13.12 | 15.05 | 1535 @ 141 | 94
0.500 | 7590 | 77.25 | 77.65 7814 | 772 | 12
qgp | 0375 | 6205 5920 5855 5811 595 | 30 7N EEEm
- 0.500 | 59.72 | 58.90 | 64.41 | 60.88 | 610 | 4.0 1) ZRIEWHK A UPLC-MS/MS #1TH MR Z iR AFREBHNE,
0375 | 9580  86.70 | 85.17 @ 8249 | 875 | 6.6 . e e e
R QUEChER 731, IMIEAE S, BINEEHERIMHHITES,
0.500 | 84.07 8491 | 8835 9210 | 87.4 | 42 - N
g | 037 | 8922 8402 7981 8135 836 49 BNRFERFUN, HMNRERESR;
JIL.
0500 | 75.77 | 7260 | 7959 | 79.16 | 768 & 43 2) MRIZFHEPRSRFRMEIURLE RN KED KA B
0375 | 82.82 8321 | 81.60 7743 | 813 | 33
KB = 70%-1109 ig, RSD /T 109 n] LU B 4 % ¥
B 0500 | 7640 | 7601 | 8033 | 7757 | 776 | 25 HREBIE T0%-110% zZia], RSD /hF 10 /o,‘ ALUHRE KL
S 0.375 94.89 | 9529 | 91.28 | 8890 | 92.6 33 BERMAFER, B NEEMT M B, EUZE20% UTF,
’ 0500  87.60  86.69 | 9207 93.05 89.9 35 EEATHREETREZGT2OBARER, FLERYE
7}(3&6&6% 0375 8789 10194 10058 9734 969 65 %14:?*@5”‘“&%%};2’ E%ﬁ?gﬁ;ﬁi%ﬁgﬁiﬁc
0.500 | 92.13 | 91.69 84.77 | 8252 | 87.8 55
f— 0.375 | 10239 100.91| 99.60 | 96.35 & 99.8 | 26 3) FEHEAFLEMAREE 30 mn, AANFTENEHEHSE
% & e
0.500 | 9323 | 89.52 | 96.54 | 97.36 | 942 | 3.8 B, MNRBIEZEZERBZBRIN—RSEMERLATRD, &8
0375 | 8475 | 87.95  82.87 8506 | 852 | 2.5 . = o
DR M. FILHEEMKEFEHETE, e JBVREME,
0500 | 86.09 | 79.61 | 80.76 82.99 | 824 | 3.5 . .
EN15662-2018 A3y b5 ¥ AVHE IR,
iTaES
®nE R a%
COQ050020H 6 g FBAEE. 1.5 g TKEEEAT, 50 ML BLE, BROLES 50% /=2
COQ015047H 1200 mg FiBa%E. 400 mg PSA. 400 mg C18. 200 mgGCB, 15mL W&, HELES 50% /&
SDC-3000-D biocomma® ZERIEESN 18/%
SF130-22-NL B /®13 mm/0.22 um/ BHF 1004/ &
MF047-22-MCE MCE/®47 mm/0.45 um/ 7k % 2005 /&
MF047-22-NL B /®47 mm/0.22 um/ BHlLFR 2008 /&
SC2-5 2mL BRREGS, HAO, 9425 1004/ &
V2-AL 2 mL BYR@ R, HP5 11.6*32 mm, 9-425 1004/ &
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FHPEHBMSRERIRZXEENNE (Copure® EHEIEAH)

BEHBE (GLY) B—Ma. 5. ENNRRESE &
KEMBRER, WzeBRFREFKLES D, BEE
HEEWr Z2ER, EERH. KRSEYEERPHRESE
M NEREZE X, EHBRERGEYSFEBRA
B4R, AT BATEMESRN, XEENQNE
KT RABIE MNP,

R AEYTE 2021 FEH#EHERNZEH A Copure® BEHEER
THM&E (;ES: COGLY3000) MEWNARRE, AMm, BF
FEREFERNKABITRZIAMA, NAEREEDN, 1§
AR, REXTIEIETFE, ETHRANZEHITT
TE, FAERT Hel R BE G, HRANKEN A EWTLIE.
FF. BRETTHRLIE, BEBRBHRNLRER,
AXIBTREEMNARRMUIE—HEMAAR, HEE,
—. HmITE

HERIRRAEMENZEH 1.0 g T 50 mLBLES, MINK
B 10 pg/mL EHBERF 100 ul, BN 10 mL K, &8
HERA) 15 min, BAERE 15 min, LL 10000 r/min B
5min, fF#.

—. #&4% (Copure® EHBERH)

BES mL EERESO ML BOLER, TINS5 mL ZSHRE,
SRBEREA 5 min, LA 10000 r/min By 5 min, BY 2.5 mL
LERSEAEZERA (ERAFIA 3 mLBEMN 3 mLACEN) ,
FEERUERE, BREESRER, T4,

=, &

BY 1.0 mL ERBYZMR, ION 0.2 mL 50 g/L HREREALZE
B, SREEEAS, BN 0.2 mL 10 g/L FMOC-Cl mERTT
K, RICESDRFET 45 °CTF{74E 2 h, L 10000 r/min
B0 5min, i 0.22 um JERE, EHNER.

M. fReRfECH

REN—E ZEREREARMBEMERNITA R, AKHERE
EAE 1.0mL, FEEAREMETIEREBRMAEAMR
100 ng/mLo B0 50 g/L HABR AR 4R 0.2 mL, RS,
BN 10 g/L FMOC-Cl 8% 0.2 mL, RGBS ERER
BF 45 °CT 1% 2 h, BEHIELTIRESA 5 ng/mL.
10 ng/mL. 20 ng/mL. 50 ng/mL. 100 ng/mL. 200
ng/mLo

F. X88%H (Thermo Fisher TSQ Endura)
TRAEER S
@i%tE: Commail® BEH T-C18(2.1 mm X 100 mm,3 pum)
ENHE: A: 5 mmol/L ZESRAR
B: ZHE
FE: 0.4 mL/min
& 30°C
HIFE: 5uL
IR BEMRER 1

xR 1 BEERER
BiE] /min Al% B/%

0.0 95 5
4.0 70 30
6.0 70 30
6.1 5 95
6.6 5 95
7.1 95 5
1.4 95 5

BIESMG:

BFIE: HESI
FEIRERE: 3500V
#SES: 40arb
WSREA: 10arb
BFERE: 260°C
HSRE: 350°C

R2ANBH. RENERFEBF—RE C NEEBF)

B BBF FBF
SEHBE -FMOC-CL 392 213.9, 179.0*
SRR -FMOC-Cl 334 156.0, 179.1*
1,2-C13N15 = HE - FMOC-C 395 91.2

N, ERLER
5.1 Mt %dE

R 3 INFREIRERER
0.10 mg/kg 0.50 mg/kg 1.0 mg/kg
sRE =~ P
g TEB pe  FHE g FHB p

[EMg RSD [EMz RSD [EME RSD [t RSD| [EMZ RSD EMZ RSD
E% % E% % E% % E% % E% % E% %
RFHF | 786| 8.1 745 72 803 53 786 57 897 49 876 4.6
YUF 87.1) 52 825 56 942 40 976 42 922 21 911 2.8
SW/E 82763 80.9 59 956 44 904 4.8 1003 32 957 35
Eff 764 7.1|751 7.5 /812 51 798 56 882 50 856 4.7

5.2 Mt BiEE

0-

i g

1AINAKER 0.50 mg/kg B9BEE BB FRE

t. LIRS

6.1 STHEFIKRE

WE 2 Fii, ERMTEFIRES A 1g/L. 5g/L. 6g/L.
8g/L. 10g/L#20g/L, FRHEH 0.2 mL BHHRH B
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MISERE (L, MEDELE HFTERIIAE> 6g/L B,
BARYEERLTAZE N, ZEIRATHNERSEE—
TEBIFTER, BIGESMAFTEFRE, HRPHE
FIBSREE R 10 g/Lo

e

2000000
1800000
1600000
1400000

—r— 1,2-C134N15-
1200000

=14 FMG
|= 1000000 —— AMPA
= so0000

600000 —— PG

400000

200000  g— . -

0
1 s 5 s 10 12 20

FMOC-CLTE B e/ L

2 TR BT IRO R
6.2 {TERYE]
ERARNTERNE, 0.5~4/M\Y (TTHERE 40°C) K& 12/)
B (BRE®E 20 °C) . ERUWE 3Fn, EHBMNIRE
BRRETTENE > 2/0N, BAAYEERTHEELK, =
BIREMFITERH. FEEERERIE, BREPITER
KA 2 /BT,

1500000

Eﬁf .‘_/_—0—‘/. e 1,2-C134N15-PMG
= 1000000 —e— AMPA
—e— rrG
500000 -
o
0.5 1 z 3 4 12
14 A idlsh
3 TR EIS BARYII R
i
6.3171 $£8 I_E‘_

ERAFREBEXNTENEE, TEREKRT 35 °CH, BEH
BN RERRULKATNIERRERARESR, HERIE
B ASCHITERE

2000000
e 1,2-C13N15-

.—_/.‘._. 12

6.4 FRER TR

MNE S5, FRREMBRWERARYET BN RERR
KRR ITER MR/, 50g/L MERME PR RELZRE
REBRNEEBNTENR, MRESHBRWARZSH
Faig&, FEREKA 50g/L MR,

3000000
2500000 ‘/‘__.——A——"
2000000 .____.___._————.
{ 1500000
B —k—1,2-C13N15-
= 1000000 PMG
—e— AMPA
500000 * < * —
o —— PMG
25 50 75 100
R FRE /g/L

Bl 5 BEASARIEH B ARAIRE
6.5 TTEFITFERT A
FERREFMENEIN FMOC-Cl XY BRI M, SLivss
WE 6 Fie FMOC-Cl fF BB B F & H B R L AAn s
BN, BYRREBREEERN, #EENEBRKERR
o

1200000

1000000

800000 —
600000 \

e PMG 1

IR

s AMPAL

e 1,2-C13N15-PMG1

400000
200000
0
<31™A 1~34 > 36
FMOC-Clfifza 8]
6 HTAEFEERT B X BATYIRYS20E
BiRA:

1 FEEENEHFAE FHERA—F, KRB
FE#HITELFE, INEERNRIRITZAMAZR
Rlgl, BEMERRESITERRNRE,

B oo —— e 2. BRI I EMAER AR (20 ) ,BF
oo T TRBETHRY, LNTRERNBEN LR, E8
s - ABWNE, BRANMASSHEREHRONEE, B8

T emmee T RREINE HRSHARL, T4 A E R,
PR 3NBEHRL, FHBNEPERRTERNGIZM™
B, REEIEAN SRR BN BB T, 15,
A EESE MBS TN FREN BN B,
iTHES
®HS Eiz:pud a%
COGLY3000 Copure® EHBZ AE 50% /&
SDC-3000-D biocomma® Z&;RITESIN 18/%
SF130-22-PES KRHIIIESR, BR 13mm, LR 0.22um, BHER 1001/ &
SC2-1 2mL EBREES, A6 PTFE/ A&ERE, 9-425 1001/ &=
V2-AL 2 mL BgurEEmil, HFHE5R 11.6°32 mm, 9-425 1001/ =
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QuEChERS MWiiRMBMERPREGSIZRMERRELY

(8% 774 GB 23200.121)

LS
REZXBERRELRENNEMZ —, THEEWERS,
B, KR, EHEBERKR~RF. WA R=RPHER
HREHITRED T RFE LA EE A RE— KBk,
QUEChERS (quick. easy. cheap. effective. rugged
and safe) HZEABRR. EE. B8 T25ES, B
BXHRR. SMEERPREBKRAHATERND B, EEXK,
EEaRR. SRMNENSRBE. ©FM%, QUEChERS %
ARETKENERE.
AL SZE GB 23200.121-2021 (HE¥RIER&F 331 #
ROERERHEYEBENNE REEE - RIEKHAE)
TRERH QUEChERS RIRIBHF 2, ERATRERNE R
(BRER-BX, EFER-EX, 8- FXH) ,
Ll Copure® S h# B9 QUEChERS = @ 5 # O A R K1
QUEChERS = @7 al# 1T, #HITEUMRKEEWZELL
o MRBLERTTUFH, FIEWMHER, Copure® mhd
AR 5# O A mEERMR.

—. DthPE

1.1 B iR BY

DRERME S 100 g (BHWZE0.001g) T
50 mL BO0EH, MMAZEE 10 mL, &R 1 min, B
SRR REE QUEChERS ZEEXEE B (Copure® mk&:
COQO050010H, A fhE: #1) , ELBLES, ULEES,

BIZURIE 1 min, BRHEOES 5 min, &/&LL 4000 r/min
B 5min, FRZEERF#N.

1.2 #Fagtl
DHIE EREFEMFRMK 6 mLE 15 mL QUEChERS
% & & (Copure® g4 F#: Cat.C0Q015022H, A & h&:
#2) , dEXRIFRMUE 6 mL = 15 mL QUEChERS k&
(Copure® @ h&: Cat.COQ015020H, A Fk#: #3) h,
SRIEIRSS 1 min, L4000 r/min B0 5 min, BRI L
BER 2 mL BRWNT 40 CRARKEBELT, BIBR
MEERZE 1 mL, RIDES, i 0.22 pm ERIEE, £
Mo
1.3 YR RIER
ERRRENEKRY 5.0g FEHE 0.01g) F50mLBLES,
AN 10 mL ACREEREA, #E8 30 min. AN 15 mL 28 -
BERAR (99+1) , REEES 5 min, REMNBEIRE
{87 10 min, BN QUEChERS ZEREh& (Copure®
mnf#: Cat.COQ050020H, A mhE: #4) , ELBLES
¥, MEMES, BIZURIE 1 min, BRIEGES 5 min, &RE
LL 4000 r/min B0y 5 mine EEZBEERFF1.

1.4 HRAEL

BY B3R %% 6 mL F QUEChERS /&1L & (Copure® &
h#: Cat.COQO015033H, A S h&: #5), ‘@ §E #x3% 5 min,
LL 4000 r/min B0 5 min, EEBEWEBR2 mLEBAW
TF 40 "CRBEET, BYARMEERE 1 mL, Rkt
SBA, i 0.22 um BRIEE, EMME.

=. trehEcH

MENA IR BRSSP B —126F, RRERARBROEIES
FREE 2mLBRAMRMNT 40 °C" EREEET, FAR
THERRKR. 25 ERBR—EENESGTERMAE
BERKR, BIGERMEESE 1 mL, BFMELRE
WEBFRAETLIEAR, 3 0.22 um BRIEE, LN,

=. {YBL£MH (Thermo Fisher TQS Endura)
TRAEERSY
@M Hypersil GOLD C18(2.1 mm X100 mm,1.9 um)
TRENAE: AD 0.1 % FRERK
B: HEZ
FE: 0.4 mL/min
B 35°C #i¥E: 5uL
HEBRAERE . BREELAR

® 1 BERABRIER
BFiE /min A/% B/%

0.0 98 2
2.0 95 5
8.0 70 30
16.5 30 70
17.5 30 70
19 2 98
21 2 98
215 98 2
22 98 2

FRIEEMG:

BFIR: HESI

EBIEBE: 3500V
BSES: 30arb
WRES: 2arb
BFERE: 380°C
WSIBE: 350°C
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R2ANBH. RENERFIEBF KR CHEEEF)

Ex4 BEF (m/2) FBEF (m/2)
FRRES 142.1 94.1%,125.1
SR 214.1 182.9*,125.0
BREM 2332 166.0,72.0*
AR 224.1 192.9%,109.1
O SR 247.0 209.0%,175.1
FE 230.0 198.9%,125.1
3- BEGEE 238.2 181.0%,163.0
BRE 213.1 89.1*,98.1
FREFES 312.0 139.9%,227.9
B 300.0 174.0%,127.0
TR 210.0 111.1%,168.0 | SR RS R S
EEE 2223 165.0%,123.1
Kjfﬁ;‘éﬂﬁ}il 320.1 233.0%,292.0 42 EE (FER)
it 8 s % 4 MIFEIRELER (MIFRER 0.05 mg/kg)
SRE 194.0 95.1*,137.1 P B %
R REBATAL 293.1 247.0*,251.9 Biocomma A kg
KBRTRES 312.0 269.9%,235.9 1 FRRRES 86.5 88.2
R 259.1 89.1%*,61.2 2 e 67.1 67.5
R T hRks 321.1 274.9*,171.0 3 SR ER 1019 119.9
T BREAIEEN 305.0 248.9%,187.2 4 RO 67.9 776
R 226.0 169.1%,121.1 5 - 85 99.9
A 208.0 109.0*,151.1 6 2 974 1125
DHITRE 3310 127.1%,199.0 . B— g4 043
R 243.1 172.9%214.9
o 8 BRE 1156 101.6
SBIER 323.0 170.9%,294.9 =
: 9 FRERES 94.8 93.6
HORFRS 247.0 137.0%,109.8
10 BiRR 93.4 95.0
LIGEER 11 P 95.1 94.7
41 8% Be%) 12 w=EE 915 94.4
R 3MAFEIRRLER (INARREHA 0.05 mg/kg) 13 it 864 846
) R (%) 14 e 82.5 85.8
BiREH Biocomma Ags 15 BT 914 936
1 ERRRE 80.3 87.7 16 SRE 7.7 75.5
2 AR 736 84.3 17 ERREBSEN 85.3 86.1
4 BRER 103.6 99.0 18 KBRS 88.3 85.7
5 AHB 83.5 88.4 19 PRITRES 711 70.0
6 P 836 98.9 20 BT HRR 643 64.9
7 F2 97.9 119.9
; B o 058 21 B THBIER 815 85.0
9 B 1147 108.9 2 SRS 520 55.1
10 FRIREE 88.5 87.4 23 RERHE 54.3 54.5
1 BiiE 87.0 85.8 24 DHITRE 495 52.8
12 B 91.7 88.1
13 HEE 89.8 84.1
14 AR 83.0 82.9
15 LB 87.8 99.5
16 LRSI 95.9 95.6
17 SREE 89.3 89.6
18 R REBETR 955 98.7
19 KBRHRES 913 99.6
20 PIRRS 82.9 78.6
21 TR 90.0 84.5
2 BT BT 74.5 99.6
23 B 68.2 64.8
24 TR 78.6 75.3
25 =R 81.0 80.9 2 EFINATAE BB R R TR
26 REEH 79.9 77.8
27 SRR 53.0 46.1
28 Hh SRS 51.2 44,5
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4381 (EX8)
5 MFEINELER (FRER 0.3 mg/kg)

B & ‘ EIU=E %
Biocomma A k%
1 FRRZRA 69.6 67.6
2 AR 90.6 83.3
3 5 KRN 93.6 93.4
4 AR 77.3 7.3
5 lid=={U3 82.4 80.7
6 RR 104.9 109.1
7 3-BRETHE 98.6 98.0
8 R 101.9 102.0
9 2N 81.2 85.1
10 3 85.4 85.8
11 A 93.6 80.5
12 =] 86.4 86.1
13 AR 83.5 81.6
14 TR 103.5 109.9
15 FRRERA TN 90.4 90.3
16 SAE 67.5 61.9
17 FRRERSIR 80.8 85.2
18 KGR 82.1 96.1
19 RIR B 76.9 80.9
20 LSRRI 69.8 70.9
21 FF T B ILAN 75.8 71.8
22 RARE 65.0 62.8
23 KRR 62.1 59.9
24 R 57.9 58.4
o AgRE =
i~
I:
RES P ol s 2
: Copure” e
IE e
i
3 F R IATAE SRR R 5
ITHES
B"s 3% 2ES
COQO50010H Ag TKRERTE, 1g MMM, 1giPREmM. 0.5g BRI, 50 mL BOE 0% /&
C0Q015022H 900 mg TKFEREE. 150 mg PSA, 15 mL BiL&E 50%/&
COQ015020H 900 mg FokFEAE. 150 mg PSA. 15 mg GCB, 15mL L& 50% /&
COQ050020H 6 g TT/KFREREE. 1.5 g BAFREE, 50 mL BLE 5057 )&
COQO05033H 1200 mg F/KBREREE. 400 mgPSA. 400 mgC18, 50 mL BLE 0% /&
SDC-3000-D biocomma® Z&;RIEESN 18/%
SF130-22-NL BRsidiEss, ER 13mm, LR 0.22um, BHR 1001/ =
SC2-1 2mL EBRREKE, B PTFE/ AGBERE, 9-425 1001/ &
V2-AL 2 mL BgurEER, HP5a 11.6*32 mm, 9-425 1001 /&=
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R

EHPRGSZEICWNEHEZENSZE (Copure® GCB/NH,)

FERERTHRHPANBEE. BNRE. HRRFEEXNSBERFREXRASZBNNE

—. FEmiREY

FREXRORELT A9 TH 2.00 g( #8H521 0.01 g), HON 50 mL BLER,
o010 mL ZKREEEAS, B0 10 mL 285, 7gNaCl, BIZURS
1min, 8% 30min, 4000 r/min B0 5min, EERE#K.

—. SPE {41t (Copure®GCB/NH,, 500mg/500mg/6mL)
& GCB/NH, E#EZEEUFHIIANL 2 cm ET/KIRERH,
ERFIER 10 mL 283 - Eﬁ% (3:1, v/v) 3&E1K.
LRGSR HARREE HD&WF?EEET, IZEMEIN
EREFANBR 4 mL, B MREBBURE R, FHMA 25
mL Z & - B & (3:1, v/v) FF/ i, INE ERFIERER
FXEOHEF
EWAR. RERT 40°CHBFREEE I mMLASR, MOA
2mLZEBEBZE 10 mLIXES, F40°CFRART, il
AN1mLZEARIRE, 022 um HILEERETIE, 23014
GC-ECD # LC-MS/MS E#Mixo
=, NBEH
GC-ECD %1%
SHENES: Agilent 7890A
@i Agilent J&W HP-5(30 mX0.32 mm, 0.25 um)
EREE

HEORBE: 220°C
AR E: 300°C
FRIERF: 180°C (R#F 2 min)

L4 10°C /min /&% 230°C ( fR#F 2 min)

L 2°C /min 738 % 260°C ( {5 2 min)

BL 25°C /min FHEZI 270°C (R 1.6 min)
5 as
“;’T*Eii' 1.6 mL/min

HEAN: oW, 27 10:1
LC-MS/MS %14+
BRI API 4000
&g Venusil ASB C18 (2.1 mm X150 mm, 5 um)
FEhAE: Ar 10 mmol/L ZE8%E (& 0.1% FER)
B: HEE

= 1 mohEREE SR
BiaE] /min A(%) B(%)
95.0 5.0
1.5 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
11.1 95.0 5.0
15.0 95.0 5.0
IR 0.35mL/min
HOR: 40°C
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BREAFR: 5L

BEFIR: BIERE (ESI)
AEEx: EBFERER
wMAEH: ZREEN (MRM)

® 2 BB NBF RS
Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIDEPFRELERGKADBH. RENERGEFH
FEFRNET
WEEM  REESE (min) | ®WEFY  DP EP | CE CXP
208.1/89.1 30 | 10 | 22 12
R 7.06
208.1/116.0 30 10 10 12
222.3/123.1 48 | 10 | 16 12
TEE 7.13
222.3/165.2 48 | 10 | 31 12
223.1/86.2 69 10 21 12
K BN 6.25
223.1/148.1 69 | 10 | 13 12
207.1/132.2 60 | 10 | 13 12
3 R 6.10
207.1/89.1 60 | 10 | 22 12
223.4/126.1 70 | 10 | 29 12
WERAK 6.83
223.4/90.0 70 | 10 | 46 12
W, SRR
&4 0.25 mg/kg BEHR BN RN IMRRFELRRAZHE
eyl ciflver
& . E"&f (%) ,  TEIE (%) RSD(%)
ZIREZF 84.5 76.0 80.0 80.2 53
[EEF| 110.5 | 102.0 = 105.0 105.8 4.1
BE 112.0 | 107.5 | 119.0 112.8 5.1
B EE 94.5 87.5 90.5 90.8 3.9
FE e 109.5 | 100.0 @ 106.5 105.3 4.6
EMEAE S 84.0 79.5 82.5 82.0 2.8
mAmMAER 86.5 86.8 94.1 89.1 4.8
mARHEE 120.5 | 114.0 | 120.0 118.2 3.1
BUR%EE 95.5 85.0 92.9 91.1 6.0
AL RS 70.4 72.8 81.0 4.7 7.4

#50.05 mg/kg HERRERKREXRRAGSAERME

lyess
& s (%) THERE (%) RSD(%)
1 2 3

SRR 95.6 87.2 90.0 90.9 4.7

TEE 84.4 78.0 82.2 81.5 4.0

R BN 7.4 83.0 81.4 80.6 3.6

PRIz 70.0 4.4 75.0 73.1 3.7

e R BK 82.4 94.0 88.4 88.3 6.6




R

|
§|
91607 J7A0 807 904 9751005 1121 12121233 13231403

1 BRI
2 BRI
3 BEdEk

4 BRAE

5 EE

5

He 6065
1 2R 6 7 BmAmARPEE
2 BB 8910 11 MAMME
900 3 REK 12 13 ERLHE 6.505
4 BORHEE 14 15 BUXBEE
800 5 BEBE 16 17 migW%BEE
5065
7004
4565
600
500 4,065
400
3565
3004
3065
2004
100d 2505
5 10 15 2 min
2085
1K 0.25 mg/kg EHEHRBHSAMNFRBEERA SR BN EIER o
1,085
5.0e4
62, 1.29.1.85, 2164286 346 _4.47 5435
10 30

60

7.0

Time, min

80 90 100 110 120 130 140

2 KT 0.05 mg/kg BERERERRIERERAZIXBRNEIER

iTHRiES

®"e i 2k
CONHGC655 Copure® GCB/NH, EIf8ZEER#E, 500 mg/500 mg/6 mL 0% /&
SF130-22-NL B /13 mm/0.22 um/ BHFR 1001 /&
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200 5/ &
MFO47-45-PTFE PTFE/®47 mm/0.45 um/ BHl% 2005 /&
V2-AL 2 mLiIRBIREL ORI, BPh5 100N/ &
SC2-5 2 mL EEREES, WAO, 9425 1004 /&

SPEMF12G 12 (IEEERAEEE, BB 117N/ 2
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R

T DS FHhRZGTEEH UPLC-MS/MS IIE (Copure® FMHERH)

{GB 23200.13-2016 %M 448 TR KRABX L F mi%EEHINED

—. tFmiEE FRIEE M

EMFE 10.0 g EMENFEHTF 50 mLBLEH, MA BEFiR: HESI

30 mL Zf&, 2500 rpm JA%E 10 min, 5000 r/min &\ 5 FEMEE & 3500V
min, EERERZE 100 mL SRS, 727E 30 mL Z B, BSES: 30arb
2500 rpm S®HE 10 min, 5000 r/min B 5 min, E&ER& WMSIEAHN: 2arb

BEFHNGOES, EEBMN 20 mL 2RBEESIRIN—WK, BFERE: 380°C
BHEBERTEOMT, 45°CRAERREEET, %% HSIRE: 350°C
FELSmLELCES, AIHEESE S mL 2. £2AHEH. RENEARBTEF—KE C HEEET)
Fs £ REEtE /min | BEF FEF
=. HS% (Copure® ZHERMHE, 12 mL) 1 BB B 0.98 142.1 94.083*, 125.0
E BHEMALY 2 cm B KERERY, A5 mL 2B - 2 RIS 5.30 2241 | 1929297, 109.071
BERE (311) Tk, BERLR 3| ERELRRERE 535 2280  167.917*, 109.083
RSB FOMETFESOM, ISR 1 mL g, ‘ f:&fj g = 130'91:’ o
WSS PABHIN 25 mL 208 - RESE (3:1) #T L = s e e
Hlt, BERRER. 7 IKBRH B 8.8 312.0 | 269.887*, 235.958
SRR EERT 45°CRWRET, B 1 mL 60% ZE5K 8 [Eyrem——n 979 3310 | 99.083°, 127.071
%/&Eiﬁ, i 0.22 um Fbi@?[ﬁﬂ%'f#t*ﬂfﬂ“ﬁto 9 SRR 10.7 314.0 162.0%, 271.917
10 RS 10.16 2431 | 214.988%, 172.917
=. iRehERs 11 R 10.29 3041  216.917%, 233.929
A A RIHES 10.0 g IR EA—. —$BETERR 12 PEBHRE 10.53 3322 230.917*, 121.071
FF, (e E R R, 13 FoCEL 10.63 3230 294.917*, 170.929
NNBTRN-ERNRARERINNSERRERE e 00 A, 30680
15 (RS 10.72 3681 | 181.917%, 321.946
. A 60% JERABRESE 1 mL, EHIRIE S RER 16 TSR 10.73 279.0 | 246.917*, 168.958
EREAHAETIFRR 17 MR 10.75 2470 109.083*, 137.0
18 ER RS 10.83 261.0  75.238%, 170.845
M, (WSS 19 SHER 456 1921 | 160.054*%, 132.012
@i 20 F2 6.22 2300  198.988*, 125.125
{¢28: UPLC-MS/MS (Thermo Fisher TQS Endura) 2 ARR 395 A4l | 1829177, 1250
@34 CommaSil® ODS (2.1 mmX 100 mm, 3.0 pm) 2 | ERM 629 232 | 126 50179
sxznigs A ok (0.1% FER) 23 O, R 5.82 2561 209.0%, 175.083
24 BRI 8.46 3551  88.196%, 107.875
B: EFEZ (0.1% EFER) 25 | EKETM 3.90 2071 | 89.167%, 132.054
R BRI, W& 1 26 EEA 7.89 2223 165.012*, 123.083
xR 1 BEXRER 27 | THEER 11.53 3812 | 118.1%, 160.146
B78 /min A% B/% 28 HEE 8.69 216.0 173.946%, 132.083
0 98 2 29 VAR 8.02 4040  372.083%, 344.143
1.0 95 5 0 | BERE 9.86 2261 | 210.083%, 108.298
4.0 70 30 31 AR 10.89 409.3 186.0*, 145.0
8.0 30 70 32 FR R AR 10.38 311.0  158.071*, 141.071
9.0 30 70 33 barl i 8.67 200.0 | 183.054%, 182.03
10.0 2 98 34 TER 11.09 3120 | 238.083%, 162.137
135 2 98 35 | ETHE 11.09 289.1 | 103.125%, 57.363
14.0 % 2 36 S5 1122 3500 | 197.905%, 321.905
15.0 98 2
S 0.4 mL/min
8 35°C

HEFEE: 5uL
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B, FELE
& 3 RM P SFRGILBMAFLIUELER (0.5 mg/kg)

3

_ Bl (%) TigE  RSD
B, s mE )
[22]: et 64.64 61.45 60.95 60.08 61.8 3.2
fRE 92.34 95.68 91.82 88.65 92.1 3.1

SENEIEN | 83.06 77.39 88.17 93.94 85.6 83
ZER 4.60 4.11 391 3.75 4.1 9.0
A 104.24 101.33 103.60 92.34 100.4 55

FAEMIAE | 114.59 120.33 106.47 108.7 112.5 55
Nt S ik 96.17 99.19 95.28 88.15 94.7 4.9

RE 91.38 101.42 96.32 82.55 92.9 8.7
e 92.43 99.05 103.08 93.22 96.9 52
PR B 106.32 105.04 95.35 94.87 100.4 6.1
RIREE 99.28 101.99 97.57 90.12 97.2 52
iR 90.67 91.93 92.60 88.52 90.9 2.0
TERE 95.48 93.49 94.07 90.47 93.4 2.3
FRAE, 80.68 85.72 88.29 81.94 84.2 4.1
RERR 83.13 82.98 79.54 89.60 83.8 5.0
HEE 93.89 96.50 95.33 96.71 95.6 14
IKBRERRR 97.71 103.63 95.60 102.67 99.9 39
)i 85.46 90.72 82.46 82.60 85.3 4.5
DhuknE 93.09 94.80 90.78 89.13 92.0 2.7
IBRIFIR 71.23 85.23 76.39 84.91 79.4 8.6
ST 88.66 88.91 82.63 84.20 86.1 3.7
KL 82.39 81.64 74.67 78.57 79.3 4.4
KL 87.55 93.09 94.74 97.65 93.3 4.6
Bk o AR 86.77 84.96 85.71 93.10 87.6 4.2

AEZWBE | 95.06 96.51 94.03 90.77 94.1 2.6
SRR 82.30 75.26 70.30 70.48 74.6 7.6
1B 91.66 100.19 94.62 95.31 95.4 3.7

R 91.55 101.10 91.56 89.48 93.4 5.6
1Zhm 79.70 80.13 76.20 84.94 80.2 45
AR 77.52 77.14 75.38 76.00 76.5 1.3
FR RS 59.74 68.72 61.06 66.05 63.9 6.6
SR 93.54 96.91 97.05 99.17 96.7 2.4
TERR 86.28 90.65 88.81 89.78 88.9 2.1
TR 76.13 79.01 76.64 66.55 74.6 7.4
E37dd 86.74 83.17 81.77 78.66 82.6 4.1
THieaE = 73.86 78.21 83.12 90.42 81.4 8.7
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N GREITE
ZSEFR A UPLC-MS/MS #ITRM R SRR AKX ZIVNE, IMREEE, BINEHERITHHTESR, SNEFEERMN,
TN ERES,; RHERBRHFABOBRIRRE, BFRURE, "RAEELERTREWBTR2 TN TFI.

THER
=5 30 a5
COTPT12 HKM-EBE, 12mL 0% /82
SDC-3000-D biocomma® ZERHEESIN 16/%
SF130-22-NL B /13 mm/0.22 um/ BHLFR 1001/ &
SC2-5 2mL BBRAFKE, A0, 9-425 1001/ &
V2-AL 2mL BSUR eI, HHER 11.6*32mm, 9-425 1004/ =
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ERPRGSTRBILVWAEIRZER (Copure® Florisil)

{NY/T 761-2008 GEEAKRPENB. AR, HRRFENIERREXRASZZNNE $55)

—. PR

FREXZ MR 10.00 g EX (FBHE0.01g) F50mLE
DER, TN 20 mL ZBE, 8 2 min, 10N 5-7 g &L,
EEEFRIZIES 5 min, EERTEE 10 min, 5000 r/
min Bl 4 min, EZEKEDE, RZEBERFEK.

Z. SPE #£%{¢ (Copure®Florisil, 1000 mg/6 mL)

SE: @ Florisil HIN 5 mL BER - ES K (1:9, v/v) Ti
Wk, TE

LRGSR HAFREIAFRM B REN, IZEMEIA
ERFHEUBRA4 ML, BLI5mLBLBERKRER, B
A 10 mL AR - IES ke (1:9, v/v) DB Florisil 7,
TIRITHITE 1 mL/mln A, WERERHEHRER.

BEMBAMHE: S0CERERAREZMHTRELTT, AECK
EBE1mL, & 0.45 um HFLIEE, ESEEE, FllE.
=, UBREH
SHEBREMN: Agilent 7890A
B HP-5# (30 mX0.32 mm, 0.25um) 4 E
HEORRE: 220°C
MEFRE: 300°C
FEIEF: 100°C (1R#F 1 min)

L 20°C /min F8%! 160°C ( fR£#F 3min)

I 25°C /min F3EE) 200°C ( 4£#F 4 min)

LL 8°C /min FBZ! 240°C (1R 4 min)

L 25°C /min FHE% 280°C ( 1##F 3 min)

S a8
FE: 1 mL/min

tfﬁﬁj]’_:\, IR 60 mL/min
$¥ﬁ_t ﬁ/}lbl_$¥

7L 10:1

M. RIELER

R

& 10.5 mg/kg EXRBEFRREGZIXE RINLIULER

Bi71 ARINKTE (mg/kg) EI45EE (%)
SHFEHE 0.5 93.4
EBF 0.5 89.4
BXZ B 0.5 101.2
PR 0.5 90.4
EUEARKE 0.5 98.7
AATKEE 0.5 92.4
AERE 0.5 105.5
ARHE 0.5 103.5

e

ECDIA. (131107-1CL 20131111

08-34-02\CL2.0)

B 1 FNKFS 0.5 mg/kg IEFERARZACN EIEE

iTEiER
HS i o
COFL61000 Copure® Florisil E#EZEX#E, 1000 mg/6 mL 0% /&
SF130-45-NL B /®13 mm/0.45 um/ BHR 100 1N/ =
V2-AL 2 mLiRBRBY O RR, HHE54 1004/ =2
SC2-5 2mL EBREKES, WFO, 9-425 1001/ =2
SPEMF12G 12 (U EHEEE G EEE, KIBIE 1™N/&
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R

RSP SHHRGIZBIWIIEIRZERSZE (Copure® Florisil)

{NY/T 761-2008 BRRAKRPENB. AR, MRRFENRERRERRGSZZNNE $55)

—. HmiEE

BUR B MEEE, MRS, #RENAEM 10.00 g( #5HA% 0.01
g), BN 20 mL ZFE, 3 2 min, IN5-7 g SILHA,

EEFEFRIZIES 5 min, EERTEE 30 min, 5000
r/min B0 4 min, EZRBEHKESE, RZBEF S,

—. SPE#%t (Copure®Florisil, 1000 mg/6 mL)
& Florisil EABEEVFERBIRXER 5 mL AEF - IE
2k (1:9, v/v) M1 5 mL EES k&Ko

LM SARRAIAFRMEREN, ZAEIAN
FRFRUAR2 ML, B L5 mLBOBERKRER, B

10 mL AR - IES 4T (1:9, v/v) SFRME I, RIRIEH
£ 1mL/min A, WERERER, aHRHRK.

BEAR. RHERT 40°CEMRMT, B1mLECKRES,
0.45 pm RFLISIEL IS, % GC-ECD EHLNE

=, NBREH
1%28: Agilent 7890A
@iEHE: HP-54F (30 m X 0.32 mm, 0.25 um) St Y&
HEORE: 220°C
KiMESEE: 300°C
FHERF: 100°C (125 1 min)
BL 20°C /min 8% 160°C ( {#£%F 3 min)
L 25°C /min 582 200°C ( 1R4%F 4 min)
L1 8°C /min FRE] 240°C ( f£3¥F 4 min)
BL 25°C /min 8% 280°C ( {##F 3 min)

5. &%, "mEH 1 mL/min
WA omEE, 97 10:1

M. LR
7 1 0.5 mg/kg MG E D RE AR INEIL LS

[E]ULEE (%) T 5
-1 ;mFug RSD(%)
1 2 3 (%)
HEREER 89.8 91.4 92.6 91.3 1.5
ZIEEZF 89.2 92.6 93.2 91.7 2.4
[EEF| 86.6 92.0 92.0 90.2 3.5
FRE RS 100.0 100.2 102.6 100.9 1.4
BRRGEE 87.0 86.8 93.0 88.9 4.0
AR R 88.0 84.0 92.0 88.0 4.6
A MAEE 96.2 104.0 97.0 99.1 4.3
#] 1 AR
oo ] 2 ZIEERR
3 BER
1 4 BERE
8000 5 BOREES
6 BYEABMBDE1
5000 7 BYAAREE-2
8 mABMAIEE1
4000 9 MAHBE-2
5 10 AABBE-3
30001 1 FABBEE-4
(
2000 ‘
1000 | ] 3 45 10
1 s \ 2"
ol B . S T S AEUVUN—— | 1 477—7—4\#}14 —
5 10 15 20

1 IR 0.5 mg/kg HSEHE D RAZLB RN EEE

IT|ER
) b ax
COFL61000 Copure® Florisil E#E8ZEX#E, 1000 mg/6 mL 0%/2
SF130-45-NL B /®13 mm/0.45 um/ BHF 1001 /=
V2-AL 2mLiRBRBL O#SE, TR 1001 /=2
SC2-5 2mL BEGBREES, A0, 9-425 1004/ =
SPEMF12G 12 (IERZERAEES, WIBIE 1™N/&
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R

e 13 HPFREREEEENREGSIRE UPLC-MS/MS TIZE (Copure®NH,)

{NY/T 761-2008 GREAKRPENB. AR, HRRFENIEPREXRASZZNNE $=55)

—. FamigiY SEA: 20 arb WSEA: 2arb
BEWTREY 10.0 g £ BERIERT 50 mLBLES, MIA BrEmE: 320°C WSURE: 350°C
20 mL ZB&, #RFHIRE 20 min, HON 7 g &1k, &% 10 £2ADEH. RENEARISTEE—4UE CHEEET)

min, 8000 r/min B 5 min, EEZEERF#. e B {RZBtE /min| BEF FEF

o ® 1 EREIM 2.66 207.0 89.125%, 132.0
T¥""#ﬂ$ (Copure® NH;, 500 mg/6 mL) . 2 ERE 291 2230 | 86.154, 148.075*
7%1‘t: Iﬁj NH2 *EEPZ][])\ 4 ml_ Eﬁﬁg - :g\:Eﬁi% (1+99) 7%1%: 3 %gﬁﬁﬁ 3.05 242.1 72'25*, 121.042
FERER; 4 REH, 4.07 163.0 87.0, 107.0*
Z. R miEdmA 10 mL ZBIREUR, ESME 5 | 3-RERER 4.08 2380 | 163083, 181.083

. 6 B 455 208.1 89.15, 116.196"

ﬁH'FE??Sith;HﬂI%thrﬁz, Bin5 mL 2R FWE, ; Py 186 2100 | 111083, 168002
BHPRAL R 8 EEE 4.90 2223 | 123.054, 165.083*
EWNEMR: WEMRERTF45°CRRELT, AImLE 9 R 5.07 2020 | 117.125, 145075
B2-0.1% FENGER (10:90) 38, 3 0.22 um BARIEHE 0 | KA 529 1940 | 95.155", 137089
4 AT 11 TR 571 208.1 95.125%, 151.0
AN, 12 PR 5.94 2260 | 121.083, 169.071*
=. trehERs 13 TR 6.04 2080 | 109.012*, 151.113
FREXPAMEAESE M M 10.0 g BB ER— ZHBHITERWK f. LERER
BT, FATEHERRERR; % 3 A 13 MR ERREERRAINREIURLE
DABEEN —TEEESMERMNAITBERRIUR Bt IERE B (%) FIYE | RSD
ReR, FAFER-0.1% FEKGER (10:90) EEE1mL, melkg | 1 | 2 | 3 | 4 %06 (%)

3 K ELILHR 0.02 81.83 | 84.81 | 89.00  89.02  86.17 4.1
3R LR 0.02 91.18 | 92.26 | 93.43 | 95.86 = 93.18 2.2

FolpliE HIRE N EFUR B E LIFE Ko

M. XEIHEHF RER 001 118.83/11520|114.26 10739 113.92 @ 4.2
BB H RZH, 0.01 10523 113.44|101.73/107.47 10697 | 4.6
{%88: UPLC-MS/MS (Thermo Fisher TQS Endura) 3-BZESEE N 001 | 9941 | 9374 | 94.09 | 92.85 95.02 | 3.1
@it C 5il° ODS (2.1 %100 3.0 um) BRE 002 | 9654 91.08 8229 83.30 | 8830 7.6
Ait. Lommas -+ mm mm, 5.0 Hm FRREL 0.01 105.72| 90.49 | 95.85  86.05 9453 | 9.0
ﬁjﬂ*ﬁ A 7j< (0_10/0 Eﬁ@é) B: Eﬁ@ (0.10/0 Eﬁ@?ﬁ) SEE 0.01 103.75 97.19 | 93.50 91.77 96.55 55
G AT BEMER, k1 Rz 001 |96.02 89.06 9321 8331 | 9040 | 6.1
* 1 BELIIEE SHEE 0.01 9650 | 84.68 | 88.18 | 77.44 8670 | 9.1
Bia] min A% B/% TR 001  89.94 77.11|8253 7028 79.96 @ 104
0 o s A 001 7615 66.53 | 70.65  64.96 6957 | 7.2
ERE 0.0l | 86.86 7674 80.96 7120 7894 | 84
2.0 70 30
4.0 30 70 e B
55 30 70 E
6.0 5 95 a
8.0 5 95 .
8.5 95 5 iw
10.0 95 5
FIE: 0.4 mL/min R 35°C M= 5Sul .
FRigEG .
BFIR: HESI EBIEZEBE: 3500V ; » o 4
TR 1 13 BRI 20 gL A BEEEXR IR TIC
%S s 2E=
CONH6500 Copure® EIfBZENHE NH,, 500 mg/6 mL 0% /8
€S2110030DS CommaSil® ODS &i%4E, 2.1 mmX100 mm, 3 pum 1R/ &
SF130-22-NL B /$13 mm/0.22 um/ BHF 1004/ &
MFO47-22-MCE MCE/®47 mm/0.45 um/ 7K % W05 /&
MF047-22-NL BHREE, B2 47 mm, FEF0.22um, K& W05 /&
SC25 2mL EEBEFES, FFO, 9425 1004/ &
V2-AL 2 ML BLUR AR, HHEL 11,632 mm, 9-425 1004 /&
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AP SHENIARGTZZICWREEZEE (Copure® Florisil)

FEEERTHNPENIL. MRBBEXRASHENNE

—. PR

FREX S 95 4% &2 10.00 g( #&# % 0.01 g) 1IN 10 mL B EF -
ETk (1:9, v/v) SRIBES 1 min, BHXRIMAN 10 mL &R -
ECk (1:9, v/v), 5-7T g &1LTA, 2 mL 200 g/L ZERERA
R, SBREEIRSH 5 min, 4000 r/min B 5 min, BXEER
10 mL, #F4%1k.

=. SPE #&4{t (Copure®Florisil, 1000 mg/6 mL)
JE1L: Florisil EMEZEERAEEARTA 5 mL AR - [E2 8k (1:9,
v/v) &

EHMER: ZARREEEERMERER, AN
EREFREAR 10 mL, A 15 mL BOBEEBCRE &, 11

®R1BADEH,. REFNERFTEIEF %

ey REEE (min)  EEEF (m/z)  EHBEF (m/z)
0-666 9.473 217 183,254
B-666 10.071 217 183,254
Y-666 10.693 217 183,254
5-666 11.573 217 187,254

p,p'-DDE 14.296 235 165,318
p,p'-DDD 15.095 235 165
p,p'-DDT 15.144 235 165
0,p'-DDT 15.378 235 165

M. XKEER

7 20.5 mg/kg HFIHRED REARMEUKREER

A5 mL & - E2k (L9, vv) ABERERE, mER am O im0 RsDOM
HI7E 1 mL/min A, SHEERL K. w666 86,0 48,0 900 88.0 53
BAM®: ABRT 40°CRMNT, B lmlL ECkESR, B-666 90 | 900 92.0 90.7 13
0.45 um FLIERETIE, # GC-MS EANIE, v-666 840 | 880 92.0 88.0 46
5-666 9.0 | 96.0 98.0 94.7 44
pp-DDE 940 | 880 94.0 92.0 38
=. NBEH pp-DDD 900 | 980 94.0 94.0 43
{%2%: Agilent 7890A p,p-DDT | 920 90.0 94.0 92.0 22
B Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um) 0,p-DDT =~ 980 | 100.0 | 94.0 97.3 31
FAHE =
HRECIRE: 260°C E
FHE12F: 100°C (1845 2 min) = e 67
BL 10°C /min FHEE] 240°C (1R$¥ 2 min) S i
HR: a8 = 7 p, p: -DDT >
8 o,p -DDT
. 0.8 mL/min E 3
HEREAR: 1L = J |
RS AR = el L L I,
1 RIS 0.5 mg/kg “HIBFEIN RE SN EEE
ITlES
] i34 ax
COFL61000 Copure® Florisil E#EZEEYAE, 1000 mg/6 mL 0% /&
SF130-45-NL B /613 mm/0.45 um/ BHLE 1001/ &
V2-AL 2 ml R EERAT ORSE, BB 1004/ &
SC2-1 2 mL BERRAE, O, 9-425 1001/ &
SPEMF12G 12 (U EHEERE G EEE, KB 1N/ =
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R

F =R REREAHSNEHZENGZE (Copure® NH,)

(SN/T 2441-2010 #HOARBHFHERE. BREM. BREILMZEEQNSG ZRIEEIE - Bk / FEE)

—. PFmiEE
FREXEZ M FERY 5.00 g £ =¥ (FFHZE 0.01 g) F 50 mL
BOER, MMA20mL 2B, 8982 min, IR%IEE 20
min, EERITEKMEBAKES D BRI, ZEBM
AN20 mLZRE, EE ERBE—R, &H 2 78K, A
20mL AZBEMMNED L, &% 10 min, #ESE,
FEECKE, ZBET A0 CTREZRLREET, A2
mL BEE - ZS Bk (1:99,v/v) AR, FE.
Z. SPE 4%t (Copure®NH,, 500 mg/3mL)
JE OS5 mLBRER - ZSE BT (L:99,v/V) &, FERER.
L IINFRAER, RIRIEHEIE 1 mL/min N, WERHR.
FERE: B 5 mL 2%k, BUoRLR, HEE—R, &H
$' (2). (3) MER-
REBESR: A0°CHREBANAFZGTUEEFT (LH05mL) 5
#F, B 1.0mL 2 -0.1% BERACGER (10:90,v/v) EBRE
1mL, i@ 0.45 um HFLIERE, £ LC-MS/MS ME,
=, UBREH
BRE{Y: API 4000
B Venusil ASB C18 (2.1 mm X150 mm,5 um)
TEhtE: AT 2B

B: 0.05% ERER/KAR
HRR A MERR, R 1
xR 1 RohEE LR ER

BYi& /min A(%) B(%)
- 10.0 90.0
1.5 10.0 90.0
4.0 100.0 0.0
8.0 100.0 0.0
8.1 10.0 90.0
13.0 10.0 90.0

SR 0.3 mL/min

& 30°C

WS 5uL

BTFR: BERE (ESI)
RN EBF

MA: ZREEN (MRM)

® 2 BB UBFREH

Source/Gas

Collision Gas(CAD) 6

Curtain Gas(CUR) 30

lon Source Gas 1(GS 1) 50

lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 600
Interface Heater(ihe) On

R IFBKEL IBRENR R KBNS E FFE TSR

MBBM | REEGE (min) | RWEF | DP EP CE CXP
208.1/89.1 30 10 | 22 12
R, 7.47 /
208.1/116.0 | 30 10 10 | 12
223.1/86.2 | 69 | 10 21 | 12
KB 2.86 /
223.1/148.1 | 69 10 13| 12
207.1/1322 | 60 10 13| 12
33 R B 5.40 /
207.1/89.1 | 60 | 10 |22 | 12

M. IELER
®410.0 pg/kg E=FIBRKEL 5 KB K5 K EL I AR AY
AN E LS

EIUE (%
E=4id 1 2( ) 3 FIYEURE (%) | RSD(%)
B 89.2 96.7 92.9 92.9 4.0
RN 94.6 87.0 92.4 91.3 43
%5 KB AR 94.6 93.3 90.0 92.6 2.6
= 133K EIVRR
2 2 BREM
. | 3#E

FPEBEFEEREREEG

[ RARRARRAR

feiiieE:

12
M

B2 %K (Aldicarb)(208.1/89.1) FE

PREEERREEE &

[ ERARARAR

FEFEFRIPRGGREEREGERECRM &

T

3 BKEN (Aldicarb S)(223.1/86.2) FRikE 4 BREILER (Aldicarb Sulfone)(207.1/132.2) FRikkE

iTaiES
5s b3 (2E=

CONH3500 Copure® NH, E#EZE#F, 500 mg/3 mL 50% /&
SF130-45-NL B /®13 mm/0.45 um/ BN EH 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ Bl & 200K /&
V2-AL 2 mLiRBIRL OERE, TH5L 1001/ &
SC2-1 2mL BBERAKE, A, 9-425 1001/ &

SPEMF12G 12 (I EHEEFERAEES, WEBEIE 1™/8
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RI& TR

e E RS BRI

(Copure® Florisil)

GB 31657.1-2021 (BmETR2ERITE EEMETRH
RN EENNE SEREE)

—. PFamAnihig

1.1 #mIgE

FREN#EZESg FS0mLBLOER, MK 10mL, RiERE
Imin EA#, MIECK- REAARK (1: 1) 20 mL, ®iE
3min, 9500r/min B0 5min, EX_EETF 150mL 380 A
ECkk - REBAR (10 1) 20mL EERE—R, 87 LER,
A°CACARERERIET, MECKR 3mL F48, &M,

1.2 #&4% (Copure® Florisil EAEZEENHE)

#T BT ERZERERORAECK - REAR (950 5) .
ECkE5mLiEN. BNERZRIHE, BRIEDK 3mL %%
SR, R, FEAKBLRE K. BIECK - KR
B (95: 5) 10mL R, UWERFEMR &R, itk 40°CKk
ARRAMEERT, BECK 1.0mLER, fSMBEEIE,
=, (NEERH

BRI SHEBIEBY (Agilent 7890B)

BiLHE: Agilent Technologies DB-35MS Ul (30m % 0.250mm
0.25 Micron)

BR: &% (4iE> 99.999%)
KMEFERE: 300 °C

R %A MR 80°C, fR¥F 1lmin, LL40°C /min ARE
220°C, 1#4F Imin, BLL 10°C /min #8Z 300°C, 1£4F 1.5min
HSME: 1.2mL/min HHEE: 1uL

AN ROt

=, EHER

& 1 BIZKFER 10pg/kg BEA R SRR NREULSTI0LE

HECRE: 280°C

B (%)
emme > ,  FUEKE (6 RSD(%)
mEREsEE 843 | 793 | 781 80.6 408 |

ECD3B, Jiiil{5 5 (D:\Pesticide\data\202301\20230129-test 2023-01-29 09-2

3
8
L]

18.884 -

T T T T
16 18 20 22 min

1 AT 10ug/kg WE PR RHEL NN SIAEIEE
THES
55 R {2E-
COFL61000 Copure® Florisil E#8Z£Ex4#F, 1000 mg/6 mL 30% /&
SF130-45-NL st 3idi88s /13 mm/0.45 um/ BHFE 1001/ &
V2-AL 2mLiRBRBL OF &R, FH5% 1001/ &2
SC2-1 2mL EBRAEKS, WAA, 9-425 1001/ &=
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QuEChERS 7B FFEP T
RERRENIEN (Copure® T
i Bt E B QUEChERS)

FHERERTHRRP T ARTXENNE

—. FEmEE

FERRFRERISFEITAYEE T 10.0 g F 50 mL QUEChERS IREXEH,
AN 10 mL ZR&, SRiE 1 min, BN QUEChERS 6 (Cat.
No.COQ050022), &HE 10 min, 4000 rpm B:0 5 mine, £
BZREEFE.

= HFat

B8 H EEZBEE 6 mLF 15 mL QUEChERS & &
(900 mg MgS0,. 150 mg PSA #1 15 mg GCB) A, BIA 1
mL B3, J&HE 1 min, 4000 rpm B30 5 min, i3 0.22 pm A,
B LN,

=, UEEH

%% Waters Alliance 2695

@igtE: InertSustain-C18 (4.6 mm X250 mm, 5 um)
MBS : Waters 2487 5N IS

KM 211 nm

mohiE: A 2B B: 7k

FBRAT FEMER, A B=90: 10

FE: 1.0 mL/min

BT 20 uL

M, SCIREER

& 10.2 mg/kg BNAR T BENRINEKRER

B s (%) FHEURE (%) | RSD(%)
1 2 3
THEEE | 1082 | 1015 | 922 100.6 79
" ! 1 THEER
0.014
0.00]
0. 0084
= 0. 0064
0. 0044
0.0
0. 0004
1. 50 5. 00 5.50 6.00 6.50 7.00 o 7.50 8.00 8.50 9.00 9.50 10.00
1 0.2 mg/kg BN THE AR MEMCER RIS &S E
iTBER
5s iR (2ZE=
COQ050022H  THEEMEMEME, 50mLBLE 50% /8
900 mg FKHEE. 150 mg PSA. 15
C0QO15020H g{:’z ch’ffi o g,.fg 50% /&
SF130-22-PTFE  PTFE/®13 mm/0.22 um/ BHLE 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K% 2004 /&
MF047-45-PTFE  PTFE/®47 mm/0.45 um/ BHL 5 200K /&
V2-AL 2mLiRBREL OFRE, v PB54 1004/ &
SC2-5 ImLEGERES, WO, 9425 1004/ &
SDC-3000-D biocomma® Z & RIEREAIX 1&8/%




EERIRAKRRERIE A EE
ZHN)5:% (Copure® HLB)

K ERERTRPREMRETNE

—. HmEE

EYE R 1L, BBERIAT pH=3.0, 8/ 20 min, &
377 ; BY 50 mL KBRSk,

—. SPE %t (Copure®HLB, 60 mg/3 mL)

E: N6 mLBEE, 6 mLKEREF, EERAER,
WRRFERL: IONTRRRKEE, RIERPIUARES, A 6mL
pH=3. 0 BEER7KISE, AR, T/ IvE 103 X2 mL FREZSR,
WEETRER A NIRRFIEANR 1 mL/min) o

EIAMR: T50°CREMREILT, MPBESE 1 mL, i
RIES, ££0.22 um REDE, HESUREEENE,

=, (UEEH

&% Waters Alliance 2695

@i%tE: Ultimate XB-C8 (4.6 mm X250 mm, 5 um)
MBS : Waters 2487 KIMEIZS

MR 224 nm

TREDAE: UK

AN FEHRL, A B=55: 45

SR 1.0 mL/min

BEERFR: 20 pL

fO, CIRLER

£ 14.0 ug/L BRKPREMBRIMEIRLE

B (%)
‘ AR FHIEMEE (%) | RSD(%) ‘
| 1 2 3 |
| REH | 915 | 940 | 840 89.8 58 |
0.
1
0. 0064 1
0. 0044
0. 0024
0. 0004
1.00 1.50 5.00 5.50 6.00 6.50 7.00 7.50
sy
1 ARINKTER 4.0 pg/L BRKPRERCNBRABEIZE
iTaiES
%ne R L=k
COHLB360 Copure® HLB EI#EZEME, 60mg/3mL  50% /=
SF130-22-NL B /®13 mm/0.22 um/ B & 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ B & 200K /&
V2-AL 2mLIRBREEL OFEE, P54 1001/
SC2-1 2mL BEREKE, WAO, 9-425 1001/ &
SPEMF12G 12 (UEEERAERES, BBIA 1™/ 2

R

QUEChERS 55 iEBF KR4
ERAHIEM

FERERTRRPALERZAZONE

—. FFmiEE
M FRENH B AT BB F 10.0 g F 50 mL BOVEA, BN 10
mL ZB5, ‘REEFES 10 min, S0 QUEChERS ZEXEEE (Cat.
No.COQ050050H), SAAE 5 min, 4000 r/min &y 5 min, L
BZREERA.
Z. #mAt (Copure® 4 EHEE R QUEChERS)
BEFSEUHN EEZBEE 1 mLF 2 mL QUEChERS &L E (Cat.
No.COQ002028H) &, & HE 5 min, 12000 r/min & 1\ 5
min. BY E5E8T 0.22 um JERE, & LML,
=, NBREH
%% Waters Alliance 2695
@iit: XB-C18 (4.6 mmXx250mm,5 um)
1M2s: Waters 2996 DAD #3028
KM 268 nm
TEAE: A 2B
B: ik
HBAR: FERR, Al B=30: 70
FE: 1.0 mL/min
BEERF: 20 uL
M, LIRER
% 110.0 mg/kg KR AP R R RGN RINLIUE R

& E"&f % ,  EWERE()  RsD(%)
‘ (S ES 83.6 82.8 81.5 82.6 13
0
0005 1PIHER
0.004 !
_ 0o0s]
: 0.0024
0001]
0000}
'"'15::""z'nu'"'aéu"'h'u&"'suo""s/a‘fi'"750""s'uu'"'aco"'iu'oé"«'\'aé"izuu
1ARMAKTFER 10.0 mg/kg 7}<5é¢ﬂﬂé’§%§f%ﬂ’\]i&*ﬁéi’é
ITHES
#"s Eipuy a%
COQ050050H THIENE, 50mLBLE 50% /&
C0Q002028H FIEREEZREVE, 2mLBLE 100 /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ Bl & 1001 /&
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200K /=
MF047-45-PTFE PTFE/®47 mm/0.45 um/ Bl % 200K /=
V2-AL 2 mLAREBRRBL ORI, HBEL 1001/ &
SC2-1 2mLEBRREKES, WFO, 9-425 1001/ =
SDC-3000-D biocomma® Z & RhEREX 16/%

www.biocomma.cn | 55



R

QuEChERS R :ZAFBERRBIEAIEM

FHRERTEERRBBENNE

—. Hmizi

mohiE: A 2R

JETRFRENR 35 S S8 & 2.0 g F 50 mL QUEChERS #2EX B: 7K

&, 1IN 2 mLJK, B 1 min, BN 4 mL1% ZEZ

§&, B0 QUEChERS #% (Cat.No.COQO50050H), SBHE 2= 1 R AEISMH

R MERE, WK1

1 min, #7& 10 min, 5000 r/min B 5 mine EEZERE BdiEl /min A(%) B(%)
Fako 45.0 55.0

3.0 20.0 80.0
_ o 5.0 20.0 80.0
=. #ast 8.0 450 55.0
S ERZEE 1 mLF 2 mL QUECHhERS &b E 100 45.0 55.0
(Cat.N0.COQO002602H) &1, 3®H4E 1 min, 12000 r/min & Fo%: 1.0 mL/min

5 min, & 0.22 um

TSR, B AN, BEREMAFL: 20 uL

= (yses=
g Waters Alliance 2695 £ 220.0 pg/kg BE P RBIEHFIEMEL
@it Phenomenex kinetex®-C18 (4.6 mm X 250 mm, 5 um) ‘ B (%)

; . ] 7 E (%) RSD(%
MI38: Waters 2996 DAD #1138 | & 1 2 | 3 TEEES )
SIE: 268 nm | m®E | 1004 1020 1003 1009 0.9

0.0Cu.
] =
- 1@mRf
] 1
0.004-.
0.0033
E
0.002—:
0.001‘5
0.000—:
-IIII]IlIl|llll]lIII|lIlI|IlI'|1IlI|llll|llll|llll|lllllllll
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00
il
1 FRATKTH 20.0 g kg TSR AR E
TWER
=5 Fi::pu ar
C0Q050051H SHRETHRENE, 50 ML BLE 0% /&
C0Q002602H BRETENE, 2mL BOE 100 /%
SF130-22-NL B /®13 mm/0.22 um/ BHF 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ k% 2005 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHLR 2005 /&
V2-AL 2 mL RGBT O R, HHREL 1001/ =
sC2-1 QML BEBEAS, O, 9-425 1004/ &
SDC-3000-D biocomma® Z & RHERESY 16/%
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R

QUuEChERS EN 5iZBFEMPREG S TR EAVEM

X EERA—RERNKRMBERFRASHENNE

—. HmITE

BEINE -18°CTAR, RN, HERMEEMNEITH
/N 10.0 g F50 mL BOLEAR, AN 10 mL 2B, RiE
10 min; BI0N QUEChERS #E 6 (4 g TKFRERE.
1g &b, 1 g iTIRBRIAAN 0.5 g ITIRERE — %) , RBES
min, 4000 r/min B\ 5 min, EEZBERF 1.

i = .73 314

B8 EEZBEE 6 mL E 15 mL QUEChERS &L &
(900 mg MgSO, #1 150 mg PSA) H, J&HE 5 min, 4000 r/
min B0 5 mine BXEE®R 1 mL, 3 0.22 um JEfE, FL
M,

=, UEEH

GC-ECD %f¥:
128 Agilent 7890A
&g Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
RNERSE

HEORE: 220°C
KMEEE: 300°C
FE12RE: 180°C (R4 2 min)

LA 10°C /min A& %I 230°C ( fR%F 2 min)

BL 2°C /min 738 % 260°C (1##F 2 min)

BL 25°C /min F5E%F] 270°C ( f£%F 1.6 min)
5 88
SR 1.6 mL/min
WA oMEE, 97t 10:1
LC-MS/MS 4%
FRig{¥: API 4000
Bt Venusil ASB C18 (2.1 mm X150 mm, 5 um)
TEhAE: A 10 mmol/L 2B (& 0.1% FER)

B: HE=

FERR AT BmERR, WK1
&1 BERBREY

M ZRNEN (MRM)
R 2 R NBFRSHK

Source/Gas

Collision Gas(CAD) 6

Curtain Gas(CUR) 12

lon Source Gas 1(GS 1) 50

lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) Oon

x3 SERREXARARADEN. RENEREEFMN
FEFENEFXY

B4i&] /min A(%) B(%)
95.0 5.0
15 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
111 95.0 5.0
15.0 95.0 5.0
IR: 0.35 mL/min
& 40°C

HRERFR: 5L
BFR: BIRE (ESI)
AEEX EEFER

MBREM  REEE (min) | WMEFX  DP EP CE | CXP

208.1/89.1 30 110 22 12
R 7.06

208.1/116.0 30 1010 12

222.3/123.1 48 | 10 16 | 12
REE 7.13

222.3/165.2 48 |10 | 31 | 12

163.2>88.1 | 36 10 15 12
KZH, 6.51

163.2>106.1 36 10 12 12

223.1/86.2 69 |10 21 12
335 R R 6.25

223.1/148.1 69 10 13 12

207.1/132.2 60 |10 13| 12
BRI 6.10

207.1/89.1 60 10 22 12

2234/126.1 | 70 10 29 12
TE BBk 6.83

223.4/90.0 70 10 | 46 @ 12

202.1/1452 | 58 10 12 | 12
FERE 7.18

202.1/127.1 58 10 | 40 12

192.1/160.1 | 68 10 34 12
ZHER 6.82

192.1/132.2 68 10 42 12

m, RIesR
40,05 mg/kg BT EEPBEXRGZEEHFNE
N3

EULE (%)
et FYEULEE (%) | RSD(%)
1 2 3

HRE 92.0 | 1000 1012 97.7 5.1
TEE 94.0 95.6 91.4 93.7 2.3
REH, 100.0 944 | 89.0 94.5 58
RN 94.0 94.2 91.4 93.2 1.7
BREEM | 99.4 | 950 | 89.5 9.6 52
TERAK 103.6 | 102.6 92.8 99.7 6.0
AR 952 | 938 | 925 93.8 14
ZER 97.6 96.4 95.6 96.5 15
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&502mg/kg BINRENRAMMFRFERRGSHE

< X R
MBS R - 2 oo
. I (%) FIYEKE  RSD . e
. =
1 2 3 (%) (%) 205 3 5 DEdREK
pooe 6 WX
a-666 975 | 91.0 89.5 92.7 46 z 7 RER
' 8 B
B-666 101.5 | 94.0 91.5 95.7 5.4 x 1
v-666 100.5 | 94.5 91.0 95.3 5.0 peoee
p.00e5
5-666 985 | 96.5 95.4 9.8 16 oo 2
j.00e5
p,p'-DDE 90.0 | 86.0 83.0 86.3 4.1 . =
p,p'-DDD 1005 | 91.2 91.0 94.2 5.8 frees "
p.00es 57
p,p'-DDT 101.0 | 100.0 | 920 97.7 5.0 2059 ‘
0065 I 8
o,p'-DDT 100.0 | 985 89.0 95.8 6.2 poces ) L
4.84.5.09 I\ -
ASEE 1040 | 1025 97.0 101.2 3.6
ZIEEIF 85.2 825 86.5 84.7 24 1 AIIKER 0.05 mg/kg BN EEFRREERRA LB RONEILE
EEF 1150 | 112.0 | 1100 12.3 22
BXOR%ES 96.5 94.5 89.5 93.5 3.9 . | 1 a-666 1 0,0-DDT
s000] 2 p;és(sp B 12 BEHAE
&R 1050 1035 96.0 1015 4.8 ! vl el
= —_ = - 2 %iﬁﬁff(ﬂ 20 21 22 23 AEDEE
BREA SN 9.2 | 943 89.8 93.4 3.5 S 20212228 5
4000 R 8 pp-DDE 26 27 HUkDAs
mamsiE 91.1 102.2 89.5 94.3 7.3 ?0 D.D:*BEITD gg gf §§§§EE
3000 p.p'"- E B8
i 915 | 921 85.9 89.8 3.8 ol
AL 100.8 | 92.1 | 1025 98.5 5.7 .
SULSES 106.1 | 1165 | 1120 111.5 47 o
FEREREE 1165 | 107.0 | 114.0 1125 44
N 2 AT 0.2 mg/kg EMABHEANE RPELERG S H AR EILE
RERE 102.5 | 934 | 1048 100.2 6.0
iTHES
®"E Eipu 2k
COQ050010H 4g TKIRERSE, 1g 8L, 1giTEERM. 0.5g iTIREA T, 50 mL BLE 50% /&
€0Q015022H 900 mg FKEREAEE. 150 mg PSA, 15 mL BiLE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BHLFR 1001/ &
MFO047-45-MCE MCE/®4T mm/0.45 um/ 7k % 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHLF 2004 /&
V2-AL 2 mLiRBERL ORI, TB54 1001/ =
SC2-5 2mL BEEREREE, WO, 9425 1001/ &
SDC-3000-D biocomma® Z & RIEEAIN 18/%
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R

QUEChERS AOAC 2B F B MAPREGSIZZRIEM

5 EERT—RERNKRMGERPRG ST ERNE

—. FmITEY

BHEINTE -18°CTRR, HIRME, ERTEMEITFHEN
15.0g F50 mL BOER, 1IN 15 mL 1% ZBRZEAR,
HIN QUEChERS 2 EE# TG (6 g TKIMEEEM 1.5g
KEEESEM) , SRHE 10 min, 4000 r/min B0 5 mine L2
BRI,

. HEmEk

VRS EEZB5E 8 mL F 15 mL QUEChERS L% (1.2
g MgSO, #1 400 mg PSA) #, & fiE 1 min, 4000 r/min B /0x 5
min. BXEE®R 1mL, 3 0.22 um &R, & MUK,

=, EFH

BRI API 4000

it Venusil ASB C18 (2.1 mm X150 mm, 5 um)
TEhAE: A 10 mmol/L 2B (& 0.1% FER)

*3 [EFRERRAZADBN. RENELSEFHM

FBFNE T
WEEH | (REHE (min)  RWEFH | DP | EP CE| CXP
N 208.1/89.1 30 | 10 | 22 12
SRR 7.06
208.1/116.0 30 10 | 10 12
222.3/123.1 48 | 10 | 16 12
HER 713 /
222.3/165.2 48 | 10 | 31 12
163.2/88.1 36 | 10 | 15 12
&5 6.51 /
163.2/106.1 36 | 10 | 12 12
. 223.1/86.2 69 | 10 21 12
SR BN 6.25
223.1/148.1 69 | 10 | 13 12
207.1/132.2 60 | 10 | 13 12
SERATR 6.10 /
207.1/89.1 60 | 10 | 22 12
" 202.1/145.2 58 | 10 | 12 12
22E=3531 7.18
202.1/127.1 58 | 10 | 40 12
Y 192.1/160.1 68 | 10 34 12
ZER 6.82
192.1/132.2 68 | 10 | 42 12

B: HEE
. . . £ 4 0.05 mg/kg &N RE LT EBIARINEIUREE
HBHR: BEDER, 01 ikl ;
e —. s e (]
= 1 mchiBmsE A B 1 5 3 FHEURE (%) RSD(%)
BfiE] /min A(%) B(%) B 1016 942 | 1042 100.0 52
- 95.0 5.0 STEE 1106 | 117.0 | 1172 114.9 3.3
15 95.0 5.0 KEZH 111.8 104.4 108.4 108.2 3.4
6.0 5.0 95.0 ZHER 98.0 92.0 94.6 94.9 3.2
11.0 50 95.0 BKEM | 1180 1130 | 1100 1137 36
111 95.0 5.0 R E TN 100.8 95.2 98.6 98.2 2.9
15.0 95.0 50 EAZER 110.2 99.4 96.2 101.9 7.2
IR 0.35 mL/min e 1 BREER
. ano o 2 K
E/JIII. 40°C 1.266 3 KEZE
H R . 1266 | 4 ZER
BERERRR: 5L L
—_ 3 . =) 1.1e6 6 Hﬁjﬁz
BTR: Eﬁﬂm% (ESI) o ; T R,
AiEER EBFER
wMAEH: ZREEN (MRM) e |
7065 1
R2BRENBFRESH o5
Source/Gas 550 [ R
5.0e5
Collision Gas(CAD) 6 4565 5
Curtain Gas(CUR) 12 3565 M7
3.0e5 5
lon Source Gas 1(GS 1) 50 2505 |
lon Source Gas 2(GS 2) 50 st
lon Spray Voltage(IS) 5500 ;Z:: wualoss |
Tempel’atul’e(TEM) 550 10 20 30 40 5.0 6.0 71%“;"“?‘0 2.0 100 1.0 120 130 140
Interface Heater(ihe) On 1 AIKFER 0.05 mg/kg EMARE BN EILE
ITHER
5SS Ei:pu a%
C0OQ050020H 6 g TTKIREREE. 1.5 g BEEASH, 50 mL BOLE 50% /&
COQ015031H 1200 mg /KFREREE. 400 mg PSA, 15 mL BOLE 0% /&
SF130-22-NL BrEsHaiEes, H2 13mm, 712 0.2um, BIR 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200FH /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHH 200F /=
V2-AL 2 mL iRBIREL ORI, TH5L 1001/ =
SC2-1 2mL BEBREKEE, O, 9-425 10040/ &
SDC-3000-D biocomma® Z & REEAIY 16/%
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R

QUEChERS EN 5T EMPB ARG SITRERIIEM

FHRERA—REBERIKRNERPRAZSHENONE

—. PmEE
BENE -18°CTARR, HIRME, ERIEEMETTN
BN 10.0 g F 50 mL BOEAR, AN 10 mL 25, RE
10 min; BN QUEChERS #EXE 8 (4 g TKFERE,
1g Sksh, 1giTIRERMA 0.5 g ITRERE ) , RIES
min, 4000 r/min By 5 min, EEZBEEFF.
. Emak
B8k EE 2882 6 mL E 15 mL QUEChERS &b &
(900 mg MgS0, #1 150 mg PSA) &1, 5RHE 5 min, 4000 r/
min B0 5 mine EXEE®R 1 mL, 3 0.45 um JEiE, &L
M,
=. {Y8B%MH (GC-FPD)
SHEYES: Agilent 7890B
@it DB-1701 (30 mXx0.32 mm, 0.25 um) &L H
MEOBE: 220°C
MEHREE: 300°C
FHRIERF: 100°C (R#F 2 min)
LA 16°C /min F5&%! 190°C ( fR%F 2 min)
BL5°C /min 738 % 280°C (1R 1 min)

5. a8
MR 8§58
MR =5

FE: 1.6 mL/min
HERN: FAOR

N

M. XKEER
=& 1 BNPENEEREGSIHE 0.1 mg/kg AR INEIREER

EIE (%)
B FYEULE (%) | RSD(%)
1 2 3
WEER 98.7 96.6 99.7 98.3 1.6
FRRERR 102.1 103.9 109.6 105.2 3.7
TR 100.9 103.0 107.3 103.7 3.1
=277 105.9 106.8 115.8 109.5 5.0
FRESIREA 101.3 103.2 109.8 104.8 4.3
RISFRES 99.4 103.4 112.9 105.2 6.6
=R 112.8 112.5 125.2 116.8 6.2
Ri2it-giige 1159 114.7 1134 1147 11
05 1 HEE
2 2 i
o0 3
4 e
0] 5 I
5 6 ReHB
0] 7 Snei
8 WHHB
] , .
5
] 6 ;
\ | |
® L N A A A /k__

1 AR R 0.1 mg/kg EMPBHBEERA LI B N GIEE

ITHER
5"s Fi3us 2E
COQ050010H 4g FOKEREASE. 1g SULEA. 1g ITEEASh. 0.5 IFEEA T, 50 mLBLOE 50% /&
COQ015022H 900 mg T/KFREREE. 150 mg PSA, 15 mL BOE 50%/&
SF130-45-PTFE PTFE/®13 mm/0.45 um/ BHl%& 100N/ &
V2-AL 2 mLARBRRBY OF R, THEL 100N/ &
SC2-1 2mLEBRREES, A, 9-425 001N/ &
SDC-3000-D biocomma® % &RIEESN 18 /%
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R

QUEChERS EN 5EBFRSHNRE S 5% E RN

FEFEERTEBERSHKRMFERFRGSTXENNE

—. FmIEE

BRIE -18°CTARKR, HIRMIE, ERMEEM BTN
K5 10.0g F50mLBEBOESR, AN 10 mL 2R, RIE
10 min; BN QUEChERS ZENEH B (4 g BKFREREE.

1g LA, 1 g iTIRFREARN 0.5 g ITIRERE Z 1) , RAES
min, 4000 r/min B0 5 min, EEZEBE®F %K.

. EmEk

B %t7E 15 mL QUEChERS &4 (900 mg MgSO,. 150 mg
PSA #0145 mg GCB) RiIA 2 mL ¥, B4, REBEE
FEB EEZBERE 6 mL E 15 mL QUEChERS &b &S, B
H€ 5 min, 4000 r/min B0 5 min. BYEE®R 1 mL, 33 0.22
um JERE, R B,

=, UEHEH

GC-ECD %1%
128 Agilent 7890A
ikt Agilent J&W HP-5 (30 m X 0.32 mm, 0.25 um)
HEEEE

HERE: 220°C
KMEEE: 300°C
FRER: 180°C (1##F 2 min)

L 10°C /min FHE% 230°C (135 2 min)

BL 2°C /min 738 % 260°C (1##F 2 min)

LA 25°C /min #3583 270°C ( 1£3F 1.6 min)
S as
IR: 1.6 mL/min
HER: DR,
LC-MS/MS %
BRI : API 4000
Bt Venusil ASB C18 (2.1 mm X150 mm, 5 um)
AEIAE: A 10 mmol/L ZEE (& 0.1% BER)

Akl 10:1

HERN . EBFEN
M ZRNEN (MRM)

®2 BB NBFRSHR

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIGEFBREERAZHD BT, RENERSEFH
FEFINEFY
YIBRM | REEE (min) | NEFR DP EP CE CXP
N 208.1/89.1 30 10 | 22 12
HREL 7.06
208.1/116.0 30 10 | 10 12
N 222.3/123.1 48 10 | 16 12
REE 7.13
222.3/165.2 48 10 | 31 12
163.2/88.1 36 10 15 12
DEZ: 6.51
163.2/106.1 36 10 | 12 12
N 223.1/86.2 69 10 | 21 12
RN 6.25
223.1/148.1 69 10 | 13 12
N 207.1/132.2 60 10 | 13 12
KB 6.10
207.1/89.1 60 10 @ 22 12
223.4/126.1 70 10 | 29 12
e Bk 6.83
223.4/90.0 70 10 | 46 12
202.1/145.2 58 10 | 12 12
RER 7.18
202.1/127.1 58 10 | 40 12

B: FEE
FERR AT BmERR, R 1
R 1IBERREZY
BiEl /min A(%) B(%)
95.0 5.0
1.5 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
11.1 95.0 5.0
15.0 95.0 5.0

JRIR: 0.35 mL/min
& 40°C
BEERFR: 5L
BEFR: HBIERE (ESI)

£ 40.26 mg/kg FHRHBENRE. MRRFEELKRL LK
EokanElhes

B el FYEILE (%)  RSD(%)
1 2 3

a-666 925 955 | 935 93.8 16
B-666 930 981 | 955 95.5 27
V-666 960 955 | 93.0 94.8 17
5-666 980 955 | 95.0 96.2 1.7
p,p'-DDE 870 895 | 875 88.0 15
p,p'-DDD 915 982 | 965 95.4 36
p,p'-DDT 102.5 | 1050 98.0 101.8 35
0,p"-DDT 995 975 | 975 98.2 12
AR 840 875 | 836 85.0 25
ZIEF 852 825 | 885 85.4 35
BEH 1025 | 99.8  99.0 100.4 18
BB 915 905 | 875 89.8 23
BT 103.0 | 1000 96.0 99.7 35
BXEAS R 96.2 | 935 | 95.6 95.1 15
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7 50.06 mg/kg F S RERERFELE R ZIARBTMILUREER

B (%)
E-4 0 EIYEURE (%) RSD(%)
1 2 3
B 91.2 85.7 90.6 89.2 3.4
SEE 99.6 91.6 90.4 93.9 5.3
KZE, 94.4 90.4 88.4 91.1 3.4
R EN 96.4 91.0 90.8 92.7 3.4
% KR IR 94.0 88.0 91.0 91.0 33
e SRR 102.0 94.0 92.8 96.3 5.2
RER 82.0 74.0 80.0 78.7 53
" s 1 a-666 8 p,p-DDE oo 1 W REIH
2 p-666 9 p,p'-DDD 2 BREM
6000 3 ASHERX  10p,p'-DDT 95065 . ()zggg
1 4 y-666 11 o,p'-DDT o0 ‘ 4 Tk
5 ZIFERF 12 BREEs o 5 WA
5000 6 5-666 13 FREE s 6 SER
7 BEHR 14 15 BYMAMBE e -
7.0065 7 B
4000 8 6.50e5- 3
23 6 6.00e5
3000 55065
5.00e5-
4.50e5
2000 o 9 10065
1 3.50e5- 1 o
1000 ] o o0 | . 45
w 1 1213 25005
Z 14 2.00e5-
6
U—J : : : 1.50e5- “2 |7
] 10 15 min 1.0065- | ‘\
5.00e4 ) ﬂ LL a
5.18 |
L KT 0.26 mg/kg RSPENSMMBRRERRE S ABI EHE B L T - A T DN
2 FRINKTER 0.06 mg/kg S P EERREERRALHEIONGEILE
ITHER
%S Ei:323 (2E]
COQO50010H 4g FKERBAEE. 1g SMLIA. 1g IFIEERIA. 0.5g TR, 50 mL BOE 50% /&
C0Q015024H 900 mg Tk FiEAEE. 150 mg PSA. 45mg GCB, 15mlL BElLE 0% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ B £ 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7k & 200F /2
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHH 200K /=
V2-AL 2 mLiRBIGIRA R, TREL 1001 /&
SC2-5 2mL EBREHKE, A0, 9-425 1001/ &
SDC-3000-D biocomma® Z &RIEESN 1&/%
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R

QUEChERS AOAC i ZAF R CHRIGSIEHRIE

FEFEERTEBERSHKRMFERFRGSTXENNE

—. HFmiEE

BERTE -18°CTAKR, HIRMEE, ERTRES BT RIS
15.0g F 50 mL BOEH, MA15mL 1% ZEBRIBEEAR,
JABE 10 min, B0 QUEChERS EENEE (6 g T/KFRER
B0 1.5 g TTKEEERIA) , SREE 5 min, 4000 r/min B 5
mine FERZEEF K.

. BRak
B 5C1E 15 mL QUEChERS &Mt & (1.2 g MgSO,. 400 mg
PSA #1400 mg GCB) AN 3 mL BE, EFHKH L
BZBEES8mLTF 15mL QUEChERS &1L EH, RAHES
min, 4000 r/min B x5 min, X EF® 1 mL, £ 0.22
um JERE, #RF MM,
=, (UBEH
GC-ECD %1%
1438 Agilent 7890A
& Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
FEEEE
BEECURE: 220°C
MERE: 300°C
FHEERF: 180°C (1R#F 2 min)
1L 10°C /min FHEE 230°C ({24 2 min)
LA 2°C /min #&E 260°C ( 73F 2 min)
B4 25°C /min 73R 270°C ( 4£3#F 1.6 min)
"S5 ax
FE: 1.6 mL/min
HERI: OERE, 9% 10:1
LC-MS/MS %1%
BRI API 4000
@i%tE: Venusil ASB C18 (2.1 mm X150 mm, 5 um)
SREhAE: A: 10 mmol/L ZE8%% (& 0.1% FER)

B: HEZ
A WEER, R 1
R 1IBERREZMY
BYiE /min A(%) B(%)
95.0 5.0
1.5 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
11.1 95.0 5.0
15.0 95.0 5.0

FE: 0.35 mL/min

8 40°C

HEEAFR 5L

BTR: BIRE (ESI)
RiERN: EEFER
WMAER: ZREEN (MRM)

K2 BB NEFRSHK

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIGEPFRELERAZAS SN, RENERIEFM
FEFRNEF
MREIR {REEAYIE) (min) MEFXS | DP | EP | CE | CXP
208.1/89.1 30 10 | 22 | 12
BRI 7.06
208.1/116.0 | 30 | 10 | 10 | 12
222.3/123.1 | 48 10 16 12
TEE 7.13
222.3/1652 48 | 10 | 31 | 12
163.2/88.1 36|10 | 15 | 12
KEZRH, 6.51
163.2/106.1 3610 | 12 | 12
R 223.1/86.2 69 | 10 21 12
5 KN 6.25
223.1/148.1 69 | 10 | 13 | 12
N 207.1/132.2 60 | 10 13 | 12
B R ILAN 6.10
207.1/89.1 60 | 10 | 22 12
n 202.1/145.2 58 | 10 | 12 12
AR 7.18
202.1/127.1 58 | 10 | 40 | 12

M. RIEER
®40.1mg/kg REPENRE. MURRFELERAS%
BRVAINEIM SR

B (%)
ExLud FHYEULE (%) | RSD(%)
1 2 3
ZIREEF 1011 89.1 | 909 93.7 6.9
= DA 113.0 | 1145 106.2 1112 4.0
BEF 876 | 847 824 84.9 3.1
SRR 119.8 | 1151 | 1229 119.3 33
BX KB 1149  108.6 & 1083 110.6 3.4
RERE 914 | 894 855 88.8 34
BRESEFMEE | 1052 | 1141 | 1109 110.1 4.1
AR 108.1 1042 | 1015 104.6 32
AEHE 773 | 788 | 702 75.4 6.1
AT 933 | 822 848 86.8 6.7
FUKHBR 107.8 = 100.8 | 104.7 104.4 34
AR RO 821 | 80.1 @ 874 83.2 45
REHER 1133 | 108.2 | 105.3 108.9 3.7
& 50.05 mg/kg FEEHEEFREREE R LRI AMNEIREER

Exgi 1 @H&f (%) 3 THEREE (%) | RSD(%)
BRI 1022 | 1106 | 1112 108.0 47
RER 1104 | 1164 | 1198 1155 4.1
REZE 1046 | 1084 | 110.0 107.7 2.6
5 KRN 106.2 107.4 | 1116 108.4 2.6
KB IL AR 88.6 81.6 87.0 85.7 43
AR 1014 | 102.4 | 100.6 1015 0.9
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e 1 ZAERER 7 8 BRI v
2 =mE 910 11 12 SAMITE: . 1 BRI AR,
3 [BBH 13 14 15 16 SmPEE 3265 @
w50 T2 1BRE 1718 EARDE . 2 BB
5 BEDE 19 20 MAEE b 3 RE®
6 BEMAE 21 22 EREBE 1266 4 KR
50 23 24 R 1166 5 mEE
154 6 B
207 955
2 9.0e5 3
2007 3 121416 8y 4\22 o :ﬁ
M e"’mfmm #&Lﬁ o K
| ot 6.565 H
6.0e5-
5 10 20 25 min
4.505- 2
1 FIKTR 0.1 mg/kg TSR AHEAIN REEEARE 274 B0 EE g :
by l '
= e
1.0e5- ‘AL I
soet 491514 U
B 1.0 20 30 X 6.0 7i9me. m:!r;ﬂ 2.0 100 1.0 120 130 14.0
2 KR 0.05 mg/kg En PR ERRERRAZHRBONEILE
ITHES
5s 1323 a%
COQ050020H 6 g TKFREREE. 1.5 g BEEATA, S50 ML BLE 50% /&
COQ015036H 1200 mg FE7kFiEAEE. 400 mg PSA. 400 mg GCB, 15 mL BLE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BHEH 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200K /=&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHEH 200K /&
V2-AL 2 mLiRBRRBRYT OF R, T B54 1001/ &=
SC2-1 2mLEGBRRKS, MAO, 9-425 00N/ =
SDC-3000-D biocomma® Z&RITESN 16/%
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R

QUEChERS AOAC 2B FiiFHRREGSIZZRIEM

FEEERTRENMERRSNERKRPRAZSHENNE

—. FmITE

BAFIE -18°C AR, MIRMER. EHMRIRE LTI
15.0 g F 50 mL B OVE R, 0N 15 mL 1% ZEAZBEAR, SRS,
0N QUEChERS ZEYEhE (6 g ToKBREREER] 1.5 g KBS
E25h) , SRAE 10 min, 4000 r/min B0y 5 min, FEZERE
5.

=, EFRet

B 5t 7£ 15 mL QUEChERS # £ & (1.2 g MgSO,. 400 mg
PSA. 400 mg GCB #1400 mg C18) AN 3 mL B3, B4
B8 LR ZAEE 8 mL F 15 mL QUEChERS &b &,
RHE 1 min, 4000 r/min B0y 5 mine BY EE® 1 mL, i3 0.22
um 8RR, R EHLM.

=, IESEEH
GC-ECD %1%
1X23: Agilent 7890A
@it Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
HEEEE
HERE: 220°C
KMEEE: 300°C
FHEIERF: 180°C (R 2 min)
B 10°C /min FHEE) 230°C ({24 2 min)
LA 2°C /min FRE 260°C ( &% 2 min)
LA 25°C /min #3582 270°C ( 1£#F 1.6 min)
5 a8
FE: 1.6 mL/min
HER 2mEHEE, 2k 10:1
LC-MS/MS &4
FRig{X: API 4000
Bt Venusil ASB C18 (2.1 mm X150 mm, 5 um)
EAE: A 0.1% HCOOH+10 mM Z B8 %% ( BX 1 mL
HCOOH #1 0.77 g ZBATRZE 1 L IKBRF )

B: EEZ
BRI BEMER, K1
® 1 BERBREY
Bdia /min A(%) B(%)
95.0 5.0
15 95.0 5.0
6.0 5.0 95.0
11.0 5.0 95.0
111 95.0 5.0
15.0 95.0 5.0

FRER: 0.35 mL/min

R 40°C

HEATR: 5L

BFR: BIRE (ESI)
HigER FEFER
WA 2R (MRM)
R 2 FBNEFESH

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIGEPFBRELRRAZAS SN, RENERIEFM
FEFRNEF
MBS | REEE (min) | WEFX  DP | EP | CE| CXP
208.1/89.1 30 10 22 12
B 7.06
208.1/116.0 = 30 | 10 10 12
222.3/123.1 | 48 | 10 | 16 12
TEE 7.13
222.3/165.2 | 48 | 10 |31 12
163.2/88.1 36 10 | 15| 12
RZHE, 6.51
163.2/106.1 | 36 | 10 12| 12
N 223.1/86.2 69 10 |21 12
5 KRN 6.25
223.1/148.1 69 | 10 | 13 12
N 207.1/132.2 1 60 | 10 13 12
DN RIZ) 6.10
207.1/89.1 60 10 |22 12
202.1/1452 | 58 | 10 | 12 12
FREEL 7.18
202.1/127.1 © 58 | 10 40 12

W, RRER
%401 mg/kg T REHMAL. HRRDEERA SR
A= ElEs

A e (%) FEULEE (%) | RSD(%)
1 2 3

ASBER 79.8 732 | 704 74.5 6.5
BEBE 80.3 773 | 154 777 3.2
ZIREEF 103.1 | 942 | 939 97.1 5.4
= 1219 | 1113 | 1113 114.8 53
BER 113.6 | 102.4 | 100.2 105.4 6.8
SRR 130.6 | 1263 | 128.0 128.3 1.7
BX KB 120.9 | 107.5 | 109.6 112.7 6.4
RERE 103.9 | 944 | 96.2 98.2 5.1
BRESEFEE | 1007 | 916 | 939 95.4 5.0
AARMBOR 96.1 87.5 | 85.6 89.7 6.2
AEHE 80.6 758 | 733 76.6 4.9
ML HEE 1024 | 1047 | 1124 106.5 4.9
FUKFBR 97.2 87.1 | 85.0 89.8 73
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R

S

& 5005 mg/kg T FREEREFERRIGZTA B AVMNLEUEER

B (%)
& B (%) RSD(%)
1 2 3
BRE 87.2 84.4 93.8 88.5 55
REA 776 73.6 72.4 74.5 3.6
REH, 75.8 85.6 84.2 819 6.5
HRE 92.2 101.0 104.0 99.1 6.2
HRELR 92.0 92.2 88.8 91.0 2.1
REH 77.0 72.1 734 74.2 34
1o IRV P AR
- 2 I
e 1 EEHER 8 TP - 3 RER
] 2EEA 910 BURAMDE - 1 R
, 3 ZImIEA 1112 13 14 BARDEH - 5 S
450 4 = 1516 17 18 SMBEE 6 HIZEE
5 WEBF 10 20 RAKE - ls "
0 4 6 BER 2122 AELRE e
7 BRBEE e
350 1.0e6:
9.0e5- 1
300 8065 2
250 ::
ul 501119 a2z 5005 L
200 14} 4.065
1504 LMLA‘ 0 0% 6
= - el
T 5 g A purs W @ W 4 s 6 7080 90 w0 W0 @0 @0 @0
L IR 0.1 mg/kg ST PSS DR B R S SR B 2 FRIVACE 005 me/kg i FE M FIBAR RO N EHE
TlER
#S faR a%
COQO50020H 6g TKMRESEE. 1.5 g REEATA, 50 mL B 50% /&
COQO15040H 1200 mg KB, 400 mg PSA. 400 mg C18. 400 mg GCB, 15mL BiE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 pm/ BHLE 1001 /&
MF047-45-MCE MCE/®47 mm/0.45 pm/ k5 200 5 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHE 2004 /&
V2-AL 2 mL iR@EBL O ME, FH5% 1001/ &
sc25 2mLESRRES, TFO, 9-425 001 /&
SDC-3000-D biocomma® % &3REBEAN 18/4
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R

QUEChERS AOAC FiZBFARPREGSIZZRIEW

K EERATFEERMERMARSHIKR. BRRNBMEPREGSILZENNE

—. FEmEE

BAKIE -18°CTAK, HIRIMEE, EWRFREFEITRIAK 5
g F 50 mLBEOER, Mk 10 mL3EA, SABEMAN 15mL 1%
ZERZBEATR, SRHE 10 min I\ QUEChERS ZEXEE (6 ¢g
FTKEREREEM 1.5 g T/KBRERTA) , SRAE 5 min, 4000 r/min
B 5mine EERZIEER S,

. HE&Ek
BN EUHN EBZEBE 8 mLF 15 mL QUEChERS 41k
& (1.2 g MgSO,. 400 mg PSA #1400 mg C18) A, & JiE
5 min, 4000 r/min B0 5 min. BXEE® 1 mL, & 0.22
pm JERE, fF B,
=, NBREH
GC-ECD %1%
133 Agilent 7890A
B Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
HEMELEE
WERE: 220°C
MERE: 300°C
FRIERF: 180°C (1R#F 2 min)
14 10°C /min 3R] 230°C ( ££%F 2 min)
L4 2°C /min F&E 260°C ( ##F 2 min)
BL 25°C /min FH38%) 270°C ( 1&£#F 1.6 min)
5 a8
S 1.6 mL/min
HEAI: OWERE, 2R 10:1
LC-MS/MS %44
BRIE{Y: API 4000
g Venusil ASB C18 (2.1 mm X 150 mm, 5 um)

HERN EEFER
wME: ZRNEN (MRM)
® 2 FURNBFREH

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIDEPFREXERAGZAS BT, RENERIBEFHN
FEFRNEFXE
YEREM | REEYE (min) EWEFH DP  EP CE CXP
208.1/89.1 30 10 | 22 12
R 7.06
208.1/116.0 = 30 10 | 10 12
222.3/123.1 @ 48 10 | 16 12
TEE 7.13
222.3/165.2 | 48 10 | 31 12
163.2/88.1 36 10 | 15 12
KEZR 6.51
163.2/106.1 | 36 10 | 12 12
N 223.1/86.2 69 10 | 21 12
KRN 6.25
223.1/148.1 69 10 | 13 12
N 207.1/132.2 60 10 | 13 12
7% RN 6.10
207.1/89.1 60 10 | 22 12
202.1/145.2 = 58 10 | 12 12
AZERE 7.18
202.1/127.1 = 58 10 | 40 12
. 192.1/160.1 68 10 | 34 12
ZER 6.82
192.1/132.2 | 68 10 | 42 12

M, SEREGR
®402mg/kg RKRFENRE. MFERBELERAZ%
BRI EI LS

FEnAE: A 10 mmol/L 2B (& 0.1% PER) B (%)

B: HfE B 1 , | 5 PHENE (%) RSD(%)
GRS BEERE, ER 1 AEREE 920 | 1015 1033 98.9 6.1
e Zii%@%u 93.5 | 1004 | 1022 98.7 46

prr— AT 51%) = D 1145 | 1225 1265 1212 5.0

— 95.0 5o EEH 815 | 845 861 84.0 2.8

15 95.0 50 BER 113.0 | 109.0 | 1135 1118 22

6.0 50 95.0 BEAREIEE 1205 | 1200  122.0 120.8 0.9

11.0 5.0 95.0 FRE5As 1005 | 99.3 | 1015 100.4 11

111 95.0 5.0 Sumas®E 1015 | 1006 | 102.5 1015 0.9

15.0 95.0 5.0 maE R 1017 | 967 | 963 98.2 3.1

F5E: 0.35mL/min SERE 787 | 702 | 709 733 6.4
S 40°C ;;ﬂzﬁ@é 1260 | 1300 1195 125.2 42
LR 11001 | 99.5 | 1114 107.0 6.1

AR 5 ul AR SR 100.5 | 100.2 | 97.4 99.4 17
BYiR: BBE (ESI) RERE 1225 | 1116 | 120.0 118.0 48
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& 50.05 mg/kg RARKFRERRELREGSIAXBRRME S

EIHEE (%)
B IR (%) RSD(%)
1 2 3
R 111.2 118.6 117.6 115.8 35
TEE 92.6 85.2 93.4 90.4 5.0
REZE 90.0 101.4 98.2 96.5 6.1
ZER 70.6 79.4 70.2 73.4 7.1
KR 107.2 114.0 111.6 110.9 3.1
K EILER 114.0 119.8 117.8 117.2 2.5
BER 924 98.4 92.0 94.3 3.8
2206 1 PRI
210 2 PRI
1 BSIE 8 0 BRRAASE i 1R
e SR ENASAAT 158 i
I e - ;s wa
o] 4 maF 18 19 AULTE e 6 W
5 RER 20 21 BUXTE 1.666
oBEBE 2023 mawEH 15 T W
7 BEEE 24 25 AR 3
800 1.4e6
1.3e6
600 1.2¢6
116 1
400 1.0e6
9.0e5 2
8,085
200-~ 05 ‘ 676
. . 6.0e5 4
T 5 15 B 5 m e
B 1 AT 0.2 me/kg AKPENIRINR R EERS S HE RN GEE - ‘6
o -
o |l
4.955.18 I
: 1.0 20 30 40 50 6.0 80 2.0 100 1.0 120 13.0 14.0

2 OIS 0.05 m/kg RRPEERRIEXRAZZBIONEIEE

ITHER
Bs 3% (2E=
COQO50020H 6 g FOKRREAE. 1.5g BEMA, 50 mL BOE 0% /&
COQ015033H 1200 mg F/KEFREREE. 400 mg PSA. 400 mg C18, 15 mL BLE 50%/&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BH%& 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K % 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHE 200 /&=
V2-AL 2 mL iRBRIEL ORI, TBER 1001/ =
SC2-5 2mL EERAKE, MO, 9-425 1001/ &
SDC-3000-D biocomma® Z &R BRI 18/%/
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R

QUEChERS EN AEBTFARPREG SR FAVEM

FHHRERTEREXMERYMBER SRR, BRRNAYFPREGSHENE

—. FmiEE

BARKTE -18°CTAR, RN, MEREMEENAK 5.0
g F 50 mL BOErh, 07k 10 mL3EA, HE 30 min, 2
B0 10 mL Z 85, ®iE 10 min; B0 QUEChERS %
ENEhE (4 g TKMEREE. 1 g MIbEA. 1 g TR 0.5
g ITEEREL ) , JRHE S5 min, 4000 r/min B 5 min,
TRZERRRL.

Z. BRak
NS LB ZAEE 6 mLF 15 mL QUEChERS &1L &
(900 mg MgS0,. 150 mg PSA #1 150 mg C18) &, & #E 5
min, 4000 r/min By 5 mine BYX &R 1 mL, i 0.22 pm
TERE, M,
=, UEEH
GC-ECD %+
12§ Agilent 7890A
@I Agilent J&W HP-5 (30 mX0.32 mm, 0.25 um)
HEBEE
HEOUREE: 220°C
MESRE: 300°C
FRIZER: 180°C (1R%F 2 min)
BL 10°C /min F:8%] 230°C ( fR%F 2 min)
B4 2°C /min FHEE 260°C (1545 2 min)
14 25°C /min 7R 270°C ( £#F 1.6 min)
¥R
SR 1.6 mL/min

A DRER, 2R 10:1

My
A

LC-MS/MS %14
BRig{: API 4000
@i Venusil ASB C18 (2.1 mm X150 mm, 5 um)

HFAIR 5l

BFR: BIEE (ESI)
HiEER: EBFER
NS ZRMEN (MRM)
K2 R NBFREH

Source/Gas
Collision Gas(CAD) 6
Curtain Gas(CUR) 12
lon Source Gas 1(GS 1) 50
lon Source Gas 2(GS 2) 50
lon Spray Voltage(IS) 5500
Temperature(TEM) 550
Interface Heater(ihe) On
RIGEFRELERAGZAS BT, RENERESBEFH
FEFRMEF3
MBREM | REEE (min)  EWEF | DP EP CE CXP
. _ 208.1/89.1 30 10 22 12
BRI 7.06
208.1/116.0 30 11010 12
222.3/123.1 48 10 16 12
TEE 7.13
222.3/165.2 48 10 | 31 12
163.2/88.1 36 |10 | 15 12
RER, 6.51
163.2/106.1 36 10 12 12
. 223.1/862 | 69 |10 21| 12
5 RN 6.25
223.1/148.1 69 | 10 | 13 12
N 207.1/132.2 60 | 10 13 12
R ILAN 6.10
207.1/89.1 60 | 10 | 22 | 12
n 202.1/145.2 58 10 12 12
FAZRY 7.18
202.1/127.1 58 |10 | 40 12
- 192.1/160.1 68 | 10 34 | 12
ZHER 6.82
192.1/132.2 68 | 10 42 | 12

M. XKEER
&402mg/kg KRAPENRE, MRRPEXRESK
BRYAIEI LS

FEhtE: A: 10 mmol/L 285%% (& 0.1% BER) & . E"&f (%) s FEHYEUE (%) RSD(%)
B: FEE FRMER 820 @ 810 830 82.0 12
FBAE: BRI, R 1 HEE 840 | 86.0 | 915 8722 45
X1 BEKBEHE ZIEEZF 84.0 | 86.0 | 84.0 83.2 1.7
Bial /min A%) B(%) = 1035  99.0 | 102.5 101.7 23
— 95.0 50 BEF 984 | 945 975 96.8 2.1
SER 1035 | 98.0  100.0 100.5 28
15 95.0 50 BERE 1075 | 1015 1075 105.5 33
6.0 5.0 95.0 BEHE 865 | 815 | 85.0 84.3 3.0
11.0 5.0 95.0 BHmASEE 920 875 | 884 89.3 27
111 95.0 50 mAEHE 876 854 | 858 86.3 13
15.0 95.0 5.0 [EHh 715 | 768 | 712 732 43
AEREE 1312 1232 | 1245 126.3 34
IR 0.35 mL/min SU%8s 102.5 | 985 | 88.0 9.3 78
B 40°C mARE RS 929 | 904 | 90.7 91.3 15
REHE 1175 | 111.5 | 109.0 112.7 3.9
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& 50.05 mg/kg RARPRERRELRRAGSZEHNRME SR

[EIUT=E (%)
B FLYEURE (%) RSD(%)
1 2 3
R, 94.6 93.6 99.2 95.8 3.1
TEE 89.6 91.6 91.2 90.8 1.2
KZE 107.6 114.4 111.2 1111 3.1
ZER 75.8 82.0 82.6 80.1 4.7
5 RN 97.2 104.4 101.2 100.9 3.6
3 RN 93.0 100.0 101.6 98.2 4.7
Z2E=35 86.6 85.8 92.6 88.3 4.2
9008 1 BRI
" : 1 ERBEE 010 MM oo 2 BBREAR
2 BEE 112 13 14 EEEDE 8065 3 RER
10007 3 ZE@EEFl 15 16 17 18 SmMEL 758 4 238
4 = 19 20 FMABE BT
5 BB 21 22 MR 7o o ’%ij’z
800 6 SER 23 24 MEMDES 0565 6 =HEE
2 7 BORBE 25 26 REE soes 7 BEE
34 8 EBEME 3
600 5.5e5-
5.0e5
400+ 4.5¢5
4.065
200 Foeb | 6170
3065 'I‘
04 2.5€5- 4
I > % ps 2 7
A | - il
1 KR 0.2 mg/kg AAKPEHNEMBRRE AR R L HBIONGILE 1o L |
5.0e4 Il
5.15 ‘\ “‘“7‘“ k
10 20 30 40 50 60 71'01m. m\snn 9.0 100 10 120 130 140
2 FRIZKTER 0.05 mg/kg AKPEERREERRALZ BN GIEE
THER
5SS Ei::pu aE
COQO050010H 4 g TKEREREE. 1 g &N, 1 g iTIRERTA. 0.5 g ITIRER %0, 50 mL BLE 50% /&
COQ015032H 900 mg TKFREREE. 150 mg PSA. 150 mg C18, 15 mL BLE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ B F& 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ B & 200K /&
V2-AL 2 mLARBRBY OF R, T BEL 100 1N/ &
SC2-5 2mLEBREKS, WAO, 9-425 100N/ &
SDC-3000-D biocomma® ZE RHEREX 18/%
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R

QUEChERS ZEX R Eh SR AR BRI 2 HIE

2020 hik (HPEIZ5EE - OER 2341 RZGTZEENEE)

—. Hamizix
W 3.0 g @M EHNHEH AT SO MLBEOESR, M

N 1% K ZBRAR 15 mL, iRiE30s A M T 92,
B E30min, $BZEMAN15mLZ 5, 2500 rpm iR FE

5min, MAN6gHKMERE, L5glMRmEa (Cat.
No.COQ050020H) 1z BP 4T &, 2500 rpm & B 3 min,
5000 r/min B0 5 min, EEZBEZSK.

Z. HE@Ek
EX 9 mL &4 LRIINE 15 mL QUEChERS &1k E (Cat.
No.COQO015050H) , & HE 5 min, 5000 r/min & 1 5
min, ERRE S5 mL EERFS—F & 15 mLELER,
40°C/KABRBWMEERET, B1mLZBEHRAMR, 130.22
um [ 1S AR BN iR
=. trefECH!
BN ATAEMR30gRBER— ZPBER
YOETF, AESHEE=EE 0, 10, 20, 40, 80, 100
ng BREVERIMANE ERERT, BZBEINERE L
mL, BHIRRE N0, 10, 20, 40, 80, 100 ng/mL B9
BEREAELIES Ko
M, MK
BIERH
{Y28: UPLC-MS/MS (Thermo Fisher TQS Endura)
&gt CommasSil® ODS (2.1 mm X100 mm, 3.0 um)
JRohAE: A 7K (0.1% HER)

B: HEE (0.1% FER)
HRR A BEER, WK1

xR 1 BEARER
Bdial /min A/% B/%

0 98 2
1.0 95 5
40 70 30
8.0 30 70
9.0 30 70
10.0 2 98
135 2 98
14.0 98 2
15.0 98 2

SER: 0.4 mL/min

& 35°C

HESE: 5uL

RRE

BEFIR: HESI

FRIREBE: 3500V

#SIES: 30arb

WSRESH: 2arb

BFERE: 380°C

HEBE: 350°C

R2EHBN. RENERFTIEF SR C HEEBF)

Fs B {REZETE] /min | BEF FBETF
1 it 0.98 142.1 94.083*, 125.0
2 | ZEEERRREE 2.95 184.0 143.0*, 125.0
3 FERIRE 5.35 228.0 167.917*, 109.083
4 HIRRE 7.11 256.0 139.917%, 227.917
5 BRZ 7.46 300.0 174.0%, 127.0
6 IKERER B 8.8 312.0 269.887*, 235.958
7 ShIRRE 9.79 3310 99.083*, 127.071
8 i 10.7 314.0 162.0%, 271.917
9 KRR 10.16 243.1 214.988*, 172.917
10 R 10.29 304.1 216.917*, 233.929
11 | RESHE 10.53 332.2 230.917%, 121.071
12 petioti] 10.63 323.0 294.917*, 170.929
13 1B 10.68 363.0 226.917*, 306.917
14 RAREREE 10.72 368.1 181.917*, 321.946
15 RS 10.73 279.0 246.917*, 168.958
16 | hoRERRE 10.75 247.0 109.083*, 137.0
17 RR 6.22 230.0 198.988*, 125.125
18 ARR 3.55 214.1 182.917%, 125.0
19 izl 3 6.29 2232 126*, 90.179
20 id=y 5.82 256.1 209.0*, 175.083
21 B 8.46 355.1 88.196*, 107.875
22 BEREIM 3.90 207.1 89.167%, 132.054
23 RER 7.89 2223 165.012*, 123.083
24 R 8.02 382.0 167.0*, 198.929
25 SERE 8.29 358.0 167.0%, 141.042
26 BEAREERE 8.42 411.1 196.0*, 168.0
27 HFEE 8.69 216.0 173.946*, 132.083
28 i 8.02 404.0 372.083%, 344.143
29 | DEEIRER 9.86 226.1 210.083*, 108.298
30 el 10.89 409.3 186.0*, 145.0
31 PR AR 10.38 311.0 158.071%, 141.071
32 BB 8.67 200.0 183.054*, 182.03
33 TER 11.09 312.0 238.083*, 162.137
34 2740 11.22 350.0 197.905*, 321.905

1 34 MERRAIMERBRBBFMRE 20 ng/mL)
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B, ERER
®IWAM. HENBGIRAM D 34 MRASAERINIROIKRER

REMH HE Ll
Bi5t 0.025 mg/kg 0.05 mg/kg 0.02 mg/kg 0.05 mg/kg 0.025 mg/kg
Bl % RSD%(n=4) [E¥E % RSD%(n=4) | EIUZE % RSD%(n=4) [EUZFE % RSD%(n=4) [EIKZE % RSD%(n=4)
FRRZR% 86.6 43 87.5 52 85.9 73 75.6 7.0 87.3 55
Z B B B 96.4 3.2 95.2 8.8 81.2 5.7 79.1 5.7 84.1 6.9
aER 110.1 9.5 91.9 10.7 80.8 6.5 76.2 5.2 85.7 3.9
EPAERIZ) 79.6 4.9 87.8 4.3 72.9 7.2 67.1 2.3 95.2 8.0
FRELRRIRRA 90.6 5.9 93.3 0.8 85.6 1.7 81.9 3.8 85.8 1.4
Nt ik 83.4 2.8 91.3 4.8 83.8 33 74.2 6.2 76.8 3.4
KR 91.2 4.7 97.5 55 98.2 3.4 97.3 1.4 82.2 4.8
WE B 95.7 4.9 84.0 0.3 84.3 2.6 86.9 5.9 83.0 8.2
BRIR B 89.0 2.8 91.2 0.8 82.1 6.9 81.2 7.8 83.5 5.6
BERR 92.0 1.4 91.7 4.4 94.9 7.1 93.6 6.0 89.5 6.6
SEE 88.1 55 88.5 3.4 96.5 6.7 90.7 4.1 92.9 3.5
FARERE 81.8 2.4 81.2 43 71.9 9.4 74.9 4.6 73.9 3.3
SEE 80.2 7.8 17.4 4.5 62.8 6.4 64.4 5.8 67.5 3.9
FRARTERE 89.7 3.2 86.2 2.8 78.1 7.9 84.2 1.5 68.9 5.0
BRI, 86.4 7.7 89.8 6.1 91.7 9.0 79.9 5.2 76.9 6.7
LaFediie 78.3 5.0 71.5 5.2 91.5 1.7 84.3 7.5 76.1 6.2
FEE 86.8 4.0 84.8 0.5 89.6 8.6 85.3 4.6 86.7 6.8
b 69.5 9.4 69.0 2.7 85.9 7.8 85.4 7.0 93.4 5.5
e[S 93.8 2.0 93.1 2.1 79.2 7.4 67.9 3.0 80.9 8.2
SRR 95.4 73 92.9 1.5 84.3 7.1 86.2 7.2 89.5 6.9
EAESBNi S 53.0 1.2 55.5 7.2 81.9 59 71.9 6.8 61.6 55
Sk 95.0 7.1 88.7 3.5 89.7 1.0 87.9 6.5 83.3 5.9
R 91.3 2.8 91.1 6.4 84.2 4.4 82.8 2.4 79.7 52
LB 70.7 3.4 71.0 4.0 85.4 8.0 78.1 2.1 2.7 6.2
B R AR 87.7 4.4 101.1 5.3 72.1 6.4 109.4 1.7 89.3 7.8
RESHR 87.7 6.2 89.5 6.8 84.0 5.1 74.4 6.1 84.3 6.1
SRR 78.6 8.6 78.4 8.2 94.3 4.0 86.1 8.7 84.3 8.1
[ 85.3 4.8 80.0 3.1 98.0 7.0 86.7 8.8 7.3 7.1
REAIRBE 99.2 5.3 83.7 8.0 78.5 6.3 87.3 6.4 87.4 3.4
et it 80.5 7.9 81.3 9.3 76.6 7.2 79.3 9.2 80.7 8.2
HERERRE 75.0 6.1 87.7 8.4 97.3 4.9 5.7 7.7 79.0 4.6
el 87.3 4.7 88.9 6.0 7.8 7.8 85.9 2.2 86.0 6.2
TR 117.5 3.7 101.0 9.1 75.1 79 75.5 48 726 79
H5E 84.2 6.9 85.4 8.3 85.4 5.2 86.1 56 69.8 5.4
ITHER
IREEF RLIEE (QUECHhERS %)

#ES Ei::puy aK
COQO50020H 6 g FREREE. 1.5 g TOKBREATN, 50 ML BBE, HELELR 50% /&
COQ015050H 900 mg FiEA%E. 300 mg PSA. 300 mg C18. 90 mg GCB. 300 mg FEAZ, 15mL BOE, HELE2e 50% /&

SDC-3000-D biocomma® Z & RIERSN 148/

SF130-22-NL B /®13 mm/0.22 um/ BHFE 1004/ &
SC2-5 2mL BBRFKE, A0, 9-425 1001/ &
V2-AL 2 mLBSUREHERIE, FPHER 11.6*32 mm, 9-425 1001/ &
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Rz5#4 30 FHEBRTZAY UPLC-MS/MS IIE

2020 hR (FPEARHMELZ R (M3) ) 2341 F£HE LC-MS/MS-QUEChERS 7%

R

—. #HmiEl R2ANBT. RENERFIEF—HXK " AEEBTF)
ERMEREMENESR3I0gTFS0mMLBOE R, I 2= g {RE2ELE /min | BEF FBEF
N 1% 7 BE B K58 R 15 mL, SR BER & 15 mine $EE 1 | waw 1608 | 3041 | 2169, 2339
MAZEE 15 mL, BEGRS, BEKLEZUES (500 j jzﬁ 157-7059 jji‘l) 7521;’9 1‘}2‘121;08
X /min) 5min, f1 X QUEChERS % EY £t & (Cat. . e L087 . D31, 1652
No.COQO050020H) , iz Bl #& &%, Rl Z!#x & (500 %k / 5 o 6.68 1972 46.4%, 178.9
min) 3 min, 74 10 min, L4000 r/min B0 5 min, 6 S 15.54 314.0 162.3%, 271.9
= %k 7 LT 10.77 336.1 266.2%, 308.2
MERABEBROMLE FEE S & (Cat. z ;;’;ﬁﬁm 12;‘61 229-1 8691-2{*’ 8392-1
No.COQO15050H) &, ik #% 5 min £ 2 55 7338 %), Ll 10 %;%EE; ::46 32;:1 171.3*; 2;31.2, .192.1
4000 r/min B 5 min, fEERE_EER S mL BERAWRIK 1 - 0.75 1421 94.1%, 1251
ETF 40°CHBRBELN 03 ML, BZHEESE1mL, B8 12 HREM 10.91 2232 76.2*, 166.0
Bk 2 min, RITES, B, BUEBERILIE, WELIER. 13 ERE 9.15 2131 | 89.1%, 116.1, 98.0
— - s 14 KERRES 13.25 3120 235.9%, 269.9
_;Eﬁh&{ﬁ'ﬁ;&ﬂgﬂ? o 15 | S THBTM 12.96 305.1 187.2%, 2489
NEAEFRHER3g —6, AHAEARNHE 16 pu— 1125 3580 1673, 1413
HAEREE 5 mLERMNET 40°CAEREEL 0.3 17 SEEES 16.72 323.0 294.9*, 170.9
mL” , DA MNEEWR&EEAR (100 pg/L) 50, 100 18 | BTHEM 145 211 171.2%, 2749
uL, E& X B &A% (2000 pg/L) 25. 50. 100. 200 19 FRekms 17.14 2711 131.1%, 159.2
uL, AZBERZE 1mL, RIEES, SHILIERE (0.22 20 FRERE 10.82 382.0 167.3%, 198.9
um) , EEER, S, 21 LB 12.99 293.1 251.9%, 272.3
2 Bl 10.66 300.0 127.1%, 174.1
M, {X&E%H (Thermo Fisher TQS Endura) 23 | PREHE 16.43 3322 121.1%, 230.9
BILEMY 24 BT 16.65 363.0 226.9%, 306.9
{¢28: UPLC-MS/MS (Thermo Fisher TQS Endura) 25 IR 8.48 256.0 139.9*, 227.9
@i CommaSil® ODS (2.1 mm X100 mm, 3.0 um) 2 REHE 14.13 243.1 172.9%, 215.0
sEpig: A: sk (0.1% BE) B: BE 27 3-%53;2@2 731 2382 | 163.2%, 181.1, 220.2
. . . 28 e 11.69 4111 168.3%, 196.3
BT BB, 1 29 R BB 16.59 247.0 109.1%, 137.1
® 1 BERBER 30 | PHBTM 10.08 277.1 | 125.1%, 199.0, 259.0
DI i 0 0,
H'.fﬂ(fmm A9/8/° B/2/o F. TR

8.0 70 30 Bl enveZs

16.5 30 70 _ EUgE (%) RSD (%)

17.5 30 70 B BHE B8 M EF #EEK &¥s A EF

19 2 % EEB 808 750 | 68.6 825 | 22 | 21 | 39 45

21 2 98 BAKEITM 789 889 746 | 963 3.0 42 29 28

215 98 2 BAEM 735 1105 959 965 0.1 | 4.6 6.2 | 6.2

22 98 2 FERBR 52.1 550 | 503 623 06 21 51 54
R 0.4 mL/min A 81.0 | 912 92.8 906 45 13 49 0.7
M5B 35°C 3-BESHEE 766 1093 803 762 48 81 7.5 63
HREB 5L BKE 972 1092 851 950 | 34 | 04 17 | 23

. BIFBS 811 910 89.8 1159 6.0 33 | 40 17

Elg%ﬁ B 86.8 928 877 1105 21 | 09 | 2.6 | 44
BFR: HESI =EE 848 1009 885 1151 35| 04 17 | 17
BBIZEEE: 3500V EERHTWM | 9.8 1084 1148 1110 3.5 19 54 54
#SES: 30arb FEME | 514 504 516 638 | 31 10 05 | 24
WMSEH: 2arb SRS 857 939 868 1085 3.1 12 21 38
EZEGS: 380°C SERE 50.7 | 544 50.5 505 12 | 03 | 3.0 0.6
BEERE: 350°C BPRETM | 87.3 1114 1150 1141 0.7 41 03 47
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R

; EME (%) RSD (%) TR g, TESRMESRES TR e
B sz mrs mv =7 mx mrs av =7 - e -
BAMME | 720 660 584 916 28 62 45 36 % % Eromm
BB | 812 1098 923 | 1133 64 1.0 | 48 20 o o s
KBS 1072 1049 856 1088 37 13 | 10 26 g ok s W
i 80.5  91.0 750 110.1 41| 15 02 26 Tt ey e, PSS e v o e
BTHESTER 864 | 1102 | 929 1103| 55 44 | 47 59 S E .
BTHRER | 912 | 109.9 1020 11655 3.7 14 09 4.0 § § ” s
SRS 88.1 | 1040 | 922 1143 18 11 14 14 e ‘; soco
KR 83.3 | 959 880 1104 15 12 03 16 g - S, . Sp— E Baarranssnanesnasssn
E4H 795 879 792 1081 18 35 19 09 Bt P s
BESWH | 722 987 891 1050 41 19 | 0.7 2.0 : REe o
RIREE 84.1 1029  93.7 | 109.7 3.7 09 |07 36 § § s Fp
#wFE 831 97.1 | 840 1048 32 | 00 | 51 29 i ' -
®EB 776 588 553 934 46 21 43| 08 po ) : o i
BB 875 922 79.2 1018 57 | 45 | 2.4 52 . - - .
BB 905 | 1039 | 882 1127| 04 01 | 04 28
HEYE_SC_1
Data File: HEYE_SC_1
Sample Type: Unknown

Current Data Path:
Injection Volume(ul):
Instrument Method:

Current Processing Method:
Instrument Name:
RT: 0.00-22.00 SM: 156G

D:\TraceFinderData\4.0\Projects\duonongean\202 10203

5.00

D:\TraceFinderData\d.0\Projects\duonongecan\202 10120\30duonc
gean120

N/A

TSQ Endura

ML:
50 562E5
TC M
45+ HEYE_SC_
1
A0

1 2 3 4 5 6 7 8 8 w0 11 12 13 14 15 16 17 1@ 18 20 2 22
Time (min)
1IN 0.1 mg/kg B9 30 FEARIEF RN BB FRRBHRENE FRIEER
ITHESR
5SS i3 ax
COQ050020H 6 g FREATE. 1.5 g TKEEERTA, 50 mL BOE, HELEZR 50% /&
COQ015050H 900 mg Hi#EAE. 300 mg PSA. 300 mg C18. 90 mg GCB. 300 mg iR, 15 mL BLE, HELESE 50% /&
SDC-3000-D biocomma® Z & RITEAIY 16/%
SF130-22-NL B /®13 mm/0.22 um/ BilH 1001/ =
SC2-5 2mL EBRRER, O, 9-425 1001/ &
V2-AL 2 mL BSUREESE, HHEL 11.6*32 mm, 9-425 1001/ &
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PRRZR 33 #hEEANRIZAIIEMAESE (Copure® HLB)

HEEEEREYRNTIRRARE, SFENELME.
BER. HEESWEMEYR, BERENESER, 1§
R, BiIER, HMESMEN, EUNEEHEER
EHMEMSEHREX—KTL, BREFRIN, BFEEA
LUAKIE, AILLEMS. %7, ERmIEE .

ANASZE (2020 PEZAH) EEFER A, KA HLB
SHFRREZ AR 33 R ERAMITT HAF L, @idZ HLB /Y
EAE, IARBEREETHNEER. EXHERERS,
FEHBENLRER,

—. FmITE

EHRFRE B S I BR R & 5.00 g, IN& 1.0 g,
I BNEEN, MMANZBE 50 mL, 2500 r/min SRJE 10 min,
6000 r/min B 5 min, 2B EER, REESRIN—
BHFREER, 40°CRERBEL S5 mL, BHILHER
ZREEBRE 10 mL, %1k,

—. #&%t (Copure®HLB,200mg/6mL)

S ERFESMUR 3 mL, I, FAREAE, WERRT
R, MﬂPﬁHX 1mL O 0.3 mL 0.1 pg/mL BEER =B (A
i) , BAE, & PTFE- HLH;J: GC/MS-MS; S4B 1 mL
AN 0.3mL 7K, SBSE, i PTFE-HL fE_E LC/MS-MS,

=. ERfngi%ERat&E

TRERFR, EHAERGEHELERKRT B
BEBAR, DABEEENTAERAR 1.OmL (613) ,
BAMN L, 40 °CKBREE 0.5 mL AT, MAEE
AR, HMZEHBREE | mL, RIERS, GIBKEDF
79 10 pug/L. 20 pg/L. 50 pg/L. 100 pug/L. 150pg/L .
200 pg/L W%k, HAP, BT GC-MS/MS S revtRe,
AERE ImLE, 23RS NRESMA 0.3 mL 0.1 pg/
mL B =XEENIRE®K; AT LC-MS/MS DAt , 7
ERH ImLfE, 25BE8MMKRESMA 0.3 mLK, HER
BAE, i3 PTFE BR E#.

M, {2IEH

1) SEEH

1X88: Agilent 8890-7000D S FREXFY

&3 HP-5MS Ul (30 m X250 um X 0.25 pum)
HEEDR: BRER, 1 mL/min, oM
BEORE: 250°C

HS: =4 He

FHERER: IR1

B2 1ul

AFIFEIR: 6 min

MEAN: BFEHE (E)

HEREE: T0eV

BFEEE: 250°C

EIBE: 250°C

BNAER: ZREEN (MRM)
BENEFIHEE: 5% (2020 REZHE)

R

® 1 SR EER
EZE (°C /min) & (°C) RIFEGIE] (min)
aE / 60 0
BE1 30 120 0.5
HAEE 2 15 200 2
HEE 3 5 270 8

2) BEES
{Y25: UPLC-MS/MS (Thermo Fisher TSQ Endura)
&3 Commasil® & KRZE A (2.1 mmx100

mm, 3 um)

TRENAR: Al 0.1% FRERIK B: HBE2

FIE: 0.3 mL/min & 30°C
HESE: 5uL AR a2
BFIR: HESI BEZEBE: 3500V
#SES: 30arb WRES: 2arb

BFEmE: 380°C WSRE: 350°C
BNEFWER: &F (2020 RFEZH)
®2BRBUABIER
BJi&l /min A% B/%
0.00 98 2
0.25 98 2
2.00 95 5
8.00 70 30
16.50 30 70
17.50 30 70
19.00 2 98
21.00 2 98
21.50 98 2
22.00 98 2
B, FEEHER
xR 3 33 MEARAMIREWSEILLS
20.0 pg/kg 40.0 pg/kg 80.0 ug/kg
Ef5¥  [EU§=E RSD (%) EIHE RSD (%) EHRE RSD (%)
(%) | n=3 (%) n=3 (%) n=3
FRRREE 101 742 90.3 7.16 85.9 4.41
FREXIHR A 7.3 4.66 96.8 3.66 105 3.52
NI B 72.3 5.67 91.7 3.73 92.5 3.36
A 72.8 7.30 7.4 5.85 90.4 2.50
i 84.8 3.71 84.5 2.42 86.9 1.88
a- 737578 91.6 1.75 90.9 0.75 94.5 1.94
B- 757378 101 2.02 100 1.37 96.3 2.62
Y- 757378 92.3 3.27 91.4 2.35 96.5 2.06
[ SVAVAVAN 92.7 3.01 94.6 3.34 100 1.95
4.4 - EEH 5.7 3.92 783 3.23 69.6 3.95
2,4 -TEEH 79.6 5.66 72.4 4.58 4.7 4.04
4.4 - EEF 89.5 4.46 70.6 4.34 71.5 291
4.4 - EEE 83.8 3.85 81.3 3.63 82.8 3.16
B2 3 93.4 3.22 91.2 431 97.8 2.56
FRESER 71.2 7.64 73.4 4.69 81.0 3.89
LG 89.2 4.39 84.8 2.85 82.9 3.02
IKECF 99.8 3.86 90.1 3.32 93.2 2.17
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R

LR 80.6 4.97 92.6 3.48 96.7 2.66 SeEEL 91.1 2.46 94.3 3.30 94.9 4.79
KL 86.6 2.16 95.1 1.98 98.0 1.03 3-FERAR - - 75.2 4.82 90.5 6.08
KB 87.5 8.61 90.2 7.10 92.6 5.65 KB - - - - 90.3 5.47
R 94.7 3.66 88.1 5.29 80.6 1.69 RN 96.7 6.01 90.6 8.41 89.8 1.24
fiiEs7 90.2 4.02 85.4 191 84.3 2.77 KB ILAR - - 86.4 2.66 78.6 3.32
1B EHE 871.7 4.84 101 4.46 110 2.35 R 91.6 3.37 96.8 2.03 101 1.69
SRR 92.7 3.42 97.2 2.32 102 2.19 ST 99.1 6.46 89.6 1.46 90.7 1.43
T B 86.8 3.44 913 3.16 97.1 2.72 IR BB 73.8 6.82 914 2.56 100 3.65
BT HRBEN 97.2 6.23 85.6 7.85 89.7 1.62 a- B/t 97.8 3.34 87.2 2.38 81.8 2.57
TSI | 93.4 4.34 92.6 2.44 86.1 3.37 B- Fift 92.6 3.26 95.4 1.39 96.5 2.13
S - - 80.8 4.89 95.4 2.82 RAREL RS 93.6 2.06 102 1.66 107 331
BT PE - - 82.8 3.76 87.5 6.08 R 102 2.55 106 171 108 1.98
FARERE - - 88.3 3.49 99.1 331 AR 90.4 2.92 101 2.06 104 3.10
FRPERE 89.5 522 88.9 3.44 95.8 2.67 FRFEM 83.7 3.86 102 3.03 101 3.28
FREEREEN 97.0 3.11 89.5 1.85 90.3 2.94 MRBEILAR 90.0 4.66 94.5 3.84 99.8 2.02
R IN 98.7 3.18 91.8 1.99 92.5 2.73 O, - ZSRHHEE 91.2 7.20 79.8 4.25 78.6 3.38
FRERES 89.7 3.98 101 197 103 2.26 PP - ZSRHEZ 79.6 6.36 75.6 3.39 715 3.75
RRHE; -0 95.3 3.88 96.7 3.82 97.7 4.25 TN 81.4 2.46 91.9 3.86 93.1 4.00
IR -S 89.6 4.61 92.7 231 100 2.59 FRERIF B 82.7 6.34 91.7 4.38 103 3.52

+ TIC MRM (k* —> sk) 20-1.D (20-1)

£ x10™
=2
S 27
1. 81
1. 67
1. 47
1. 27
1
0. 87
0. 67
0. 47
0. 27 M
I A | 1
0 ] T I I I T T I T T T T T I T T I I T T [ T 1 T I
7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30 31
KA (min)
1 7RINKTFER 40.0 pg/kg SHEEBEFHE
RT. 0.00-22.01 @
100+ NL
E 4.91E6
90 mc Ms
E 401
3
ZUE
103
: ‘“\‘“'\““\""\‘“‘I"“\“"I"‘A‘_‘\“"\A\‘“‘\
1 2 3 4 5 i 7 H H 10 1 12 12 14 16 16 17 18 19 20 21 22
Time (min)
2 FRIIAT R 40.0 pg/kg AR R BT HE
THiES
Bs 3% (2E=
COHLB6200-M Copure®HLB E#HZEENE, 200mg/6mL 50% /&
SDC-3000-D biocomma® & RHERSN 16/%
BN24 BEekARMmIN 1&6/%
SF130-22-PTFE-HL PTFE #=0i2iE2s, HR 13mm, FLIE 0.22 um, BHR 1001/ &
SC2-1 2mLEBRAKS, AR PTFE/ 4GRS, 9-425 1001/ &
V2-AL 2 mLIBSUR eI, FPER 11.6*32 mm, 9-425 100N/ =
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R

RIBE 24 FL#UIRENWN B RPSHREGTZER UPLC-MS-MS JlE

QUEChERS AR —EIRE. EE. £5F. 5. WANZ
SHNERTLES X, HEB ZNATEVYEEERPR
HRIMEMRNFR, BFLReldiEPEERBIERE
A WNMBERZ. LRZIEPBRIZESHOQNEE
TRESFRM, NEERBEXLERD, BIRSHITQ
MEMBIBE R B E X R,

AT RN X, EREMRBRNAER 24 FLKESF
iR, SKIMT RAMERRE. S@EERN; HBE 24 FLIE
EEREMHEMARER, #UElE, THREAHIR
BERTIE, #EFEMITERE, BIREMRN, ARIT
24 FLA AN B S 23 R A BRI LC-MS/MS 75
Eo &A% (1ng/g M5 ng/g) MNKTERINAREIKRERY
£ 60-120 % i8], [EU=R CV E/NF 10 %; MAISELfE,
H5%4 QUEChERS ERIEIM R A UMRBE, &%
BEBEIREE, 5154 QUEChERS JAHELLAB IR NINES
MBEERBEETFHME, EBENARPSHREGE
BHNEE G,

A FEE A GB 23200.121-2021 (HEYIRMER & 331 F
RAERARGWABE0NE RERIE - FUEEAE) -

—. Hmarhi2

1.1 B amIRE

1) BHERU%E, BEAMBEIMESS, FREX100g
HmTF 50 mL BO0EH, 010 mL ZEERIEES 5 min;
BN QUEChERS ZEREE & (Cat: COQO050010H) , A&l
FUHRIE 1 min, REE 5 min, 5000 r/min B0 5 mine
TRZBEHEK,

1.2 HaA

1) 524 7R BMULIR (Cat: NC24002) HEBEHEELZ R
HARIER (Cat: NC24DZ) £, BEAKIRFLFMAN2
mL SRR,

2) B22UARBSCIRMHBEMITEARER 24 FLEER
EREE (Cat: BCY2402) T, AESEX, H2URTL
MBRFLRIFIIN, TR,

3) BESEREES, FERIRIRTEEHERF,

4) TEBREIE, #ERTEEE, BIA LS.

A HES QUEChERS JA2% (GB 23200.121-2021)
FRXS N B AR AL IR TS T

. IEEH
{%28: UPLC-MS/MS (Thermo Scientific TSQ Endura)
®I3EME: Commasil®BEH T-C18 (100*2.1mm, 3um)
TREDAE: Ak (0.1% FRER)

B: HEZ

I 0.4 mL/min

W= 5ul
MR 30°C
GERR AT BEER, E1l
®1BELKRER
BFiE] /min A/% B/%
0.00 98 2
1.00 95 5
4.00 70 30
8.00 30 70
9.00 30 70
10.00 2 98
13.50 2 98
14.00 98 2
15.00 98 2
RIS
B ¥R HESI
EBIEEBE: 3500V
$SIES: 40 Arb
WRES: 1ArD
BFEEE: 380°C
ZRE: 350°C
=. TegR
% 2 ZFHERRIEINAREUSLI0LE R
BES
EE
wamg KT 4R 64 QUEChERS 3%
(ng/g) (n=8) (n=8)
FHEIKE FEHEIKE
R | CVI% R/% CV/%
1 67.8 9.78 69.2 14.8
1E 7
5 106 8.41 102 4.52
1 98.9 9.40 99.8 16.5
Ok PAA TR R B
5 93.4 2.28 84.7 6.89
1 75.1 9.76 59.8 15.5
FhBE
5 85.1 5.91 68.4 9.46
1 94.5 9.43 74.3 15.8
WEchBk
5 100 8.46 94.9 10.5
1 65.4 8.22 56.6 14.1
ZER
5 86.4 5.63 85.8 4.36
1 78.5 8.15 76.3 7.65
SR
5 101 7.56 89.6 7.81
1 75.8 7.61 82.6 10.6
SRR
5 108 242 105 4.92
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R

1 106 9.16 105 155 W LRI B fRQUECKERSTL
BB
5 112 6.49 113 3.65
100
1 9.6 9.41 119 5.09
IR B
5 108 8.11 108 4.16 .
W
1 94.1 9.76 55.0 12.9 g
Wb R A
5 87.8 1.87 77.1 15.7 w
1 93.8 9.77 96.7 12.3 »
HRE
5 94.4 6.05 106 6.13 ,
moE F A R % E E ] a EOS Om o om oo
: ms 18 ss | 113 PEEREECEREEGRCRELERNLGE
SRR BN B A % E g ﬁ
5 107 7.28 93.7 10.6 [
=g
1 90.1 9.80 102 126 =
ARAEHR s e o, 105 036 E 1 AEFSRIATE 24 LRI S WARDE S5 QUEChERS SARIEINES R (5ng/g)
RT: 0.00 - 15.01
ﬁﬂ}ﬁ%ﬁﬁﬂﬁ 1 99.6 9.69 103 12.3 100? 0.71 ,1\%:65
7 5 104 9.64 9822 7.47 %0 rems
80
1 98.2 9.11 108 18.1 E
S g 4
5 105 2.40 103 429 5 e0
§ 50; 0.73
1 114 9.51 101 11.2 P
Eakesli g 40
5 106 9.85 95.9 6.35 E 307 002 993 994
E| “000[%9°
1 96.7 6.18 97.5 6.67 e 060|297
TEE 10 lo7e 203 013 9.88)%%
5 106 327 102 2.53 ol Ao " ass 450 aso 730 9% | 1111 1 1480
T S T
3 BEHIE 1 106 7.17 101 7.78 Time (min)
5 89.9 432 90.0 469 RT: 0.00-15.01
0.70 NL:
1°°j 1.97€7
1 96.1 9.13 75.0 7.41 o 0.71 TiC MS
Ntk SRk
5 78.2 8.49 92.7 4.22 80
1 823 9.18 53.1 181 g "
JRdES § e
5 786 439 54.1 165 2s
.g 0.73
1 78.5 9.91 64.1 6.05 g “%
T4 5 B 30
5 101 428 94.5 167 j 003
207 9.92 9 9.94
A 9.89]9.97
DREER: - e L 98.6 9.85 86.1 15.1 RERN ETYRN 011 915 Jose
- o] 458 460 739 0 1111 11,86 1361
ek 5 101 6.86 104 4.86 S S S A
Time (min)
| 96.4 9.65 102 153
PREER E’i * 2 RER R 2RI TIC ©3E (5ng/g)
PREREEEE 5 102 419 98,5 9.87 (D64 QUECHERS 3 - BHIVE @ 24 FLATRBIARE - SHAE )
iTHER
=) b P g
NC24001 Copure® 24 LR 2R (EAFRBENTER. KENERR) 18/&
NC24002 Copure® 24 FLRIL2WIR (ERABENES. KENEAR) 1R/ &
NC24003 Copure® 24 FLRFE AR CERAY. THEFIRE) 1/ =
NC24004 Copure® 24 FLR7E AR (ERFMHFEER) 1R/ &2
COQ050010H 4 g TKIREREE. 1g R, 1 g ITIRERM. 0.5 g ITIRERE M. S0mL BLE, ARBLESR 50% /8
COQO050020H 6 g TABESE. 1.5g ZEM. S50mL BOE, NABLEE 503 /&
SDC-3000-D biocomma® Z & REEESNY 1&6/%
NC24DZ 24 PR 18/%
BCY2402 24 FLEMEIRNEE 14/58
BCN2403 24 FLBEERMAY, FERIR 18/%
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BEE 24 FLCIREXW ESh 28 HREGTRER UPLC-MS-MS STITE

QUEChERS ‘A B —EKIRRER. BHE. £ BN MANZ
SHMHERTELERZ, HEM ZNATEYEEERPR
BB MKRNR, BFLmeIZEPEERBIERE
K WNMBARZ. LRZEPBRIZES RN IR
TREFMH, NAEMBAXLERR, BRSFHITN
WEMEBIBERRE N XE,

AT XX —kE, EREMRARALN 24 FLRTE S
iR, U7 REMBNIRER. SE2RN,; B 24 FLE
FEEMHERRREM, B2HERE, THREATNE
B[EILE, HERTERS, B LENRN, AXRBIT
24 A RFBEUIRERNESHAEZERP 28 HRAZEHN
LC-MS/MS 3%, %734 (5 ng/g# 10 ng/g) mNKF
BINAREIU R TE 60-110 % Z i8], [EURER CV E/NF 10 %;
MRITEE S, H5E4 QUEChERS SERIEIR R TS L% R
HY, RAFREEERE, 5154 QUEChERS JAMELLA
BERNMESNHBEERRELHTFHNRE, EBIEAES
MMZERRLZHRAZENNBE S,

75 7AIE R GB 23200.121-2021 (HE#RMEE AP 331
RARHRGYAEENE RERIE - BUEEKAZE) -

—. Hmari2

1.1 B RIZEL

1) BHERUEGE, BERMBTMESYS, FEN100g
HmF 50 mL BO0EH, 010 mL ZFERIEES 5 min;
BN QUEChERS ZER# € (Cat: COQ050010H) , &l
ZURIE 1 min, SAKES min, 5000 r/min B0 5 min,
LTRZERRFAK.

1.2 @At

1) 324 LR RUWIR (Cat: NC24002) HMEBEHEEZ R
HARIER (Cat: NC24DZ) £, BEAMLRILPMAN2
mL # AR,

2) B4 A RS URIMHIEMITERER 24 FLEER
EY#E (Cat: BCY2402) T, ABSEFX, F2URTL
MESFLFRFIN, TERT.

3) AESEREES, FERIRBRIIEEHERF,

4) TEBRTIE, #FRITEEE, BIR L9,

¥: 2N X P 1% 48 QUEChERS 3% 2 #E (GB 23200.121-
2021) HRSRIAVEE SRL IR TS K.

. INEBEH

{¢2%8: UPLC-MS/MS (Thermo Scientific TSQ Endura)
@i Commasil®BEH T-C18 (100*2.1mm, 3um)
TRENAE: A:JK (0.1% ERER) B: HEE

FE: 0.3 mL/min

HFEE: 5L

38: 30°C
BRI BERE, R 1
xR 1 BEXRER
BFiE /min A/% B/%
0.00 98 2
2.00 95 5
8.00 70 30
16.50 30 70
17.50 30 70
19.00 2 98
21.00 2 98
21.50 98 2
22.00 98 2
B
BFIR: HESI
HIREBE: 3500V
#SES: 40 Arb
WSEAN: 1AD
BEFEEE: 380°C
ZRE: 350°C
=. LIRER
® 2 ZFEZERRERMIR O USR0S
B8
- 24 I RE$IR | 545 QUEChERS %
ity e
&M I51 =. =
s E (ng/g) (n=8) (n=8)
FHYERE o | FHIEIKE .
R V% R CV/%
5 91.3 5.74 95.1 8.68
FR R
10 92.5 5.93 91.3 8.96
. 5 95.5 6.35 97.7 9.63
S
10 95.1 6.21 99.1 9.51
5 94.4 5.15 95.5 9.48
BRR
10 95.2 5.59 99.5 9.46
. 5 96.2 9.16 95.2 9.27
LT
10 92.5 9.05 91.5 9.22
. 5 95.3 8.94 92.5 11.6
HLERET
10 99.1 8.83 93.1 10.5
5 94.2 8.72 95.1 12.5
FLABETR
10 95.2 8.61 95.0 12.5
5 94.3 8.74 96.3 11.8
H RS
10 90.3 8.93 90.3 9.96
5 95.7 9.12 94.7 10.8
kRt
10 90.1 9.31 91.1 11.7
) 5 95.6 9.50 92.1 12.8
B
10 95.0 9.69 91.5 114
o 5 93.1 9.88 94.1 9.58
SRRk
10 95.1 9.27 95.1 9.43
5 96.2 9.16 96.2 9.67
BT
10 97.5 9.05 92.5 9.25
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BT RREETN > 93 894 943 106 B 24P RS AE B {E5QUECKERS A
10 97.1 8.83 93.1 11.1
5 64.3 8.74 61.3 9.68
SEE 100
10 60.3 8.93 62.3 8.96
5 64.7 9.12 64.5 9.63 °
z2br 123 3
10 60.1 9.31 65.1 9.51 £
B}
5 95.6 9.50 9.5 12.5
ERPERR ©
10 94.5 9.69 99.5 11.9
5 93.1 9.88 94.1 11.5 ®
ERRERRTN
10 91.1 9.27 95.1 12.3 .
EAERiEsriERTEEEREEREL 22 B
5 96.2 6.16 95.1 10.7 IS LS S RS RS TS S AL NEEEEEE R
R RERSTE IR e "R "3 EI "
10 925 6.05 925 11.2
5 95.3 4.94 91.3 9.66 E 2 EEPLREME 24 FLRFANIRES TS QUEChERS JAMVEIRERERITLL (5 ng/g)
FAELSHIR%
10 99.1 4.83 93.1 9.81 T 0.00. 2200
5 94.0 5.72 92.0 115 1993 Plare Voues
Wu&@\; 901 13.08 TIC MS
10 91.5 5.61 95.0 12.0 E 1313
80*: 13.06
5 92.3 774 91.3 12.8 70 13.05
TEE 8 7
10 91.3 7.93 223 11.6 § o0 13.04 1315 18.81
\ 5 92.7 6.12 91.7 9.23 g 50
3-REREE £ .0
10 94.1 731 95.1 9.31 I
30
. 5 926 6.50 96.1 12.8 2]
R E
10 95.5 7.69 99.5 11.6 10
5 73.1 8.08 69.2 12.5 0
R 10 70.1 9.27 68.1 103 | L T
5 94.2 7.16 96.2 9.27 RT: 0.00 - 22.00
5K 100 13.10 NL:
10 92.5 7.05 90.5 9.52 3 a0s Z1Es
= ) 13.12
5 99.3 894 943 9.26 3 i
TR 501 1 :
10 99.1 8.83 935 9.51 g P
70 e
o 5 94.0 872 | 954 9.65 f o 1304
SR e 1302 1345 1801 1881
10 91.2 8.61 91.0 9.50 2 5 : :
. 5 93.5 7.05 92.5 9.72 2 407 oo
IKBRERRR e -
10 943 6.94 943 9.76 30
5 99.1 6.83 93.1 11.1 207 (094
IR 0]
10 94.1 6.72 94.0 12.5 085 516 491
0ol d ' ' -4
2 12 14 16 18 20 22
Time (min)
IFESUFHENEEEHANSREFE TIC @BE (5ng/g)
(Df£% QUECHERS % - B UAME @ 24 ILRIS IS - B2 IE
iTHER
%Be R g
NC24001 Copure® 24 LR 2R (ERRABENES. KEMEHAR) 18/2
NC24002 Copure® 24 LR 2R (ERZBERNER. KEMNETHE) 18/=2
NC24003 Copure®24 FLRIL 2R (ERAY. SHAMERER) 1R/ &
NC24004 Copure® 24 AL R AR CERFEMAEFERD 1R/=
COQ050010H 4 g TTKRBEREE. 1g Sk, 1 giTiRERIN. 0.5 g ITEERE . 50mL BOE, RISBLELE 50%/=
C0Q050020H 6 g TKFREASE. 1.5g ZEM. 50mL BLE, AaBELEEE 50% /&
SDC-3000-D biocomma® £ &ERHTESN 1&6/%
NC24DZ 24 FLEEEHRIER 18/%
BCY2402 24 FLIEMEIRAVEE 14/
BCN2403 R, FIRIR 1&6/%
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EIBE 24 FL#UIRENFH RS HREGTEER UPLC-MS-MS JIE

QUEChERS A2 —H &, EE. £5F. a%. WMANR
SMERTLES X, HEB ZNATEVYEEERPR
HRIMEMRNFR, BFLReldiEdEERBIERE
A WUMBARZ. RRBEPBRIZEESHQNEE
TREFRM, NEERBRXLERD, BRRSHITQ
MEMBIBE R B E N XE,

AT R — s, EREYIRARTHLZN 24 AL RZ S
iR, SEMT REMEWIRER. SE2RN; B 24 FLE
FEEMHERERER, BUERE, TREAHRIE
S|EIOEE, #EEITERS, A ENRN, AXEBIT
24 FLRFR B MR AR M F H A 25 MR TR B HY LC-MS/
MS Bik. %A% (1 ng/gHl5ng/g) FENKFERINARE
W TE 50-120 % 28, EURE CV E/NTF 10 %; Wik
IS, BS54 QUEChERS SERI BN R A L RIE Y,
R EIREREREE, 5%4% QUEChERS AL ABN
BESMBBLERREMTNRD, EBEARHFSZH
RAFZREHNNBEH o

A7 EIER GB 23200.121-2021 (HEMIRM R M 331 #
RAERARGYABE0NE RESIE - FUEEAE) -

—. tFmanihi2

1.1 HRIRE

1) BEFRMESYS, E2.0 gHERT 50 mL BOEHR,
PO 10 mLIKRBEEA, 58 30 min; B0 15 mLZiE (1%
Z ) JRIERS] 5 min; BIN QUEChERS ZEN#E (Cat:
COQO050020H) , EIZUIRIE 1 min, ®HE S min, 5000 r/
min B0 5 min,

TRZERRFARK.

1.2 Hast

1) 24 IR EMIR (Cat: NC24004) WEBEEEL R
HHRFER (Cat: NC24DZ) Lk, BAEUWRILFMA2
mL # RIEIR.

2) B22UARBAMRIMHBERIEEREE 24 FLEER
EYEE (Cat: BCY2402) T, ABRSMEARX, FEREIRTL
MAMSILFIFEN, TR,

3) AERSEREES, FERRRSEEHERT,

4) TEBREIR, #FRiTLEEE, BIE L9,

F: 7 32 £ 45 QUEChERS 3% 2 35 (GB 23200.121-
2021) HRTRAIE SRS,

. IUEEH
{Y28: UPLC-MS/MS (Thermo Scientific TSQ Endura)
@it Commasil®BEH T-C18 (100*2.1mm, 3um)
mEpAE: Ar K (0.1% FRER)

B: FEE
S 0.4 mL/min

WMEE: 5ul

R

IR 30°C
AT SRR, k1
®1BERBER
i8] /min A/% B/%
0.00 98 2
1.00 95 5
4.00 70 30
8.00 30 70
9.00 30 70
10.00 2 98
13.50 2 98
14.00 98 2
15.00 98 2
B
BT HESI
EBIEEBE: 3500V
BSIE: 40 Arb
WSES: 1Arb
HFEmE: 380°C
ZURE: 350°C
=, FEER
R 2 SMBRRIAIMNAREWSEIRGE R
RWHEE
wot
MARAT R
BHRE (g 20TBE () | QUECHERSE
FHIERE FHERE
R/% CV/% R/% CV/%
1
IERAZ
5 60.1 6.27 49.2 241
1 82.8 8.47 93.7 11.5
DHPLRR B
5 73.1 9.88 84.4 5.22
1 110 9.15 111 14.1
o
5 109 8.25 93.0 135
1 93.3 1.44 88.4 12.4
=5t
5 83.6 5.58 85.9 2.72
1 81.3 6.75 82.4 14.6
ek
5 98.1 9.64 85.8 12.3
1 86.3 9.22 86.8 10.4
s
5 104 4.36 101 4.97
1 74.6 8.35 76.1 7.16
587
5 85.1 9.75 79.4 8.84
1 89.2 7.48 86.1 4.45
FmpEn
5 104 3.89 103 1.51
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p—_—- 1 B 2l W E5QUECKERSH
5 61.0 9.95 50.2 2.02
1 826 477 855 13.1 i
Bk EERR
5 76.1 561 76.9 418 ®
kS
1 65.3 8.75 65.2 8.34 £
FAEMEAR &
5 76.5 9.49 77.1 541 w
1 985 9.11 87.2 11.9 .
el
5 88.4 8.61 87.1 8.13
Dﬂ!&ﬂi*ﬂzﬁggjﬁﬁ$ml&Riﬁﬁﬁﬁg]{!ﬂé&&lﬁiﬂ*
1 80.1 9.72 86.4 6.65 Eeedrlfaldiiiararaisidans
DR H ! E 8 £k
5 85.1 7.41 785 7.13 § §
ES
1 95.9 9.91 96.1 112 ~ ‘ o ) . #
SR 1 HH RS RIS 24 IR S LARE 5545 QUEChERS SABIBINELRITLL (5ng/g)
5 102 7.56 953 3.57
RT: 0.00 - 15.00
1 107 8.83 923 123 1005 070 NL:
FRIEM e 3 N
5 113 9.24 112 2.49 w03 086
80
SLhEERL 1 117 7.34 122 11.8 ]
70—
7 g -
# 5 101 535 107 8.28 g o 1ot
1 96.9 9.85 103 10.7 350 |om 736 737 783 1087
EC L
5 93.2 8.75 973 371 5
30
1 114 9.17 116 6.00 E
aBAE 204
5 9.1 8.86 933 321 e
1 64.5 8.75 57.5 12.8 0
TEE Time (min)
5 89.2 8.22 84.3 3.63
3 EEE 1 64.8 6.00 52.1 13.7 RT: 0.00-15.01 1085 AL
100 161E5
7 5 61.1 9.59 51.1 115 TIC MS
1 90.4 7.65 85.6 7.65
Itk SR Ik
5 113 8.96 9.7 111 s
1 72.9 9.37 513 108 g
JRIFF %
5 80.1 6.67 56.1 136 H
P BF R
5 51.8 9.69 51.9 3.64
o 1 9.6 9.52 105 7.89
SRR 5 92.1 377 91.9 7.27 8
Time (min)
P
f'ﬂ“ H’if ! 821 8.92 6.1 114 B 2 REE LS AMERINS RIARE TIC BEE (5ng/o)
PRI FRERE (Df54; QUECKERS 3 - BHAME ) 24 AURESMATE - BRI )
= 5 91.2 6.94 96.7 5.01
ITEES
5=E ik g
NC24001 Copure® 24 FLRFH AR (ERARBRNER. KENEAE) 1R/=
NC24002 Copure® 24 FLRF 2R (ERZFEBENTR. KEMNEHAR) 1R/ &
NC24003 Copure® 24 FLRF AR (GERAY. SHEFIRE) 18/&
NC24004 Copure® 24 AR5 2R GERARMHIEFER) 1R/ &2
COQ050010H 4 g TKMEREE. 1g S, 1 giTiRER. 0.5 g iTRERE . S0mL BOE, REELESR 0% /=
COQ050020H 6 g TAKIREREE. 1.5 g ZERH. 50mL ELE, RAELELR 50% /&
SDC-3000-D biocomma® ZERIEBEANY 18/%
NC24DZ 24 FUHFHIRFER 148/58
BCY2402 24 FLEEREE S 18/5%
BCN2403 24 FLERERMY, FIERR 18/%
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BB E 24 FL$MEIRE HES T 28 FhRE5EZEY UPLC-MS-MS IIE

QUEChERS AR —HRE. FE. &5F. 2. MAN%
EFmAAESE, HEMZEBTFEYERERRPR
ERMBWENFR, AFRFRNTEFEEREIFERE
R NBMBEARZ. RRBEPBARESHHRNEKE
AREFRD, NAERBRAXLERED, BiRsHNTCN
MERMBIBERIZEMEBIXRE,

AT R —kE, EREYRBRNALN 24 FLRFE %
iR, TIMTRIZRMENIRR, SEB=RN; B 24 FLIE
FEEMHERERER, B2UERE, TEERAHXIE
S|EAOEE, #EEITES, BT ENRN, AXEIT
24 A RFBEUIE RN ES N AEZER D 28 MRAKEN
LC-MS/MS 7%, &A% (5ng/g 10 ng/g) FEKF
BIINAREIUL Y TE 60-110 % Zial, EIURER CV{E/ VT 10 %;
Migsttb/E, H51E4 QUEChERS SERIEIULR IS LR
HH, AAXREEERE, 5154 QUEChERS JAHEELA
BRNEESMBIBELERRESETNRD, EBERES
MMERPLHRAZENNESE S .

A7 EEA GB 23200.121-2021 (tE¥RME &R 331 #
RERERGYABERNE RESIE - BUBEBAE) -

—. Hmpihi2

1.1 #amIREL

1) BERUEE, BERMENMEYS, ME10.0g
H&ET 50 mL BOER, 010 mL ZEERITGES 5 min;
BN QUECHhERS ZEREi & (Cat: COQ050010H) , &l
ZUHRIE 1 min, S®HEE S5 min, 5000 r/min /0 5 mine
TRZERER .

1.2 #ad

1) B 24 7L RZE AR (Cat: NC24001) MERE T B#
FMRIER (Cat: NC24DZ) L, BmEFEARFLPIMA 2
mL ¥ iz BN

2) B4 A RZASFUIRMEFMIERMET 24 FLIEEER
B3 E (Cat: BCY2402) &, ARSEFR, EHURAL
M SFLREYR, LR R,

3) WESMAFHHES, EFRRBRTEREHFRF.

4) THRBERIIE, #EMir LSRG, IR BN,

. A& XX £ 4 QUECHhERS 3% 2 #5 (GB 23200.121-
2021) ST AR SRR,

. INEEH

{Y88: UPLC-MS/MS (Thermo Scientific TSQ Endura)
@it Commasil®BEH T-C18 (100*2.1mm, 3um)
FEAE: Argk (0.1% BRER) B: BEE

FIR: 0.3 mL/min
HEE: 5uL

HR: 30°C
wBA I BERE, &1
® 1 BERRRER
BFigl /min A/% B/%
0.00 98 2
2.00 95 5
8.00 70 30
16.50 30 70
17.50 30 70
19.00 2 98
21.00 2 98
21.50 98 2
22.00 98 2
B
BFIR: HESI
BIREBE: 3500V
BSES: 40Arb
WSES: 1A
BrERE: 380°C
ZWRE: 350°C
=. ERER
R 2 SMBARAIMNREIRIER
Lol e
HER
wnme  TWKE 24 ARSI 5% QUECHERS i
(ng/g) (n=8) (n=8)
FiyE|gE FramEL
R Y mre, Y%
5 94.5 5.74 96.3 10.8
R
10 95.3 593 91.3 9.86
5 95.7 5.12 94.7 10.3
AR
10 96.1 531 93.1 10.1
5 94.6 6.50 95.1 9.48
BHRR
10 95.5 6.69 96.5 9.46
5 97.2 8.16 96.2 9.27
37
10 98.5 9.05 93.5 9.22
5 94.3 6.94 92.3 9.16
B2
10 99.5 6.83 93.1 9.11
SRR 5 94.0 7.72 94.5 115
Bl 10 91.8 7.61 89.0 12.0
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5 98.3 8.50 89.6 8.94 3-BE 5 95.2 8.06 93.7 115
ERFREE HER
10 91.5 8.39 90.7 8.89 EL 10 98.5 6.95 94.3 12.4
5 96.1 6.28 92.8 9.83 5 94.7 6.84 91.5 7.19
s K
10 93.3 6.17 95.9 10.5 10 92.5 6.73 91.2 8.56
5 90.2 7.06 97.7 7.61 5 75.4 6.62 72.6 9.45
RS RN
10 98.5 7.95 94.3 8.67 10 69.3 7.51 74.3 9.15
5 94.7 6.84 92.5 10.9 S#R R 5 89.8 7.40 97.5 8.75
Fp— BRI
10 92,5 6.73 90.2 11.6 R 10 96.3 7.51 90.3 8.62
5 94.0 7.12 92.6 12.4 5 92.8 8.40 92.5 8.59
BT EREE REHS
10 93.3 741 94.3 119 10 94.7 8.54 91.5 8.31
TR 5 92.8 7.40 97.5 11.9 —_— 5 89.5 573 90.2 9.42
Bl 10 96.3 7.51 90.3 10.5 10 88.4 5.62 91.6 9.69
5 65.6 7.39 60.7 8.89 5 87.3 6.51 94.3 10.2
S I
10 60.1 7.28 61.8 8.83 10 92.8 7.40 97.5 9.39
5 60.3 7.17 62.9 12.5 5 91.3 751 94.3 7.45
AR E WRIREE
10 62.2 7.06 62.7 10.1 10 94.8 5.40 95.5 10.9
5 98.5 6.95 89.3 10.7
FREEES
10 94.7 6.84 90.5 9.89 ‘
W 24FLRFEB AR E B EHQUEChERSSE
5 92.5 773 91.2 12.4 20
ERBEBAIN
10 94.2 7.62 92.6 135 .
LR 5 89.3 7.51 94.3 9.45
i 10 89.8 7.40 97.5 9.39 =
¥ o
BEEH 5 90.3 8.51 91.3 10.5 =
i 10 90.8 8.40 92.5 11.9 :
5 91.4 8.50 97.6 10.4 *
PR B
10 925 839 957 989 uﬁﬁkﬂ*%ﬁwzwﬂ*ﬁﬁﬁiﬁE?&@Wﬁ%’#a%lﬁmw
RN SR E R R R F USRS SRR NENEEEEE N
5 92.1 8.28 91.8 8.83 R =% TR § "R ®
FEEL
10 94.3 8.17 94.9 9.75
LHAERRZREME 24 FLRIAUIRE S 1S4 QUEChERS SEMIEIRERE R (5ng/g)
THiES
5Bs Eiz:pud &
NC24001 Copure® 24 FLRILAMIR (EARBENEXR. KRMERAH) 1R/=
NC24002 Copure® 24 FLRF% AR (ERXBENER. XKRNEHAE) 1R/ &
NC24003 Copure® 24 FL R AR (ERAY. HRIFIRE) 1%/8
NC24004 Copure® 24 AL RF% 2R (ERAFRMAEER) 1R/=
COQO50010H 4g TATEE. 1g Siksh. 1g iPEEM. 0.5g IS M. 50mLEOE, NAELER 50% /&
COQ050020H 6 g TIKEREASE. 1.5 g ZEAM. 50mL BLE, ASBLESR 50% /=
SDC-3000-D biocomma® Z & RHTESN 16/%
NC24DZ 24 FLHPHRITA 18/%
BCY2402 24 FLIEEIREVEEE 16/%
BCN2403 24 FLERERRY, FRIR 18/%
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BB E 24 FLAEIRE ER NP S FHREGTRER) UPLC-MS-MS IIE

QUEChERS AR —EIRE. EE. £5F. 5. WANZ
SHNERTLES X, HEB ZNATEVYEEERPR
HRIMEMRNFR, BFLReldiEPEERBIERE
A WNMBERZ. LRZIEPBRIZESHOQNEE
TRESFRM, NEERBEXLERD, BIRSHITQ
MEMBIBE R B E X R,

AT RN X, EREMRBRNAER 24 FLKESF
iR, SKIMT RAMERRE. S@EERN; HBE 24 FLIE
EEREMHEMARER, #UElE, THREAHIR
BRI, H#EFMITERE, B ENEN, KAXEILT
24 FLRFZAAWHOER N E R T 26 FHREGFLER LC-MS/
MS ik, &A% (1 ng/gf5ng/g) ANKERMIRE
WERIITE 60-120 % Z 18], [EIWER CV E/NT 10 %; i
stbE, HS5%E4 QUEChERS SEMEIMERM E LA RE L,
K7 EBREREERE, 549 QUEChERS JAELEEBHN
MESHHEERBERFOMNS, EBEAEKHPS
MREFLEBNNEE %,

A FEE A GB 23200.121-2021 (HEYIRMER & 331 F
RAERARGWABE0NE RERIE - FUEEAE) -

—. Hmaihi2

1.1 #migE

1) BHERMEYS, MBRLS0gHERFSOMLELE
i, M15mLZE (1% Z8) SREEES 5 min; BIA
QUEChERS ZEY £ £ (Cat: COQ050020H) , HEIZUIRIE
1 min, S®&HE 5 min, 5000 r/min B 5 mino
TRZBERFEK.

1.2 #aA

1) B 24 FLRE AR (Cat: NC24003) MEE T A#
BEMRFER (Cat: NC24DZ) L, BRSEURFLAMA 2
mL ¥ miE BN

2) 24 AL RZAFUIRFMFFMITRMET 24 FLIEER
EEE (Cat: BCY2402) &, ARAEFXR, EAKRTL
M SFLREYR, AR R

3) WESMHHES, EFRERRTEEHERF.

4) BEBRIIE, #EMRITEERE, BRI LN,

. & XX & £ 48 QUEChERS 3% 2 #5 (GB 23200.121-
2021) HSTRAIEE SRS,

. IEEH

{88: UPLC-MS/MS (Thermo Scientific TSQ Endura)
@i%fE: Commasil®BEH T-C18 (100*2.1mm, 3um)
FEAE: Ark (0.1% FRER) B: BEE

I 0.4 mL/min

W= 5ul
R 30°C
MERA: BEEE, WK1
® 1 BELRER
BFiE /min A/% B/%
0.00 98 2
1.00 95 5
4.00 70 30
8.00 30 70
9.00 30 70
10.00 2 98
13.50 2 98
14.00 98 2
15.00 98 2
B4
BEFiE: HESI
BIREBE: 3500V
BSES: 40Arb
HMSES: LA
BFEEE: 380°C
ZERE: 350°C
=. FIEEER
R 2 ZRMBRARKMIFEURSERESR
RS
X
ity 545 QUEChERS %
I5 =
Lo Y| (ng/g) 24 L% (n=8) (n=8)
FHYEIKE FHYEKE
R/% CV/% R/% CV/%
1 94.3 1.10 101 2.84
MR
5 98.9 1.62 98.2 3.32
1 98.7 1.60 86.0 4.28
O DT
5 93.2 3.89 82.6 3.87
1 85.2 7.51 84.7 8.65
IR
5 106 8.87 97.1 6.67
1 103 2.36 4.7 3.68
SRR
5 92.4 3.60 78.5 15.1
1 75.7 6.48 87.5 577
BRRBK
5 105 4.76 101 4.12
1 95.4 6.69 54.7 7.02
BB
5 98.4 3.58 78.5 4.46
1 78.2 9.85 70.5 115
2ER
5 93.9 5.36 98.2 12.4
1 98.2 5.84 88.2 10.7
SREMY
5 95.0 2.68 97.1 411
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— 1 88.6 4.62 90.1 7.11 B 247 REPWARE B f55%QUECKERSHE
| 130
5 103 3.53 103 1.47
‘ 1 99.6 5.0 66.0 163
BRELAZ 00
5 83.9 5.90 81.6 5.80
_ 1 112 3.04 124 493 g
BERER 7w
5 117 1.45 128 227
- 1 99.6 497 100 6.15 “
e 0
5 95.1 6.26 9.8 7.29
1 68.5 8.76 70.4 11.2 “Twomom s Bz R oW W PR B B EE R G R KD M B WK
0 R IS EE N LR SRR RN EE NS EERREE
E] v TR MWy W o
5 92.5 1.66 77.1 16.5 £ H i E [
? " g5
1 67.1 8.69 79.8 13.4 & om
R i
5 100 6.70 102 8.84 *
L 103 13 995 679 1 MRS RS 24 TR S WATE 5545 QUEChERS SAMEIRELRILEL (5 ng/g)
KA : ' :
5 115 3.02 105 5.35
RT: 0.00 - 15.01
- 1 98.1 461 103 16.1 100, ) 3:39 NMooes
= ] :
5 99.8 2.10 97.9 6.49 90| rems
3 7.40
SRR 1 725 6.41 63.2 16.3 e 7.37 111
70
iz 5 98.5 3.85 84.7 7.50 8 - 1o 1110
3 60? .
1 87.9 3.28 121 7.13 -
PR PRaE
5 99.9 1.75 97.1 6.34 § 40- 1112
I
1 99.1 3.02 80.6 10.5 30 2s
ﬁ‘ﬂaﬂé 20; 11'24
5 106 175 98.4 11.1 E 694 :
1 80.4 9.92 75.7 7.98 107 Jors 320 330 35 573 0%
SEER : : ' : o
5 102 3.25 96.8 2.57 2 ¢ * rmemm 2 "
3- HEKE 1 93.1 .44 82.5 16.9 RT: 0.0 - 15.01
5 97.8 4.93 103 2.65 100 e Vioes
] TIC MS
1 87.7 9.91 56.5 15.1 90 7.40
Otk SR Ik e 7.36 141
5 80.1 7.73 88.8 14.8 E 1042
70
1 85.3 9.72 50.5 14.7 R 735
IR HES v
5 88.4 5.02 61.5 15.6 g ] : 1112
2 504 7.34
1 68.9 6.05 51.6 17.1 g jomw
L] g 40- 1123
5 87.6 3.61 772 475 * 0]
1 731 11.24
BREERE - fa 1 114 3.12 98.7 4.45 20-]
" 3 0.73 7.30
Hrko 5 98.2 9.85 84.3 9.01 107 |g7s 330331 573 577 75 11.5?
0-} -
peins - pink 1 105 3.30 107 2.10 2 ) 5 - 10 12 14
ime (min
WRBSE 5 92.6 336 98.4 1.49
2 FESET EBENS R TIC Bi%E (5ng/g)
(Df£%: QUECHERS % - B HANE @ 24 FUREB IR - F1LAE )
iTaES
=) R bl -4
NC24001 Copure® 24 AR5 2R (ERRBERNGTX. KEMNETHE) 18/&2
NC24002 Copure® 24 LR 2 MR (ERABENTS. KEMNEAE) 1R/ &
NC24003 Copure® 24 FLRFZ 2R (ERAAY. THRFIERR) 18/&2
NC24004 Copure® 24 FLRE AR CERFEMHFEER) 1R/ &
C0OQ050010H 4 g TKIREREE. 1g L. 1 g iTIRERT. 0.5 g ITIRERE M. S0mL BLE, AEBLESR 50%/=
COQ050020H 6 g BKBREAE. 1.5g 2B, 50mL BOE, ASBELER 50% /&
SDC-3000-D biocomma® Z & REEESNY 16/%
NC24DZ 24 FLHEHRIER 18/%
BCY2402 24 ALEFREER 1&8/%#
BCN2403 24 FLBEERMAY, FERIR 18/%
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R

BEPHHERFENEHRGSTZER UPLC-MS/MS JIlIEE (Copure®

QUEChERS)

—. HmIgE: FREN 5.0 g &AEMEST 50 mL BOES,
03 mL7K, IN—EpE&EY/RF, 2500 rpm j®fHE 1 min, A0
A 10 mL ZBE, 2500 rpm S&HE 5 min, HIXN QUEChERS #h
B (4 g BKREREE, 1 g R/, 1 giTRERWM 0.5 giT
BRERE ) BDFEhiTEL, FAFS 2500 rpm JRHE 5 min,
5000 r/min B 5 min, EBRZBEEZ S,

=, BEREK: B8 mLEFSELZEEE QUEChERS &

16 IR 10.68 363.0 226.917%, 306.917
17 RAFRBS 10.72 368.1 181.917*, 321.946
18 T 10.73 279.0 246.917%, 168.958
19 R 10.75 247.0 109.083*, 137.0
20 LR 10.83 261.0 75.238*, 170.845
21 T s 11.09 289.1 103.125*, 57.363

B, ERER

%3855 21 MENBREGMFEKESR (0.1 mg/ke)

L& (COQO15601H) R, 2500 rpm 3% A& 5 min, 5000 e f"w;“ T f;g'f/'o v
r/min B4 S min, L& 0.22 pm BRIERE LN, ERERE 6871 66.98  68.62 7113 67.55 6945 687 2.1
=. trehEoHl: FREUES AN R 5.0 giREB ER— ZELEBRES 8031 78.96 8422 8109 | 7791 7207 | 791 | 5.1
CHBREESARFREINGE, RESIBEEmME0, 23%E | 86.29 | 85.63  85.03| 89.06 | 8538 86.19 863 1.7
10, 20, 40, 80, 100 ng HRA 17 /8 R A= M B FIEN Eﬁﬁ%:i;;@é 88.28 | 88.22 | 89.04 9527 8512 89.00 892 @ 3.7
. N 5 88.33 | 93.38 | 90.28  88.79 | 89.98 9021 = 902 @ 2.0
REHE 1 mL, BHERENRO, 10, 20, 40, 80, 100 MUERE  92.80 | 87.27 | 87.42 82.80 8439 8125 860 4.8
ng/mL BYRBEEIETEER. BEBR 8778 86.68 89.47 8757 9139 87.60 884 19
M., NBEH HEE 104.05 102.92 94.82 107.44 105.41 107.80 103.7 4.6
@i KERERRE  87.50 | 81.20 | 85.78 | 88.56 | 94.65 87.42 875 | 5.0
{V58: UPLC-MS/MS (Thermo Fisher TQS Endura) DHEERE  90.09 | 90.12 | 92.35 | 9143 | 9136 9296 914 | 13
. ) SWES | 88.72  87.00 93.64| 86.83 | 9240 8827 895 3.2
Bif4E: Commasil® 0DS (2.1 mm X100 mm, 3.0 um) TR | 8722 90.18 92.07| 8845 | 91.21 87.81 895 22
amEnt: Ar ok (0.19% FER) - B: FE (0.1% FER) KR 8552 87.81 9116 87.41 | 9148  87.60 885 2.6
s R, TR 1 BESME | 8596 87.92 80.70 | 86.23 | 87.09 86.78 873 16
x| BEERRR SRS | 8542 89.79 | 90.98| 86.12 | 91.08 85.15 881 3.2
Bi8] /min Al% B/% B35 | 82.60  86.10 91.25| 84.23 | 90.70 8691 87.0 4.0
0 98 2 REHBS | 86.69 8633 89.65 8586 8952 8869 87.8 19
L0 95 5 S | 83.44 87.14 80.16| 83.35 | 90.00 91.09 874 3.8
g'g ;8 ig MREERE  85.10 | 86.19 | 88.16 | 8521 | 87.50 88.04 867 | 16
90 30 70 BB 8928 9317 80.63 8233 7936 9131 | 860 6.9
10.0 2 98 BTHR  86.82 | 80.42 | 8591 8643 | 8393 8239 843 3.0
135 2 98 - .
14.0 98 2 e
15.0 98 2
R 0.4 mlL/min; #E: 35°C; HHFE: 5SuL
PRI &
BFR: HESI; EBZBE: 3500V; 8§SES: 30arb
WREN: 2arb; BEFERWE: 380°C;, HSEE: 350°C
R2AH BT RENERFUEBTF—RER CAEESRT)
Fs B REEFE /min| BEF FEF S SN e | U3 | TR
1 B 0.98 1421 | 94.083%, 125.0 o e+
2| ZEEER 505 1840 143.0°, 1950 B 1 FRIRE 20 g/l B0 21 ENBRGRNSETRE
3 R 530 2241 | 192929, 109.071 iTaER
4| PERFR 535 2280 | 167.917*, 109.083 T ik i
DoEm I I g, st s
o * ® s
g e g e,
9 KBRHRHS 8.8 3120 | 269.887*, 235.958 SDC-3000-D biocomma® % & RHIERAN 18/%
10 Smw 9.79 3310 | 99.083%, 127.071 SF130-22-NL B /013 mm/0.22 um/ BHLR 1004 /&
11 SR 107 3140 | 16207, 271917 MFO47-22-MCE MCE/®47 mm/0.45 um/ 7% WH /&
12 KRR 10.16 243.1 | 214.988*, 172.917 MF047-22-NL  BiERE, HIR47mm, FLi20.22um, K& 2005 /&
13 KL 10.29 3041 | 216.917%, 233.929 SC2-1 2mL BBRERGE, 9-425 1001/ &
1 | mE=mm 1053 3322 | 230017, 121071 VIAL 2 mLSBSUREHSI, # B 1L6'32 mm, 9425 1004/
15 AtERs 10.63 323.0 | 294.917*, 170.929
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GB 31658.17-2021 Z 274125 X (Copure® HLB)

2022 ERHFRE BT SO TEANER 75 FHF. F.
. CHNMA. R BALTIHOMEF RS BEEREM
R AR N 555 —— (GB 31658.17-2021 Bh¥ME B &
AR AL, BREANBEREAAYESSNNE REE
- BEBERIZE) , EREMSBZIREH#THI, HR
UTHRBH, BT —MWEEBRIFOKRENREEE, 8
W RENREXRA SPE-HPLC-MS/MS 753%, A&,

—. HmiEE

ERMENH I ONREER 1g FBEHWE0.01g) FF
EBEOE®, A 8 mL Mcllvaine-Na2EDTA 3 &K, &
RS EBAEIRE 20 min, -5°CT 120000 r/min B 5
min, BH EERFS—FHELE, HEREMA 8 mL
BMERIHRE R, BLREE, SHBEIERR, -5°CF
120000 r/min By 5 min, EBE®REF S,
Mcllvaine-Na2EDTA &Hi&: BRITIRER - —7k 12.9g. FAER
S2H-+K10.9g. ZZRRNZER - =K 39.2g, 1l
7K 900mL, A 1mol/L WE| KA RIET pH £5.0£0.2,
F7KFHEREZE 1000mL,

WEEsEhE iR BY 0.05 mol/L BB — SR 190 mL, B
0.05 mol/L RS — A REREZE 1000mL,

. #&%f (Copure®HLB, 200mg/6mL)

SEW: BERZEEUEROR A 5 mL BERZF] 5 mL KEK.

i BN EREFRMRIMNEHET 8 HLB B ZER M,
W ORA 5 mL K, 5mL 5% FBREE - KBR, #HTF.
Gt B8 mLEBER: ZFRZES: &K =50:50:2 AREHIT
SRR

U EE £ ERERRR, 45°CTFRME 100 uL £%5, 1A 0.1%
FEARESZE 1 mL, i PTFE F£KIER, £V,

=. BERiREhEARnNHE

B 6 NTEHEREREEEFGR—HRE, WERABRRE,
FERBBRFDINMANEENER, BEEMERERR—F
AW, TR, FRELLNARNKRES A 2 pg/L. 10
pg/L. 50 pg/L. 100 pg/L. 200 pg/L. 500 pg/Lo

M, NBREHE
BigEMG
{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@it Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)
TREpAE: Ar 7k (0.1 % HER)

B: HEZ: ZA5=2:8 (0.1% PE)
FERAI: BEME, k1
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FE: 0.3 mL/min

& 35°C

HEE: 10 uL

® 1 BEABER

BY{8 /min A/% B/%

0.00 95 5
3.00 85 15
6.00 65 35
8.50 5 95
9.00 95 5
10.00 95 5

B

BFIR: HESI

FEIEEBE: 3500V

BSES: 40arb

WREH: 2arb

BFEmE: 380°C

HWSRE: 350°C

R2ENEBH. RENEARFEBF—RER C HEERT)

Fs E=g {REZEF{E] /min BEF FETF
1 Z BRRERR 3.06 215.0 108.0. 155.9*
2 RO 4.10 250.1 155.8*. 183.9
3 TERRIENE 3.52 251.1 92.1. 155.9*
4 TERg B T 6.46 254.0 108.1. 155.9*
5 T g 4.04 256.0 155.9% 92.1
6 TR R BT 436 265.1 155.8* 171.8
7| HERZRSEM 6.79 268.0 113.0. 155.8*
8 TARRERIE — 532 271.0 92.1. 155.9*
9 | HERZFREE 3.50 279.1 124.0*. 185.8
10 TE#RR — FRIZIE 5.07 279.1 155.8. 185.8*
11 TERL R AN 5.29 281.0 155.8*. 126.0
12 | HEBEISEREMENE 5.38 281.0 155.9%, 214.9
13 | EERRiE R 5.96 281.0 155.9*, 214.9
14 el 6.04 285.0 92.1, 155.9*
15 | ARSI 6.41 3111 155.8*. 244.9
16 | FERzia) — A& IELE 747 3111 155.8%. 244.8
17 HRVE 5.23 3342 290.1*, 316.1
18 KEDE 5.48 358.2 314.1. 340.0*
19 DENE 493 363.1 320.0*. 342.0
20 ZHENE 6.19 400.2 299.0. 356.1*
21 BOBR 7.20 4452 321.0. 428.0*
22 USZ S 5.52 4452 410.0*. 427.0
23 +ER 5.18 461.2 426.0*. 443.0
24 Ea 6.00 479.1 444.0*. 462.0




B, FERER
& 3 BEIAREURSEIES

Ei 5] BA
B4 10.0 pug/kg 50.0 pg/kg 100.0 pg/kg 10.0 pg/kg 50.0 pg/kg 100.0 ug/kg
El= RSD (%) [EUgZE RSD (%) [E44=E RSD (%) [EIUZE RSD (%) | [EE=E RSD (%) [EUFE RSD (%)
(%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3
ZBiHERR 109 1.88 106 3.48 104 2.05 92.1 1.55 82.1 6.56 80.8 6.28
TRRRILIE 94.5 3.54 98.7 10.0 98.3 4.32 84.2 3.79 96.2 8.97 99.4 3.71
TR IENE 7.4 3.48 98.1 6.25 99.0 3.42 82.5 551 91.3 597 87.8 0.37
TR R ER 0 101 6.88 100 9.07 104 1.33 105 4.21 97.1 4.95 96.7 3.35
TERRIEM 95.2 3.65 89.8 7.24 85.6 3.89 83.1 5.76 85.2 7.93 94.7 6.25
AR R ELIEIE 92.5 3.14 93.8 6.68 92.8 4.88 89.9 L7 98.5 6.67 93.2 2.63
TR — AT 90.7 11.9 93.2 12.7 95.1 9.88 101 4.83 98.2 0.77 99.2 6.11
TR ERIE DY 106 3.71 89.6 8.41 85.9 0.57 88.0 4.34 89.2 6.96 94.6 7.85
THAR — B R 0E0E 82.5 1.63 103 4.15 107 0.99 7.6 0.24 88.6 7.07 93.8 0.35
T#RZ — R IE0E 80.6 1.16 104 4.15 102 0.77 99.3 1.34 88.4 3.01 93.1 113
TR R A A 87.1 3.74 99.6 5.95 97.5 0.22 90.2 531 85.9 7.29 93.6 431
TR R 82.8 0.22 101 4.38 97.3 2.62 90.4 4.22 89.1 5.45 94.4 4.94
TE % 8] R & EE 94.1 6.02 103 7.43 108 1.41 101 4.51 92.8 1.54 100 4.58
TR SUADR 87.9 1.96 95.3 6.54 101 3.15 101 6.56 86.2 0.96 92.5 3.75
AR D — FREIEIE 79.1 3.59 99.8 7.87 98.9 0.99 91.8 0.96 94.7 2.05 94.3 221
TEf%IE) — R 67.4 7.02 5.7 5.69 78.6 578 102 3.97 107 7.81 106 4.86
BRUVE 8.7 3.48 90.9 0.51 95.7 4.99 87.1 3.77 79.8 592 85.9 4.08
KEUVE 97.5 4.26 78.8 2.96 82.6 4.85 76.3 5.99 72.9 1.78 82.4 4.78
SRV E 83.9 2.12 95.2 173 97.5 8.28 80.8 3.61 93.4 4.17 89.3 3.85
ZRVE 64.4 3.42 92.8 0.99 95.8 5.45 87.7 0.81 85.9 0.23 87.6 281
BHBER 103 2.18 74.9 0.36 78.6 0.55 85.2 3.97 82.3 1.53 84.2 5.54
Paif & 67.7 2.55 69.3 1.08 7.1 4.27 76.6 1.42 75.8 4.96 90.4 5.30
TBR 8.7 4.57 70.3 0.26 85.3 4.71 74.3 2.39 80.6 7.95 86.2 0.69
£B%R 68.3 3.61 75.4 1.84 82.7 3.95 83.5 7.13 84.3 6.12 98.8 3.71
i: gm
1ARNNKTER 100.0 pg/kg BIERPEEN BB FRE 2 7Ok A 100.0 ug}l(gmnjﬂiigﬁqﬂ%?fﬁﬂ,a%?/ £
fiifk Tips:

1 R EPREEOIREE -5° CRILEF NG AP REREARREN DB, B THRORENES.
2. EBARNEEHFANRRRZG, BHT—ABEL, BEFNERERNEm, EF EFdHE,

3. FEMIEE IR EER 5 mL 5% BER - AERMER, AILURDTERTEERE D BIRYBIBR.

4 AREFRRWE 100 L £4, FERFA LB ERKEZGH 9 Birttamnimk.

5. 82780, MA0.1% REARESE 1 mL, JUBMNNES D BMEEaYNEE, RRESEHDEEYRIERE,

6. A TENE LEFENRRIEM, A Copure® HLB( %8S : COHLB6200-M) :REIERY HLB EHEZEENAE AT LIRS B 4F AU IR,

ITHER
5s bi:3u a%

COHLB6200-M Copure®HLB E#EZEENE, 200 mg/6mL 50% /&

SDC-3000-D biocomma® Z&RIEESIN 18/%

BN24 BREACAAWIN, STANAE 18/%
SF250-22-PTFE-HL #H3idiEe8, PTFE, HE 25mm, FL#&F 0.22um, K 1001/ &
SC2-1 2mL EBRREES, B PTFE/ AEERE, 9425 1001/ &
V2-AL 2 mL 2SR EERR, HHEEA 11.6*32 mm, 9-425 1001/ &
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shiEtE Rk 14 FRISEIRSELMIRRAE - REGIE - Bl | KRl

(Copure® HLB)

(GB/T 21312-2007 zp¥pRIE R @ 14 FIEEIAYMFZR BN E REEE - BRiE / RigE)

AL GBT21312-2007 A&E, BT LA HLB EHEZE
VST S AR R BT i T 14 FIE I ER LAY R EUR LS
5, TR S =K FERMNR, MERBHENLRER,
14 FERYEIREMIBZ EYE R B EE R,

—. HmiEE

HEHRIREURE 5.0 g (FBHZE0.01) F50mLBELER,
PO 10 mL EDTA-Mellvaine 4%, SREE 1 min, BEE
BY 10 min, 10000 r/min B:.0 5 min CREREF 5 °C) ,
IREN=R, &H &K, B EDTA-Mellvaine BHRERE
30 mL &R

—. HLB #%1k (Copure® HLB ,200 mg/6 mL)

SEC: B 6 mL BEE. 6 mL KEML HLB EFEEEENAE;
L B 6 mLAERMRERT, FERBR;

Wik B emL 10% BREEIGH BRI F;

A 0.3 mL/min

HR: 35°C

FhRAT BMERR, K1

=1 BERRER

HEEE: 10 uL

BYi&) /min A/% B/%
0 90 10
6 70 30
9 50 60
9.5 0 100
10.5 0 100
11 90 10
15 90 10

4.2 Bk S

EBEEE: 3500V
#SIES: 40arb WRES: 2arb
EFERmE: 380°C WSBE: 350°C
R2AD BT, FENBRFTEEF—HE CAEEETF)

BTFIR: HESI

GERR: 6 mL BERMER A UREE LUK, VAT, A% Fs B {REEYIE /min BEF FEF
MEEERE 1 mL, IEE _EVING, ! MO 261 3041 |217.0° 189.0
_ _. " 2 W E 3.30 3211 303.0% 232.0
=. ERtnEmLERNEE 3 amNE 3.50 362.0  318.0%. 260.9
iilﬁ_l 35?&2? E *¥Iél:ll:l ) ?ﬁiﬁﬁﬁﬂ‘ﬂfifﬁi&ﬁﬁ%fﬁ ) ”&%ﬁ 4 ERVE 3.52 320.0 276.0*. 233.0
HRER, MAZEENTRESER—RAERES, Kt 5 BENE 3.60 3340 |290.0%. 233.0
B EVURES S 2 ug/Ly 10 pg/L. 50 pg/L. 100 pg/L. 6 HRDE 3.69 3320  1288.3% 230.9
200 pg/L. 500 pg/L BIFREEIL, 7 BENE 3.89 3520  265.0*. 308.0
) 8 gD E 4.05 3582 340.0*. 254.9
m. 2R 9 BENE 4.14 360.1  316.0%. 342.0
4.1 BIEFMG 10 SRR 4.65 3861  342.0%. 2989
1¥28: UPLC-MS/MS (Thermo Fisher TSQ Endura) 11 LD E 6.84 263.1  |245.0*, 189.0
@igiE: CommaSil®AQ-C18 (2.1 mm X100 mm, 3 um) 12 REFIER 773 2621 244.0% 216.0
TRENAE: Ar 7K (0.1 % BRER) B: 0.1 % BENERE-Z 13 k) 915 2331 215'01‘ 187.0
AT (A - 785 =2:8) 14 AR 9.57 2621 244.0*. 201.9
B, LR
}® 3 14 MR AR R YRR E R
b R
wam 10.0 ug/kg 50.0 pg/kg 100 pg/kg 10.0 pug/kg 50.0 pg/kg 100 ug/kg
EE (o) RSP (%) [Elg=E RSD (%) [E=E RSD (%) EIKEE (%) RSD (%) [EM8%E RSD (%) [EUeE RSD (%)
n=3 (%) n=3 (%) n=3 n=3 (%) n=3 (%) n=3
MHEDRER 88.6 6.83 90.2 5.23 92.6 4.58 82.5 7.89 85.7 8.34 90.7 5.58
KIBDE 78.6 3.39 74.5 4.59 80.4 2.29 72.8 6.96 73.2 3.89 78.7 4.42
aEvE 81.3 4.5 734 2.28 74.2 2.98 78.4 6.81 88.2 5.27 86.6 433
EENE 723 4.85 78.9 4.52 74.2 2.83 68.7 5.89 66.3 6.36 68.2 4.78
EEE 774 6.23 82.4 4.16 76.8 3.86 78.8 3.83 83.6 4.15 82.7 6.19
HHEDE 76.6 5.62 80.4 3.95 79.3 4.07 69.7 6.92 774 7.14 745 437
BEDE 75.1 5.54 79.7 5.81 76.4 3.16 78.3 5.44 75.5 6.54 73.2 5.32
FHEWE 80.4 6.83 85.9 7.56 88.7 7.26 79.5 3.45 82.3 4.89 88.7 5.63
BiEHE 75.5 5.83 77.8 436 78.7 3.82 89.5 6.67 92.6 7.72 88.4 6.85
SHIbE 743 7.59 77.4 5.82 75.3 5.69 84.3 5.77 85.5 4.06 89.7 5.75
A E 82.3 6.53 91.4 5.2 93.6 3.86 84.4 7.74 92.7 3.21 95.3 7.59
BEFIR 9.5 7.45 92.3 1.9 95.6 2.78 91.5 6.89 93.3 7.89 9.3 6.34
B 88.8 3.71 92.8 4.4 94.3 3.49 91.1 6.53 94.8 4.56 96.1 4.58
AR 82.2 7.52 80.3 6.1 76.1 6.22 88.7 6.67 92.1 5.89 945 6.72
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RT: 0.00 - 15.01

100 NL: 5.61E5
] m/z= 289.80-290.80 F: + c ESI
9 SRM ms2 334.050
50 [232.999-233.001,
] 290.011-290.013] MS ICIS
1 100PPB_012
1085 NL: 3.39E5
] m/z= 264.50-265.50 F: + ¢ ESI
B SRM ms2 352.050
501 [264.999-265.001,
] 308.011-308.013] MS ICIS
1 100PPB_012
8 1085 NL: 2.05E5
5 7 m/z= 339.55-340.55 F: + ¢ ESI
g 4 SRM ms2 358.200
2 5] [254.957-254.959,
s A4 340.053-340.055] MS ICIS
. 100PPB_012
I .
© 1085 NL: 6.70E5
] m/z= 315.58-316.58 F: + c ESI
9 SRM ms2 360.125
501 [316.082-316.084,
] 342.011-342.013] MS ICIS
100PPB_012
1085 NL: 7.00E5
] m/z=317.51-318.51 F: + c ESI
B SRM ms2 362.062
50 [260.957-260.959,
] 318.011-318.013] MS ICIS
1 100PPB_012
1085 NL: 2.43E5
] m/z= 341.58-342.58 F: + ¢ ESI
9 SRM ms2 386.112
501 [298.981-298.983,
] 342.082-342.084] MS ICIS
1 100PPB_012
O e A A A e e
[ 1 2 3 4 5 6 9 10 11 12 13 14 15
Time (min)
RT: 0.00 - 15.01
10 NL: 2.71E5
m/z= 287.50-288.50 F: + c ESISRM
5 ms2 332.025 [230.928-230.930,
288.011-288.013] MS ICIS
100PPB_012
10 NL: 8.05E5
m/z= 214.50-215.50 F: + c ESISRM
5 ms2 233.100 [186.999-187.001,
214.999-215.001] MS ICIS
100PPB_012
10 NL: 2.01E5
m/z= 201.50-202.50 F: + c ESISRM
5 ms2 262.100 [201.928-201.930,
243.999-244.001] MS 100PPB_012
8
§ 10 NL: 5.74E4
k= m/z= 215.50-216.50 F: + c ESISRM
3 ms2 262.100 [215.999-216.001,
3 243.999-244.001] MS 100PPB_012
2
B e
2 10 NL: 5.36E4
m/z= 188.50-189.50 F: + c ESI SRM
5 ms2 263.100 [188.999-189.001,
244.999-245.001] MS 100PPB_012
10 NL: 5.38E5
m/z= 216.50-217.50 F: + c ESISRM
s ms2304.100 [189.011-189.013,
217.011-217.013] MS ICIS
100PPB_012
10 NL: 2.53E5
m/z= 275.51-276.51 F: + c ESISRM
o ms2 320.050 [232.999-233.001,
276.011-276.013] MS ICIS
100PPB_012
10 NL: 1.59E5
m/z= 302.50-303.50 F: + ¢ ESISRM
5 ms2 321.150 [231.999-232.001
303.082-303.084] MS 100PPB_012
o T T T T > AL AL T T T T T LALLM T T T T T
[} 1 2 3 4 5 6 9 10 11 12 13 14 15
Time (min)

MEETRRAERDE. BEDE. FEDE.
FEEDE. WIKER. ERDE. KIEDE,

iTliER

114 FETEERZEZIO N &%

RENE. |ERVE. DI

. MADE. FIRER. mPE, BREAE

>

)
.

HS Fiiipud a%
COHLB6200 Copure® HLB E#HZEEN4E, 200 mg/6mL %/=
SDC-3000-D biocomma® ZERIEESN 18/%

SF130-22-PTFE PTFE $+=0id 7888 H#2 13mm, FLE 0.22um, BHER 1001/ &

SC2-1 2mL BEGBREFKE, HE PTFE/ 4GRS, 9-425 1004/ =

V2-AL 2mL BEUREERR, FHE4 11.6*32 mm, 9-425 1004/ &
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AT B — =&z

ZERWE (Copure® MCX)

GB 31658.22-2022 (R@mREERITE I RET B —REMhFIFLE ERNE RIEEIE - BEXBIEX)

—. Hmaiihi2

1.1 HREBRS5IRE

1) #EX 2g ##&TF 50 mL BEAEEOER, A 0.2mol/L
NZBRZE AR 6mL. B- AEVEREEES / 5 EMALFERE
40uL, JREERA, 37T°CRENIKAHRT 16h, KEEER, &M,
1.2 ZEE. FU5R%E

1) BR& AR, 0N 20ng/mL RAR TR 125uL, SREEES,
F 9500r/min B0 5min, BXEBERFS—50mL B
&, MO O0.1mol/L ERERAR S5mL, RIEGES, A5
SR pH EZE 1.0+0.2, F 9500r/min B 5min f&5,
BEBRFSZ—150mL BLEAH, B 10mol/L NaOH A
&I PH{EZ 10£0.5

2) F15mL ZBRZEE#REY, #&% Smin, 9500r/min Bl
5min, BXEEENAE; BN 10mL T EBBIRE, iR
% 5min, 9500r/min B 5min, B EEENHE, &aHE
A8, 40°CTFTEMREET, A 2% FEB &R SML AR, &
3) A 3mL B, 3mL 2% BRARKRENL MCXREE
P FRIEEMRERME (KRS COMCX360) , BREZp&E
BRI B 3mL2% RESAR. 3mL REME, T,
FA 5mL5% S FREA &R %GR, %R TF 40°CTRaREIR

F, AN 0.5mL BEE -0.1% BESAK (10+90, V/V) AfE,
& 0.22um RFLIERE, EHNE,
1.3 FRAER& &

1) BEEEREMETER. BEANIEREZ, A
HEZ -0.1% BERAK (10+90, V/V) HREAIRE N 0.500
ng/mL. 1.00ng/mL. 2.00 ng/mL. 5.00 ng/mL. 10.0
ng/mL. 20.0 ng/mL BWRFIFRAETIER, RHFH 5.00ng/
mL, EHNE.

. UEEH

NERE: REBEBEKEIEM (Triple Quad 5500+)
31t ZORBAX RRHD Eclipse Plus 95A C18, 2.1 x 100
mm, 1.8 um

TRENAE: A: 0.1% HE&K  B: ZBE

o AE B E: ¥ 18 98%A, 98%A (0 min~0.3min) ,
10%A (0.3 min~3.0 min) ,

10%A (3.0 min~4.0min) , 98%A (4.0min~4.2min) ,
98%A (4.2min~6.0min)

ER: 0.3 mL/min TR BB
BRig &

WNAER: ZREBFEN (MRM) ;
xR 1 BFRIEGIEY

AT 4.0 mL

BEAR ESI+
Curtain Gas(CUR) 40.0 psi

Collision Gas(CAD) 8 psi
lonSpray Voltage(IS) 5500.0V
Temperature(TEM) 500.0°C
lon Source Gas 1(GS1) 50.0 psi
lon Source Gas 1(GS2) 50.0 psi
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R2FHFNAMERBE T EEBFY. REME. &%
BEMMEEESEE

87 FEF | FEME 0P
& . E(V
EMEH m) | ) (min) ) W

203.0* 21

AT 277.0 2.20 40
168.1 38
=T -D9 286.0 204.0 2.18 40 23
164.1* 23

B3 day 302.2 2.09 40
107.1 51
¥ % ERR -D6 308.1 168.1 2.07 40 23
148.1* 24

T RREZ 240.2 1.75 40
222.1 15
T BREZ -D3 243.1 151.0 1.74 40 25
160.0* 22

[EELs 220.0 1.81 40
202.0 13
mOET -D7 227.2 161.1 1.80 40 23
185.0* 32

FHET 262.1 1.75 40
202.1 25
FaEZ -D7 269.1 185.0 1.74 40 32
154.1* 23

SRAM 214.0 2.10 40
118.0 34
SRABH -DT 221.0 155.0 2.09 40 23
152.0* 21

5 Mtk 226.2 1.76 40
107.1 36
5k -D9 235.2 153.1 1.75 40 20
160.1* 21

FigitsES 234.0 1.92 40
143.0 34
AmHRES -D9 243.2 161.1 1.90 40 21
237.2* 24

=yatsEs 311.1 2.30 40
202.1 40
SH5% -D9 320.1 238.0 2.28 40 24
294.1* 26

R 368.2 2.21 40
72.2 37
REET -D9 377.2 295.1 2.20 40 26
203.0* 24

kS 263.1 2.11 40
245.1 15
“=ERT -D7 270.0 204.0 2.10 40 25
154.0* 21

ZHET 228.0 2.17 40
118.0 35
ZHET -D9 237.0 155.0 2.16 40 21
203.0* 23

BREEHEORE | 2030 206 40
132.1 38
RBAETCHET -D6 299.0 203.0 2.05 40 25
293.0* 24

REET 367.0 2.25 40
349.2 17
) 203.0* 21

TEOES 291.0 2.28 40
132.1 38
203.0* 26

RECED 319.1 2.01 40
132.0 39
121.1* 29

FIEE 288.1 1.97 40
150.1 25
237.0* 24

OBiET 325.0 2.38 40
217.0 37




=. RBRER

&4 1.50ug/kg AT B- ZABIENT INAREIMLSLIREER

i3

3

3 1.50pug/kg A B- ZAEMEDFINAREIUL K I0LE R - EME (%) FIYEK %)
S o S ®WAE . , s m o RSO
RWAE 1 2 3 £ (%) RSD (%) BEeEE 97.8 98.0 98.0 97.9 0.125
HeHD 90.2 952 96.5 94.0 3.54 B ut 955 94.0 100 9.5 3.24
FEBERK 99.5 98.8 100 99.4 0.608 TR 98.8 98.8 91.2 9.3 456
DT RREE 92.7 97.2 100 96.6 3.81 FEOEE 104 106 106 105 1.17
EERZ 952 100 101 98.7 3.15 FE S 104 101 97.8 101 3.07
Fius 95.7 93.0 99.2 96.0 3.24 AR 104 103 103 103 0.687
SAHH 973 | 968 | 102 98.7 291 B 885 | 972 | 937 93.1 4.70
A 95.0 101 94.0 96.7 3.92 —— 88.8 100 102 96.9 734
RS 100 92.5 933 953 432 [y 983 895 902 927 o
oHEED 96.0 89.0 93.8 92.9 3.85 ——— 101 992 485 962 0
ST 96.3 975 97.3 97.0 0.664 e—— 1o 102 103 105 ls
HEHS 97.5 93.7 98.7 96.6 2.70 -
TS 96.0 102 106 101 5.00
i 892 o7 %35 5 45 ZREFCHE | 972 106 102 102 433
BREEHCEE | 930 98.7 101 97.6 422
RIET 68.8 73.0 65.7 69.2 5.29 AR 63.2 668 610 637 3.26
o o 635 623 37 229 R 635 625 62.8 62.9 0.818
e 198 815 185 70,9 188 ECRT 67.5 69.8 69.3 68.9 1.76
DS 113 118 114 115 230 =t 101 108 106 105 3.43
EOES 101 106 99.8 102 304 ROER 92.8 87.8 96.7 92.4 483
- REET
- 367.000/293.000 Da
455 3e4
- ﬁi 2e4
= F o
- £ e
= A A A(M\M ! 2Time3, min4 °
1B SEEEHIENEEFRE
K% B -D6 DT RzEE -D3 AT -DT FRET -DT

308.100/168.100 Da

1.0e5

Intensity, cps
(4]
o
2

Time, min

SR -DT
221.000/155.000 Da

1e5

Intensity, cps

0e0 ¥

1 2 3 4 5
Time, min

243.100/151.000 Da

1.0e5

Intensity, cps

5.0e4
0.0e0
1 2 3 4 5
Time, min
Btk -D9
235.200/153.100 Da
Bed
é 4e4
§ 2e4

0e0

1 2 3 4 5
Time, min

227.200/161.100 Da

269.100/185.000 Da

10000

Intensity, cps

9 4e4
o
=
G 2e4
g
£ 00
1 2 3 4
Time, min
AmES -D9

243.200/161.100 Da

1.0e5

5.0e4

Intensity, cps

0.0e0

Time, min

SHFE -D9
320.100/238.000 Da

2e5

1e5

Intensity, cps

0e0

1 2 3 4
Time, min

1 2 38 4 5
Time, min
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HR7E

5HE5% -D9
320.100/238.000 Da

8 2e5
=
a 1e5
o]
E

0e0

1 2 3 4 5
Time, min
o

A S ES

277.000/203.000 Da

a
g 4ed
=
2
] 2e4
£
0e0
1 2 3 4 5
Time, min
N o i
T RREE

240.200/148.100 Da

20000
o
&
Z 10000
8
£
0
1.2 3 4 5
Time, min
TR S

262.100/185.000 Da

10000

o

&

Z 5000 LL
@

5

£

0
1 2 3 4 5
Time, min

1R AR

226.200/152.000 Da

o
&
= 10000
@
]
=
- 0
1 2 3 4 5
Time, min
SHET

311.100/237.200 Da

4e4
2e4
0e0
1 2 3 4 5

Time, min

Intensity, cps

94 | www.biocomma.cn

REARZF -DT
270.000/204.000 Da
g et

; 4e4

g 2e4

2 B- R AR R R R ES FREGIEE (5.00ng/mL)

ZEeRE (M)
277.000/168.100 Da

20000

10000

Intensity, cps

0

1 2 3 4 5
Time, min

WTRREE (M)
240.200/222.100 Da

15000
»
& 10000
2
@
5 5000
E

0

1 2 3 4 5
Time, min

FREE (EM)
262.100/202.100 Da

6000
4000

2000

Intensity, cps
o
-
~
w
£
w

Time, min

Batsk (Bt
226.200/107.100 Da

20000

10000

Intensity, cps

o
-
N
w
ES
&

Time, min

SHERT (EMN)
311.100/202.100 Da

10000

5000

Intensity, cps
o
-
~
w
£
w

Time, min

ZHEFL -D9
237.000/155.000 Da

«
&  1.0e5
=
2 50e4
g
z

0.0¢0

1. 2 3 4
Time, min

KB
302.200/164.100 Da

5

" 4e4
g 3e4
i 2e4
£ 1e4
0e0
1 2 3 4 5
Time, min
[EEESES
220.000/160.000 Da
4ed
& 3e4
i 2e4
ﬁ 1e4
0e0 L2t
1 2 3 4 5
Time, min
KRB
214.000/154.100 Da
4ed
g 3e4
ES 2e4
é 1ed
B 0e0
1 2 3 4 5
Time, min
RERHF -DI
286.000/204.000 Da
6e5
% 4e5
g 2e5
= 0e0 A W
1 2 3 4 5
Time, min
RS
368.200/294.100 Da
” 3e4
E; 2e4
é 1ed
B 0e0

1 2 3 4
Time, min

ZHEFE -D9
237.000/155.000 Da

1.0e5

0.0e0

Intensity, cps
o
)
2
[N
w
&~
(4]

Time, min

RknZBi ()
302.200/107.100 Da
15000
10000

5000

Intensity, cps
o
-
N}
w
£
v

Time, min

ADEE (N
220.000/202.000 Da

5e4
4e4
3e4
2e4
1ed4
0e0

Intensity, cps

) Efiifz::_::::_
—

1

3 4
Time, min

SEEM (E1H)
214.000/118.000 Da
15000

10000

5000

Intensity, cps
o
-
~
w
£
w

Time, min

AHEE ()
234.000/143.000 Da

20000

10000

Intensity, cps
=3
-
o
w
£
w

Time, min

BART (EM)
368.200/72.200 Da

10000

5000

Intensity, cps
o
-
~
w
£
w

Time, min



RERF
263.100/203.000 Da

10000

5000

Intensity, cps
o

n

w

~

o
Intensity, cps
o - N w
& 2 R’ 2

N

[N

w

&~

(4]
Intensity, cps
[=] n S
g 2 2

-

[N

w

&~

w

Time, min
REET
367.000/293.000 Da

3e4
& 2
E? 1ed
£ 0e0

T2 3 4 5
Time, min

RECED

319.100/203.000 Da

5000

Intensity, cps
o
-
N}
w
£
o
Intensity, cps
o
-
N}
w
£
o
Intensity, cps
=3 o
2 2
-
N}
w
£
v

Time, min

REER
291.000/203.000 Da

mEeRT (M)
263.100/245.100 Da

Time, min

BT (EMH)
367.000/349.200 Da

10000

Intensity, cps
o
-
o
w
-~
(4]
Intensity, cps
=3
-
o
w
-~
w

Time, min

REeEF ()
319.100/132.000 Da

4000
3000
2000
1000

Time, min

ReER (B
291.000/132.100 Da

ZHES
228.000/154.000 Da

Time, min

A
288.100/121.100 Da

20000

10000

Time, min

SRS
325.000/237.000 Da

Time, min

RRERCRES
293.000/203.000 Da

20000

ZHET (B
228.000/118.000 Da

4e4
3 3e4
-’Z? 2e4
2 1e4
0e0
12 3 4 5
Time, min
FMEE ()
288.100/150.100 Da
15000

10000

5000

Intensity, cps

-
N}
w
ES
4

0

Time, min

oEEE (BN

325.000/217.000 Da
3ed
2e4

1e4

Intensity, cps

-
N}
w
ES
&

0e0

Time, min

ERERECRET (EY)
293.000/132.100 Da

10000
2 2e4 2 10000 s g
z 2e4 2 ow £ 10000 £ 5000
g 1e4 g g s
= 0e0 = o £ 0 E o
1 2 3 4 5 1 2 3 4 5 1 2 3 4 5 1 2 3 4 5
Time, min Time, min Time, min Time, min
3 B- RIRHEHFI YIS RIS S FREEIEE (0.500ng/mL)
THiES
5SS Ei::pu {2E-
COMCX360 Copure®MCX EFBZEENE, 60mg/3mL 50% /&
SDC-3000-D biocomma® Z & RhEENY 18/%
SF130-22-NL BRiHNEESS, BER 13mm, LR 0.22um, BHER 1001/ &
SC2-1 2mlL HEREEE, 86 PTFE/ LEREREE, 9425 1001/ =
V2-AL 2 mL BLUREERE, FHER 11.6"32 mm, 9-425 1001/ &=
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GB 31656.11-2021 ((ﬁnnfﬁlil%hh& 7J<F=Hﬂnpi§§\ MR, ﬁ%?ﬂl%ﬁﬁ?

2022 F R B mT 2O SSHEAN HH T HN T&

7 ENESEKTFRUBHETLIER. OKFER. %ag
EMZAREZZREEMNE S E— (GB 31656.11-2021

KEmPEER, OFR. EERNSARRAETEHNN
EY , BARAEERT (GB/T 22961-2008 jHIfK&. 8&H
IBR HRER £BF. BASEZREENNE REE
& - RIMENTE) B A —RIB®IE - BEKBIEEN
SEFENRNGE, EREMSREAERITHE, H
MUETHREH, BUT—HEERFOKRELIBENM,
BB B EARE KRB SPE-HPLC-MS/MS 7%, AIE&E,

—. HmiEE
ERMEM YOG, FEK™=XER2g FBHE 0.02
g) FFEBLES, MA 6 mLNa2EDTA-Mcllvaine &K
(pH=4%0.05) #12 mL EEERERAMR, RIEES 1 min,
A 10 min, 4°CTF L8000 B0 r/min By 5 min, B
EERFE—F2ELE, FRBEHEMAN 6 mL Na2EDTA-
Mcllvaine 7&& (pH=4710.05) & ERAREE RN X,
SHESIIREUK, A 10 mLIEC K, &€ 1 min, 8000
r/min B0 5 min, FIECKE, TEREE 10 mL &F21.

Na2EDTA-Mcllvaine 43K (0.1mol/L) : MEUTIRER
12.9g. BiERE 0 10.9g. ZRRINZER "% 37.2g, &8

MkEE[REARE, RS, AKBREE 1000mL, A 0.1 mol/
L HCI 5 0.1 mol/L NaOH &5 pH £ 4.0%0.05,
BRERSAAR (20.0g/L) : EXESERTR 20.0g, M/KAMBHBRE
Z£ 1000mLo

—. #¥&% (Copure®HLB, 60mg/3mL)

7&K & Copure®HLB BB ZE BN RA 5 mL BEZ, 5
mL K&K

L EERZEEREFIMN EREE R,

W fRRE 5 mL K, 5mL 5% FBEE - ACHRHEEEZE
B, #F.

BRI 5 mL BREAREEEERE, ESIIERR,
45°CTFRMEZE 100 pL £, MA 0.1% FRARERE 1
mL, IEXIERE, £l

=. ERiREdhEannHnE
BTEARERREEFR—FIRE, WEEBRE, TRMR
BHRDFMNEERR, BSEMERERE—RAW,
TR, BRALVARNKRED SRS ug/L. 10 pg/L.
50 pg/L. 100 pg/L. 200 pg/Lo

M, NEKH

Big&G

{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
igfE: Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)
EntE: A K (0.1% FER)  B: HEEZ (0.1 % FER)
AT BERE, WERL  AWE: 0.3mb/min
38 30°C HES: 5uL
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SEERYTE (Copure® HLB)

BERMEY
® 1 BERRRER
Bia] /min A/% B/%
0.00 95 5
2.00 70 30
4.00 70 30
4.20 30 70
6.00 30 70
7.00 95 5
8.00 95 5
B &M

FEIEZEEE: 3500V

#SIES: 40arb WRES: 2arb

BFEHE: 380°C WSEE: 350°C

R2AD B FENERGTIEF 0K CAEEET)

BHTFIR: HESI

Fs B {REESE /min | BEF FBF
1 SFIFR 5.77 4452 321.0. 428.0%
2 IR s 4.00 4452 | 410.0%. 427.0
3 18% 4.10 4612 | 426.0%. 443.0
4 SBH 5.63 479.1 444.0*. 462.0

B, ERER
*® 3 BAMAROKR RIS

K& 13
g 10.0 pg/ | 50.0 pg/ 100.0 pg/ 10.0 pg/ 50.0 ug/ 100.0 pg/
= kg kg kg kg kg kg
y EMK RSD Bl RSD G RSD ¢ RSD B RSD B RSD
E (%) £ (0 £ () £ (%) £ (%) £ (%)
(%) n=3 (%) n=3| (%) n=3 (%) n=3 (%) n=3 (%) n=3

v}

e 73.7/3.91| 83.7 3.70| 88.9 1.65 76.1 3.97 885 3.21| 91.6 |1.42

}2
) 782 11.53 85.4 4.53 89.3 3.16 79.6 5.04 84.2 1.98 91.4 2.59

at
86.412.29| 94.5 2.47| 101 1.39 889 6.38 92.4 5.92| 103 |1.96

=8 753 3.15 84.3 4.49 90.1 2.94 79.3 2.04 89.8 1.92| 92.1 1.27

RE.000-500 -

‘‘‘‘‘‘‘‘

e A
2 TR 100.0 e /kg B SHITAZE 0SB T
iTHiES
®"e ik a%
COHLB360 Copure®HLB #{ttE, 60mg/3mL 50%/&
SDC-3000-D biocomma® Z & RIEESY 18 /%
BN24 BREACHRMIN 158/%
SF130-22-NL Esttodigss, B2 13mm, F42022um, AHE 100 4/ &
SC2-1  2mLBEERARS, BE PTFE/ AEERE, 9-425 100 /&
V2-AL 2 mLiBLUREESHE, HHE4 11.6"32 mm, 9-425 100 1/ &




rEE R REZNE (Copure® C18)

GB31658.2-2021 (RmZ£ERINE MMM REFIABRAZENNE RIEEE — REKREE)

2022 ERMRERTEHOTEANER TEHITFE. 3B
FLES. FFREFIE&. PRI B MALR P RBRIZZ 0NV
35— (GB 31658.2-2021 MM BRI RS ERYE
HME RIEBIE - BEBILE) , EREMSRizin g
TR, HRHUTEISEH, BuT—mAE RIFLOIUE
KREY, sEREERERA SPE-HPLC-MS/MS A3k, ]
HwsE,

—. PFmiEE

ERTEMENONALER S g FBHE0.02g) FF+4
BOES, IMAFRIER 100 ul, AN 10 mL ZEEF 10
mL 4% NaCl /KA #&, RAEEFREX 10 min, 8000 r/min &
010 min, BME EFERFH—F2ELE, AEOLEFRNM
AN10mLIEESkE, ‘AFEESH 1 mim, 8000 r/min B2
min, FLFR, FEOLEFMA 8 mL KEHNZ B ZEE
AR, RIEESH 2 min, 8000 r/min B2 min, BXH E
EBE&, T, B5mL5% 20 - KBARER, &4k,
—. #¥&M%1 (Copure®C18, 500mg/3mL)

SEM: EXEAEZERAERORAE 5 mL BEE, 5 mL K#ITIEK.
L 8 ERERMRINNE B,

Wi 2 BUBX 6 mL k5 B BB ZE B,

FERR: NN 8 mL FREZ#HITEML, WELEERK, AT,
1 mL50% BREEKBRER, TRIWIEE, £

=, FEHEERNHNE

xR 1 iREBRERHIE %

M4k CAP-D5 T{Ei&: 50 ng/mL, | EF &I E& 10 ng/
mL. 50 ng/mL,

b= | 0.5ng/mL 1.0 ng/mL 2.0 ng/mL|5.0 ng/mL|10.0 ng/mL
10ng/mLCAP | 50uL | 100 L
50 ng/mLCAP - - 40ulL | 100pl | 200l
50 ng/mLCAP-D5| 100puL | 100uL 100wl | 100pL = 100 pL

M., MEIEH

BILEM

{8%: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@iEE: Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)

RIBERNZRF
Bia /min A/% B/%

0.00 95 5
1.00 90 10
4.00 50 50
5.00 50 50
7.00 10 90
8.00 10 10
9.00 95 5
10.00 95 5

BRI &

FEIZEE: 3500V
#SIES: 40arb HWSES: 10arb
BFERE: 380°C HWSRE: 350°C
RIAD BT FENBRFTEEF—HE CAEEETF)

BTFIR: HESI

F5 = {RZediE /mink BEF FBEF (CE/V)
1 [ABER 4.45 320.8  152.0(15).256.9*(10)
2 5% D5 4.43 326.0 157.0* (15)
A, KEER
K4 [LERMREKRERELER
0.1pg/kg 0.2 ug/kg 1.0 ug/kg

| [EkE RSD (%) [EMXE RSD (%) EE RSD (%)
(%) (n=3) (%) (n=3) (%) (n=3)

L] 4.4 7.93 80.9 2.26 78.9 4.35
PEI 90.8 4.62 94.1 5.75 86.6 7.69
HFR 88.2 4.49 82.8 3.59 79.4 2.81

H
©

s 8588 3w §2

mmmmmmm

LIRIATES 0.1 pg/kg BB ABEH BB FRE

Vs
""""

5 &

3]

2T 0.1 pg/kg BEARREBRNSE TR

TREDAE: A K B: HEZ e ;
AR MERE, IRl
SE: 0.3 mL/min
#£8: 30°C L
WS 20 pL ST 0.1 pg/hg FEFARBEN S BT RE
ITEES
%S 730 {2E
COC183500 Copure®C18 EB2ENHE, 500mg/3mL 503/ &
SDC-3000-D biocomma® Z & RIEESN 1&/%
BN24 BHREACARMIN 18/%
SF130-22-NL BRSTESE, BE13mm, 7LE0.22um, BHE 001 /&
sc21 ImLEEBRES, B PTFE/ LEERR, 9425 1001/ &
V2-AL 2 mL BaurEEeil, FH54 11.6*32 mm, 9-425 1001/ &
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St R A SEREE/IE (Copure® MAX)

GB23200.92-2016 (BRmTE=ERNE R RETFEIBZXEENNE RERE - FiLE)

ARMERSRBELRRAFMREER ,, AEEAEMNE,
Wzt RERLEEF. BREFMAMBER, EhZF
HRBE, REREK, HUEE, EEREHKE%E.
RS ZEFEHR GB 23200.92-2016 X 4% B b B #1THR
e, Bii7T— 1 RE0E, QWEXs, BE&hRGE
BmPASEZREENER SPE-UPLC-MS/MS Fi%,.
—. FEmIREY
FREQIRAE 2.0 g (FEHAE0.01g) F50mLBEBLERH, M
AN5mL 8 % =ZRRHZHE - KBR (8:2, v/v) , BRITE
) 5 min, B&E$REY 5 min, £ 10000 r/min &0y 5 min,
BEBERFE—ZFARER, RWEEERN1IRX, &5
IR, 2. (Cf: BaHENLERERER, AIH
THTEID)
—. #m&f (Copure® MAX,60mg/3mL)
SE: RORE 5 mL BEE, 5mL 7kiEML Copure® MAX E1H
FERUNME;
L BARPR BRI B E TN ERZEUNE,
WS &R 5 mL5 % |ACER. 5mL FBEF 5 mL2 %
FRES BRI
Hhi: B4 mL 8 % RERFREEARMEH, WEERRK, T
40 CKATRAVGREZE 1 mL£A, BKEBRE2mL, ®
e, i PTFE EAGEER, EMMIR,
A B ED
HERBETHER, BERGIGES ZH#HITIRE, WKED
HERER, IMABEMNTRESHER—ET 40 'CTFKAR
VORABE 1 mLER, AKERE2mL, BHRESRNA0.5
ng/mL. 1 ng/mL. 2 ng/mL. 5ng/mL. 10 ng/mL B9&
FIIREA R
=. X28%MH% (Thermo Fisher TSQ Endura)
RIS S
@igttE: Commasil® Coreshell C18(2.1 mm X100 mm,1.7 um)
MmEpAE: Ar 5 mmol/L ZEFAR (& 0.1 % FER)

B: HEE
S 0.35 mL/min

IR BERER 1

B 35°C #EE: 5uL

®1
Bdial /min A% B/%
0.0 60 40
0.2 60 40
1.0 10 90
3.0 10 90
3.1 60 40
5.0 60 40
B &1
BFR: HESI EBEERBE: 3500V $#ESES: 40 arb

WRESN: 10arb BFERE: 380 CHSRE: 420°C
R2ADER. REFERFEBF—RE CAEEBF)
&H  EEEFN (m/2) EUEFH (m/2) |
HRE 262.7>262.7* 264.7>264.7. 266.7>266.7. 268.7>268.7‘
5.1 Wit #dE

%= 3 INFREIRERLE R
Y R SR
E*ﬁh“ ’zﬁ ”";JI::'): EKE RSD(%) [EMEE | RSD(%)
HE/ke (%)  (=3) | (%) @ (n=3)
— 1.00 88.6 3.33 89.2 4.58
ZAE 2.00 92.9 2.46 93.8 2.31

5.2 Wit e

2 ISR (2.00pg/kg) BEFAHE

ITHER
5s Fi3u 2E
COMAX360 Copure®MAX EI#BZEENE, 60mg/3mL 50% /&
SDC-3000-D biocomma® Z & RETEAN 18/%
BN24 BREKBRMK 18/%
SF130-22-PTFE-HL HLERs, ¥k PTFE, B 13mm, 1001/ &
7112 0.22um
SC2-1 2mLEGBREEES, 06 PTFE/ AGERE, 9-425 1001 /=2
V2-AL 2 mL 2R BRI, BRER 11.6*32 mm, 9-425 10010/ &
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i3
=
Eil

BRPIFERIREZERINE (Copure® MCX)

GB 31658.12-2021 (RmR£ERITE MMEREFHFRIRZZENNE SHREGIEZ)

—. HmAiiE

1.1 #mIREX

1) ®REX 5g SSP#ESTF 50 mL BOEH, AN 15mL 1%
ZRZBAR - 2K (15+85, V/V), SiEHYE Smin £13
a5 EX, 9500r/min B0 5min, MREY EEE&RT 100mL
DRRF;

2) BHERMAIOML 1% ZRZEB®K - 28 (15+85,
V), BEERE 1R, EHFRIUR, MECK30mL, ikE
2min, BEBFEESE, WETERT 100mL B0,
F A0°CIKARTEH R A EL ImL, BE 10mLBELED, B
2mL R ECEMFESS DR 12k, BA 2mL 0.1mol/L iR
MRS 1%, SHEEUKR, 9500r/min B 5min,
FERRERWL

—. #m% (Copure®MCX, 60mg/3mL)

1) A 3mL BEE. 3mL 0.1mol/L EhER AR MK REL MCX
REEMEBFRIRERENGE, MeBPEARIE, KR
B 3mL 0.1mol/L ZhERA®&. 3mL BE ML, F; M

1.3 tR AR R B

1) HHRBRARSENETERESE, BRIEHRE,
BREH 0.05 pg/mL. 0.1 pg/mL. 0.2 pg/mL. 0.4 pg/
mL. 0.8 pg/mL. 1.0ug/mL. 2.0ug/mL B9 RFITFAERRK,
EHME.

=, UEBEFH

NERGE . BB (1260 Infinityll, ECERIMENIER)
BigtE: InfinityLab Poroshell 120 HILIC, 2.1x 100 mm,
2.7 um

TEIAE: 25mmol/L ZEREARK - Z8E (40+960, V/V)
SFE: 0.300 mL/min

MR 214nm;

MR 30°C

HEEFR: 40.0 mL

m, ZRER
% 1 0.080mg/kg 18 PIHER S S AR Bl Sk 4 2

5mL 5% S REERR, #T, WEERER; ‘ - EE (%) S (0 6
N N N - &l I ZF (%) RSD (%
2) HWENERRT ACCTAREET, M imL sz,  Toae |, g oEaw °
RHE 305 EWHE, T 0.22 pum MR, LA AmEE | 5 s 80 83 386
70 ="
-
-:.- 0
5.2 YIEY 8 40 4z 4 Py P X N 54 N 5z R
| [min]
1 FASENEAREIEE (0.500 pg/mL)
iTHaER
He b3 a
COMCX360 Copure®MCX EI#HZEENE, 60mg/3mL 50% /&
SDC-3000-D biocomma® ZE RIEESIN 16/%
SF130-22-NL i, BER 13mm, FLIR0.22um, BHER 1001/ &
SC2-1 2L BEERAERE, BE PTFE/ LGRS, 9425 10041 /&
V2-AL 2 mL BE @S, $PEL 11.6°32mm, 9-425 0041/ &

www.biocomma.cn | 99



BERSHIFRZAFTENNE (Copure® HLB)

GB 31659.2-2022 (RMmELEXRNE BE. INMNMNPSEFRREENNE REBEIE — REHRIEX)

—. Hmaihi2

1.1 HRIRE

1) MB2gBEHLTOMLBEREELESR, MA
8mL Mcllvaine-Na2EDTA & 438K, &% 10min, 4°CF
14000r/min & 10min, WEX ERBERF S —1 50mL
BOEH;

2) F 8mL Mcllvaine-Na2EDTA & HmARES RN 2 /X,
EFHIREUR, 4°CTF 14000r/min B0 10min, B EERS
B ( AEATEER ).

—. &% (Copure®HLB, 60mg/3mL)

1) A 3mL BEE. 3mL KEORIEN HLB EIMEEEEME; BNe
HEABIAE, B 3mL K. 3mL5% RESARME, HWmT;
msmL BERR, BT, WERRR;

2) BUWERERET 40°C TR ELET GRIJLE) , m
20% ZBEAREBRE 1mL, JRlE 30s 7AfR5%E, 1T 0.22um
FFLIERE, £

=. AT E&aE&E

1) ERBRARIANET/ER T LRFILAEMRENTE R
iR, FA40°CTAMEETF, M20% ZBEARER
E 1mL, JRIE 30s BfR%E; 75IEHIRKREN 1.00ng/
mL. 2.00 ng/mL. 5.00 ng/mL. 10.0 ng/mL. 20.0 ng/
mL R VIERLER AL, 3 0.22um HFLISIE, £l
e NEVE T

NEREE: RIEEIE - BEXFUEEAMN (Triple Quad 5500)

@3 ACQUITY UPLC BEH C18 1.7mm 2.1 "50mm Column

TohiE: A: 0.1% FERK B: ZEE

TEhHEREE: #1%8 95%A, 60%A (0 min~2.50min) ,

10%A (2.50 min~3.00min) , 10%A (3.00min~4.00min) ,

R ER R

95%A (4.00 min~5.00min)

AIE: 0.300 mL/min  #3E: 35°C  HMEMEFR: 4.0mL

B
wNER: ZRNEBFEN (MRM) ;
= 1 BFRIEBIZMS

BEAN ESI+
Curtain Gas(CUR) 40.0 Psi
Collision Gas(CAD) 8Psi
lonSpray Voltage(IS) 5500.0V
Temperature(TEM) 450°C
lon Source Gas 1(GS1) 50 Psi
lon Source Gas 1(GS2) 50 Psi

R2EHENAHYEMBFN. EEBFX. RERE. £5%
BEMMEEESEE

N BEF | FBEF (m/ {REEE DP CE

ftLamER (m/z) z) (min) (v) (V)

\ 154.0% 40
ZPirE 445.2 1.84 130

\ 3210 40

T NERBT.
A, REgR
%3 5.00ug/kg WETS EREMIFEKRLL R

EKE (%)
‘mnu:ma . ) E ,  THEME()  RSD (%)
‘ ZRIAE 17.6 82.8 82.3 80.9 3.55
BOOO
5000 %EHQ%
445.200/154.200 Da

3000

Intensity. cps

2000
1000
il

05 10 15 20 25 30 35 40 45
Time, min

1500

1000 ZAERE (E%)

1 ZARELBFRE
2 WEERLEAEARS IS FREEIEE (2.00ng/mL)

08
osnm oms_om S awie tm 70 20 nJLm 20v270 320800 2300m 35830 semses a1 agan_sp pw
s

0 00 2 4@ e 7e e e me e 28 e e e e e e 4 4w 4w 4w

Intensity. cps

0 445.200/321.000 Da

ik

05 10 15 20 25 30 35 40 45

TWER
ES i3 ar
COHLB360 Copure®HLB E#EZEENE, 60mg/3mL 50%/&
SDC-3000-D biocomma® ZERIEESIX 16/%
SF130-22-NL EBRiigiEss, BER 13mm, TR 0.22um, BHER 1001/ &
SC2-1 2mL EBREKS, HE PTFE/ AGERE, 9-425 1001/ &
V2-AL 2 mLBSUR BRI, FPER 11.6"32mm, 9-425 1001/ &
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i3

=¥

IFRPAEGFRNGEREZZEREEAIE - REEEREZNE (Copure®

ALN & LiatE)

(GB/T 19857-2005 k= @A FLEREZMER KA EENE)

— BRNE
LEASGNERERATARN=FRRELEY), HRE
FIlkzs, FENBREEEERENERHUNR, B
[HZNBTK=FRES, BERgNEREREHY
NEMSERSE, TEMEAKRPERSHAMFERRE,
EREMESEET RS, BT EMEER - sM&EE
B - RERKAZNEFATHNAEAENERRSEN
73, BmERNE, 2PN nEEREREAE,
KASHREEE - REXFUEMUNE. £, MAREK
FIBE 90-110%, RSD fE/IF 5%, HEER.

. IUEEH

2.1 BIEEH

{¢28: UPLC-MS/MS (Thermo Fisher TSQ Endura)

& i #+: Commasil® Coreshell C18 (2.1 mm X100 mm,
1.7 um)

TRENAE: A-7K (0.1% BER) B- ZBE (0.1% HER)
B BERE, k1

xR 1 REhAERSE R &1

Y& (min) R (mL/min) %B Curve

0.0 0.3 5 5
1.5 0.3 60 5
3.0 0.3 100 5
10.0 0.3 100 5
10.5 0.3 5 5
15 0.3 5 5

S 0.3 mL/ min

H&E: 30°C

HEE: 10 uL

2.2 FRig &M
BTFIR: HESI FRIRERE: 3500V
#SES: 15arb WRES: larb
BEFERE: 360°C HSEE: 380°C
R2IAELGENLERLBFNEY F AEERT)

Compound Precursor  Product | Collision RFLens RT/min
P (m/2) (m/z) Energy (V) (V)
208 33
LEREZ 329 168 4.27
313 34
239* 28
feEFLERR 331 151 4.27
316 31
fLErE-d5 334 318* 37 157 4.25
SFLE 240 29.8
REAEE 337 139 4.25
4 -d6 322.2¢ 19.9
251 41
EIES 372 134 421
356* 43
238 36
[Elk=F N 374 157 4.22
358" 35

=, AEPE

3.1 BEACIEEY

FREX 5.00 g EBBEMIFATF 50 mL BOEH, M0A 400
UL EERIRAR (FLERL -d5 MRREFLERLE -d6) .
MO 11 mL ZBE, BFEFEZRRE 2.0 min, 2500 rpm /&
HEESHIZEN 5.0 min, 8000 r/min B:{x 5.0 min, &R
BEF—=50mLBLE. EERR—K, aHLER,
BZBEEARE 25 mL, EYF %K.

3.2 BEAAE

BY Copure® &R (555 : COALN31000) , fOAN
5.0 mL Zi&EEN. MN EIREERF2MR& 5.00 mL GEM
N 4.0 mL ZRE#HITHSR, aHBELENTIERR, 45°CKA
REILTF, NN 1.0 ML ZAE, 8FEE% 5.0 min, 0N 1.0
mL 5 mmol/L 2B, BFEKEE% 1.0 min, & 0.22 um
TR _EANIE,

33ERTARE
MEN= B, B ERDEHITRE,

M. SEIELER
TAERPERR. BREERER. LEAERHERR. B
MAEREMERTHNEEBF RN EIEE N TR,

LAFRIINAR (8.0 pg/kg) ReMLERE 2 SFPIAIAT (8.0 ug/kg) AEERE
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RT:000-1501

R4z N 30sEs arazs N aseEs
P W Sizee =238 5023050 oo AnSizzs imiz= 230 502395
L CES SRt maz P S Srutma2
531 000 531500
o5 238999239001 E 230999230001
S . s 0 K162
= =
o
g &
g e
e
o
H g
H L
H 2 s
© “
e E
E
257 2
2
" =
" K
erass arass
\ iz o
T T 7 T T T 7 T T T T LA T 7 T T 7 7 7 7 L L S T
Time i) i i)
3HFPMAT (8.00 ug/kg) FIRFALERE 4 FPIINAT (8.00 ug/kg) ILERLR
RT.000- 1501 . 000- 1501
w28 frazs NLazsEs
) s iz 3175035165 100 Antiozsts = 2050240508+
s teha CEsiSmme2 557000
524500 239.500.240001
Bt mat8007) o Sezisnaza o us
S G ki s K
502 o
=
o
E 25 [
o)
n e
= e
8 ”
H £ o
H 25
H £
3 g
&, p
E
E
2
2
= ke
. K
E ) L) RT 115
R 31 Vet st
T T 1 T T T T T T T T TS T T H + s © s o s

5 HFPINNAT (8.00 ug/kg) FFLERLE -d5

TFAFLERE. B
EWERMRBE BRI ER,

7 ]
Time (rie)

6 4FPIAIAR (8.00 ug/kg) HRBFZFLERLR -d6

L ERR ERE RMEEREMFEREERLERIFIR 3, BIREK90-110% Z (8], REED/NTF 5%,

RIMAPAERE. REAERE. ERK. REESEMTOKRERER

2R = | IARRE (ng/kg) TIEULE (%) (n=3) RSD(%) (n=3)
LERG 8.00 98.4 4.74
feflERE 8.00 94.5 3.06
HFEY
SRR 8.00 93.1 2.97
Skt 8.00 106 3.29
ITaER
=S iU ak
COALN31000 Copure® RISV IBEMZERE, 1g/3mL 0% /&
SDC-3000-D biocomma® ZERIEESN 1&/%
BN24 24 FLE RN la/%
SF130-22-NL st0EEes, B, B 13mm, LR 0.22um, BHFR 1001/ &
SC2-1 2mL BEBRAKE, B PTFE/ 4GRS, 9425 1001/ &=
V2-AL 2 mL Bir@trmifl, HHE4 11.6"32 mm, 9-425 1001/ &
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SERhIE Z EE4Xi51489 UPLC-MS/MS IIZE (Copure® MAX EIfEZEENE)

(GB/T 20746-2006 4. HEAFREMAINFFEA. EIERAHYAZZENNE RIBGIE - BEFILE)

EZER—MAEBRERIFBNAYIERNG, BAERS,
NEUEERENREBER, WABEBENESE, BMK
ZIERIEERRIF. EZEASHARE, EEREER
SREARY, HEEAEY) 3- REMEEM -2- RER (MQCA)
teisE, REMRMEHERZINERNIRAEY.

EAEYEN T AT MQCA FIRIE@IE - SREXRIZ D
Bk, HRARAMIEIRE, & MAX EIfEEEEL, AW
BAE, LHEBIE - BERENE, AREEE, Mt
RESIEER,

—. FEmiZE

ERIREM R EMER 5.00 g (FBHZE 0.01g) , EF 50
mLEOES, MIAN10mL0.6 % BEEAR, BYG, B
F 47°CIRHKAIRIE 1 ho FEhON 3 mL 1.0 mol/L Tris /&
&, SBA, BA0.3mL0.01 g/mL BEAEKEKR, 7S
BAE, BT 4T°CIRZHKATESMR 16-18 h, RHAEER,
BN 20 mL 0.3 mol/L 2hf&AK, #&% 5 min, 7£ 10°C
T 10000 r/min F&.L0 5 min, & EER, F%1k.

=. #m%ft (Copure® MAX EIEZERNE, 60 mg/3mL)
230 3.0 mL BEE. 3.0 mL KSEL MAX ZEUE, AR
FPRFACRMANEBFEERES, FERSEALE, B
30 mL 50 mmol/L ZE&% - BEEAR (19+1) BHEBELE
EEEEERNME, EF. ABMKKA 30 mL 0.05 mol/L
B - REEAR (19+1) . 3X3.0 mL BBER. 3.0 mL ik,
3X3.0mL 0.1 mol/L EHERARK. 2X3.0 mL BER - KBR&R
(1+4) . 2.0 mL ZBAZE# %, #F/viEo MO 3.0 mL 2%
RS 2B B AROERE MQCA EIIEAME D, F45°CTF
REMEET. A 1.0 mL0.1% B - BEZ (19+1) B,
TREEE TR, 0.22 um JEEEITIE, #REEIE - BB RIEN
ME

=, UEEH

3.1 Bit& MG

{Y88: UPLC-MS/MS (Thermo Fisher TSQ Endura)
i1+ Commasil® Coreshell AQ-C18 (2.1 mm X100 mm,
3um)

MEDAE: Al 0.1 % BERK
FE: 0.3 mL/min
WEE: 10 uL

B: HEZ
8 30°C
RS BEER, WX Lo

=1 BERRER

B /min Al% B/%

0 80 20
1.0 80 20
11 60 40
3.0 40 60
31 20 80
4.0 20 80
5.5 80 20
7.0 80 20

3.2 &Y
BFIE: HESI AL 3500V

$SES: 40arb WSEA: 2arb

BFERE: 380°C HWSBE: 350°C

R2AD BT RENERFLEBTF—REK C AEEET)

B {REEE /min | BEF FBEF
BTN -2- $AER -d4 3.83 1791 133.1% 161.0
3- FRE - DD -2- AR 421 189.1 | 145.1% 1710

M. IELR
7 33- BE - [EEM -2- RERINAROURSLI0LE

Exg RILRE /ug/kg BIKER /% | FIEIUE /%  RSD/%

3- B - RO -2 il
w45 2.0 78.9 775 3.78

79.4
RT.1%gt3 -7.01 '1\‘;425

TIC MS
90 D-BY-
E| 10PPB_003

Relative Abundance
@
S

20
10
SE— A“._.* ,,,,,, O S —

oF T B it [T T i
1 2 3 a 5 6 7
Time (min)

1 MARAKTS 2.0 ug/kg BIFEAAR 3- FRE - FEIRIN -2- KRS B FRE

RT: 0.00 - 7.01

100 NL: 1.53E4
m/z= 132.58-133.58 F: + ¢
ESI SRM ms2 179.100
[133.082-133.084,
161.011-161.013] MS ICIS
BD-BY-10PPB_003

T

o PN
100 NL: 1.67E4
7 m/z= 144.50-145.50 F: + ¢
80 ESI SRM ms2 189.100

[145.082-145.084,
170.999-171.001] MS ICIS
BD-BY-10PPB_003

2 INATKTSD 2.0 pg/kg BYFERIR 3- FREL - 0B -2- RERIRI B F B IEE

TliER
] iU af
COMAX360 Copure® MAX BEItEZEERHE, 60 mg/3 mL 50% /&
SDC-3000-D biocomma® ZERIEESIX 16/%
MF013-22-NL BREINTIERE BE 13mm, FL&E 0.22 um 1001/ =
SC2-1 2mL EBREKS, A6 PTFE/ A&ERE, 9-425 1001/ =
V2-AL 2 mL BEurEERR, HHEL 11.6*32 mm, 9-425 1001/ &
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shiiRtE & e R GeRE I = 0 Z i%

(Copure® MCX)

{SN/T 4253-2015 HOzh44E4R

—. HmiEE

FREX 2.0 g B RF 50 mL BOEAR, MNKRER 1 ug/mL
ERehE -D6 FFETFER 20 b, AN 5 mL 2% =2 E
KBR, A 10 min, 5000 r/min B0 5 min, L3RS
HEBEISmMLBLES, BAESZFMAS5 ML 2% =
K[CBKARE LRSBEEIRN—NK, SHERIREUR,
BZBERZE 10 mL %1k,

—. SPE %{t (Copure® MCX, 60 mg/3 mL)

SEM: B MCX AR 3 mLBEE, 3 mLKF3 mL 2%
R ACA R TIE K,

EREARRRE EREEVRE SR 5 mLE A, XA 5 mL 2%

2=/ UPLC-MS/MS 234R

RS RGYEBENNE RIBEIE - FiERIEE)

B
ETFR: HESI EBIEEE: 3500V
BSES: 40arb WREH: 2arb
BFERE: 380°C HERE: 420°C
R2ANEH. RENBRFTEBF—HEK CAEERTF)
B 1REZETIE] /min BEF FEF
SRR 228 152.038 93.09,135.08*
2RIEH: -D6 228 158.0 141.1*
SMZ A 310 180.1 163.075,107.154*

A, ERER
® 3 SR B RPN AR A = N Z B IR A U SRR 4E R

TEAKTE, % FEZWIN, FELWALE, T oew an WX EWE OO geme w
0. (1]
¥, B4 mL 5% SUKBEARIER, WERRRK, 45°CR
L - 10 87.63 9148 8859 892 | 22
REFo SRl 20 89.42 | 8757 9748 915 58
BRI L mL EAR (285 - BB - 7K =70:20:10) i 10 8122 | 89.05 | 87.27 | 85.1 48
SRIEAHR, 3T 022 um R RS EAN D, oE 20 9136 9397 9381 927 16
=. AR T T e
b TETEE, PR EE— 2N NIERESR Bz . : : : .
R ?Q*T’i_’zfg ﬁ”J_ neEE mzﬁﬁ%_q¥mﬁﬁ$ﬂﬁﬂj BE 10 8431 | 83.86 8773 841 | 25
ZREREEMAERMANITAR, AENIRRERR (28 -
B - /K =70:20:10) ©EBZE 1 mL, BE&IRE Y REWR
EIER R,
NV 30 i
BIERMG
{88: UPLC-MS/MS (Thermo Fisher TQS Endura) :
@igiE: CS215018P (PFP, 2.1 mmX50 mm, 1.8 um)
SmEhE: A: 7k (0.1% HER)
B: HEE (0.1% FE) § L A g
5%%75?& *%FE%’EEH, mi.% 1 1 5ug/L ENIkeheAT A SRM BILE
® 1 BEARER . i
BY{8 /min A% B/% : S
0 95 5 .
10 70 30
3.0 10 90
4.0 10 90 .
4.1 95
5.0 95
S 0.4 mL/min B 35°C S 5uL TR T TR
2 5 g/l SNIZREATES SRM B3
iTHER
5SS i a
COMCX360 Copure® MCX EI#EZEENE, 60 mg/3 mL 50% /&
SDC-3000-D biocomma® Z & REEESY 1&/%
SF130-22-NL B /O13mm/0.22 um)/ BHlF 1004/ &
MF047-22-MCE MCE/®47 mm/0.45 um/ 7K % WK/ &
MF047-22-NL NL 3B, B2 47 mm, 7L 022 um, BNER 00K /&
SC2-1 2mL BEEEES, 9-425 1004/ &
V2-AL 2ml BEREERH, HH5L 11.6°32 mm, 9-425 1004/ &
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REPEEENNEEEFZNAE (Copure® HLB)

BJS 202103 #EHEBRMMIAEBRINE RERE - REXRILX

ESENMNIAESEETRERETLNER, WE=KMRA
MEEFMEEN, 7] AT Z e, ErgiTid,
EBRNNEEBREBEROAT EENEER, EfH
TFEENERNARE, BEME~mP I RNAE,
A LIS E E AR BJS 202103, I R mi M IEFET RS,
BIT—TMREANE, BKXS, BEE0REBES
EERNMNEAESRAZENER SPE-UPLC-MS/MS 75
%o

—. PFmiEE

ERRTREYS gl F 50 mLEOES, 1IN 10 mL IREUR (&
2% ZRZBIBBREEFER) , RIERS 1 min, B
A1RE 10 min, BN 10 mLIZEAEHERE 25 mL,
SRIEEA 1 min [FEBERENS5 min, 7£ 10000 r/min Bl
5min, %t

—. &% (Copure®HLB,60 mg/3mL)

E RORE3ImLEE, 3mLKkiE Copure® HLB &
MEEEEVIME;

E#: BS mL 8 RECE M EREZEERUNME,;
W A 2mL AGHEBMREEUNMERIR, T/,

FR: B 1 mL B - 288 - 7k (2:10:88, viviv) A&,
WEERRR, B2 % RUZE 1 mLESE 2 mL, &,
TR, EAER.

=. 1rehEcH!

EERBEA#ER, KXMNEERETEREAR, &
B RIBRAR LS BHTIRE, BRRLVNRESD
% 5 2.5 ng/mL. 5 ng/mL. 10 ng/mL. 20 ng/mL. 50
ng/mL. 100 ng/mL BIFR/ERZ,

M. {X88%¥ (Thermo Fisher TSQ Endura)

TRAEERS

@iEHE: Hilic (2.1 mm X100 mm,2.7 um)

EhiE: Ar 5 mmol/L ZBEER (& 0.3 % BER)
B: 2B (& 0.3 % BR)

SR 0.3 mL/min

& 35°C

HEE: 10 uL

FBRIRR . BEERRR 1

® 1 BERANRER
Edial /min A% B/%

0.0 10 90
0.5 10 9
2.5 9 10
4.0 90 10
41 10 9
5.0 10 9

BRig &

BFIR: HESI

FEERERBE: 3500V

BSIES: 40arb HSESA: 10arb

B EmWE: 350°C

WSBE: 375°C

R2EADBTF. RENERFFIBT—RE CAEEET)

B BEF FBEF
BHER 582.2 246.2, 263.2*
WEEER 584.2 246.0, 263.0*
B, ERER
5.1 Wit #dE
R 3 INAREIRERER
5.00 pg/kg 10.0 pg/kg 20.0 pg/kg
way 9 9 0
P % '::53/)0 glii '::53/)0 g lii '::53/)0
HER 81.6 6.12 86.1 525 93.8 4.41
WEEER 83.5 5.94 90.8 511 101 3.89

P,
E——ib:
H <

i :

3 g

[

,,,,,,,,,,,,

1 BEIMAAERBBFRE (200 ug/kg)

ITHER
5SS Eiz:pud {2E
COHLB360 Copure® HLB E#8ZEEX#E, 60 mg/3mL 50% /&
SDC-3000-D biocomma® & /RIEREAN 18/%
SF130-22-NL ERsidiEsR, B2 13mm, AR 0.22um, GIE 1004/ &
BN24 BrEATARMIN 18/%
SC2-1 2mLEBREKS, A6 PTFE/ AGBERE, 9425 1000/ &
V2-AL 2 mL 2gurEERR, HHEA 11.6*32 mm, 9-425 10010/ &

www.biocomma.cn | 105



Ba 4- REEMAEEZEIE (Copure® MCX)

(288 GB 5009.282-2020 BRLLERFE BMmE 1- FEBM, 2- FEBRME 4- BEDKILAIE )

4- RERM (4-M) B—HEBENRHNSRY, FFA
EFERERNEIFYHIERMT. ~HESRE GB
5009.282-2020, XA Copure®MCX #, UBERT &
BENERMNMR, BT AEERT 4- REKMREERE -
BEBURNEE, . P S KEHNMTHMERFHR
#R

—. HMmiRE

ERIBISONESR 2.0 g (BEHE0.001g) F50mLE
DEF, AN 2 % BERAARE 20 mL, B4, 10000 r/
min B0 5 min, LERFSRN.

H&E (Copure®MCX, 200mg/6mL)

SE: RORA 5 mL BEE, 5mL ACGELEEERUIME,
£ BERMOHES 10 mL g, FisSRH AR,
WESSEANERR . 2 BUIIN 2 mL 2 % FRERJK. 5 mL K. 5mL
FEMEEMRZER/ME, FEREHRE; MA8mL5 %
UK PR EMEZERME, WK,

ERAM: 45 CTRAMEIET, MAZEE -5 mmol/L ZE&
£ (9+1) A& 1 mLEA, ®bE 30s, i3 0.22um BHLRIEAR,
LEHMIo

IRERE R RIEE

EGEERRK, B -5 mmol/L 2B (9+1) BARHR
BRE 9507 10 ug/L. 20 pg/L. 50 pg/L. 100 pg/L.
200 pg/L. 400 pg/L BIARE EHIE R,

= UEEH

BIgE MY

{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@i%fE: GOWON HILIC (2.1 mm X100 mm, 2.7 um)
FEhAE: A: 5mmol/L ZE%R B: 2B

AT BEMER, K1

SR 0.6 mL/min

B 35°C

HEE: 5uL

®R1BERNER
Bdial /min A/% B/%

0.00 5 95
3.00 5 95
3.50 40 60
4.50 40 60
5.00 5 95
6.00 5 95

BRI

EBIHEEE: 3500V
B|SEAN: 35arb WSESA: Sarb
BETFERE: 380°C HSIRE: 350°C
R2BADBTF. RENERFUEBF—RR CAEEBF)
- {REZEiE) /min BET FEF

‘ 4- EAEDKM 2.24 83.1 42.1, 56.2*

=, FERER
& 3 4- REKMINAREIURSLIRES
10.0 pug/kg 50.0 pg/kg 100.0 pg/kg

-3 ElUE RSD (%) EUKE RSD (%) EURE RSD (%)
(%) n=3 (%) n=3 (%) n=3

BERT 91.6 6.95 102 4.02 93.4 421
BE 104 4.41 92.2 4.23 88.9 2.25

BEFE: HESI

224

Relative Abundance
I
3

292 331 371 407 455 496 5.63

1 BERTHRARIMAKFR 100.0 pg/kg BY 4- REBKMAYE F R E

220

Relative Abundance
a
g
i

105_ 147 179 456

00 o's 10 1’5 20 2's 3o 35 40 45 50 5's 50

2 BRI 100.0 ug/kg B 4- FREBRAAYE 7R E

ITlER
®HS 30 ak
COMCX6200 Copure®MCX6200 #fbiE, 200mg/6mL 0% /&
SDC-3000-D biocomma® £ & RIEESN 18 /%
BN24 biocomma® & geKARIY 16/%
SF130-22-PTFE PTFE $#t=0idiEas, EHR 13 mm, FLIR 0.22 um, BHER 1001/ &=
SC2-1 2mL EBRREKE, BE PTFE/ AGBRERE, 9-425 1001/ &
V2-AL 2 mL BGUREERIE, HHEL 11.6°32 mm, 9-425 1001/ &
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B B R FI B EMTRE =R UPLC-MS/MS 91 (Copure® PBA)

{SN/T 4519-2016 th Ozh¥nRME R M P F B HMiXEEHNE REERE - FHERIEE)

—. FmITEY

FREX 5.0 g B @ F 50 mL BOER, MANKRER 1 ug/mL

B ERARFIEFHM -13C5 8% 10 uL, AN 12 mL 20 g/

L=SZBKARM2.5mLZHE, RIEES30s, BFE

10 min, F 8000 r/min By 5 min, LEREBEBE

50 mL BOES, BaFERFIMAN 10 mL 20 g/L =RZE

KBREERN—R, EHRRRIR, A=82Z8BKA

BERE 25 mL, BARBES mL, B&R/KET pH E 8.5
(£0.1) A (ALK KAPFMEREAMERINIRER,

B EEESRRS ) .

—. SPE %t (Copure® PBA, 100 mg/3 mL)

&1L M PBA FEHRRXRINAN 3 mL Z8E, 3 mL 0.25 mol/L

ZERIRE P (pH=8.5) #H{TE K,

EEERERR: B ERFFAMREE, FHIRERREE 158 /

#, ZAEH 3 mL 0.25 mol/L ZERZEHR (pH=8.5) itk

FhE, FESWRLE, #HF/ME, B2 mL 0.1 mol/L

BB RERL, T /ME, IWESIBERR.

EHL B R ARD 0.22 um PES K RIERE, (f EH 94,

=. tREfECH!

RARNMMEESZ, 23HEEE2EENFEFEMInERR

MEMUIERIRF B -13C5 TEK, B 0.1 mol/L BE

AR HIARIE SR ERATE TIEA R,

M, {EEEH

BIERMY

{Y28: UPLC-MS/MS (Thermo Fisher TQS Endura)
@it CS211003H (HILIC, 2.1 mmX100 mm, 3 pm)
REIFE: A: 5 mmol/L ZEREAR (& 0.1% BER)

FRE: 0.4 mL/min 38 30°C MEE: 2uL
Bt & M
EFIE: HESI EEEEEE: 3500V

$SES: 40arb
BFEEE: 300°C

HSEHN: larb
HWSEE: 400°C

R2ADBH. RBNERFIEBF—REE C NEEBF)
et {REBYE /min BEF FEF
Ik 191 245012 96.086, 13.083*
FIE 4 -13C5 1.90 250.05 | 96.083, 113.071*

A, ERER
& 3 AWMAKFER 2.0 ug/kg shiRM & mP A BFEMRINIR
B sRInsE R

Bist) ER
|
|

EE (%) TEHL  RSD
1 2 3 4 E (%) (%)
pETE| 106.3 103.2 | 107.2 | 107.6 106.1 2.0
8% | 80.6  88.6 | 98.0 @ 84.9 88.0 7.4

FBHH

B Fun BB B B8 §

3

Abuncanc

PN
mmmmmmm

1 1pg/L FIBFHMATER SRM BiEE

B: Zf%
GBS BERR, Wk 1 -
= 1 BERBIZS -
BjeD /min A% B/% i
0 5 95 i
2.0 5 95 i
3.0 20 80 I
35 30 70 h
45 5 95 3
>0 > % 2 1pg/L FIBHEH -13C5 FIFFAR SRM &iE
iTHER
5s 3% 2k
COPBA3100 Copure® PBA EfEZEEAE, 100 mg/3 mL 50% /&
SF130-22-PES PES $z038%, B2 13mm, FUZE022um, K& 1004~/ &
MF047-22-MCE MCE/®47 mm/0.45 um/ k& 005 /&
MF047-22-NL NL JERE, B 47 mm, FL&0.22 um, BHER 2004 /&
SC2-1 2mlL BEEEES, 9-425 1004/ &
V2-AL 2 ml BEUREERH, HHEL 11.6°32 mm, 9-425 1004~/ &
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BEPFBEMIZEE UPLC-MS/MS &l (Copure® FIBEHE

RRLE)

—. tFmiEE

MECEAIONERES 2 g FBEHWE 0.01g) T 50 mL
BOERF, A 100 pg/L FIEFHM 13C5 AR 50 pL
ERRIT. MIN 1 mL EBFK, SRIEES 1 min, BIMA
9mL ZHE, JRHEES 5 min, 5000 r/min B0 10 min,
AR RN

BEL 5 mL EERE Copure® FIBFSMERELER, R
FEEAI 5 min, 8000 r/min BE:0x 10 min, X EEREWT,
B 1mL ¥ RchBER, i 0.22 um B, EVINER.

—. tREnECH!

IR ERRIREA B EMAFE M 13C5 mipinE
m 0.010 g F 100 mL BEH, TR LEREFESAR, B
RREEREZE, BY, EHMRLKREN 100 ug/mL &Y
MR SRR, FEFM 13C5 i mRBIABL A 100 pg/
mL AR EE &Ko

fRERER: 25ERBIMREMRSEES 1 mLF 100 mL
AEM, AREETEEZE, BS, ERLREFEFHEM
A1 pg/mL WIRETEAR, FIEFH 13C5 AIFTIER
A1 ug/mLe

ELER: BRHR, fETERLEVURERN 0.5 10 2.
5. 10. 20 pg/L, HRFIEFM 13C5 WIRKENA 5 ug/Lo

=. INEBEH
BN
1Y88: UPLC-MS/MS (Thermo Scientific TSQ Endura)

BFigl /min A/% B/%

0 5 95
2.5 5 95
3.0 20 80
3.5 30 70
4.5 5 95
5.0 5 95

gty

BEFIR: HESI

#|RIEA: 40 Arb
BEFEEE: 300°C

R2ADBMERENEALFESF—X

FEIZEBE: 3500V
WRES: 1Arb
ZRE: 350°C

Ity

(FAEEETF)

&R BET FET 1RE2837a)
FIBH 245 96,113 2.00
FIE I 13C5 250 96,113 2.00

KIVEFRPME. B

= =K FINAREIL SIS R

Bt ntnakF EIUEE | (%) FiyEuk | RSD
(ng/kg) (n=3) £ (%) (%)
‘ 1 97.9 93.7 94.2 95.3 241
‘ FIBHH 5 916 | 924 93.5 92.5 1.03
‘ 10 96.2 | 97.0 97.5 96.9 0.677
RT:2.04 NL: 6.56E3
100 MA: 48723 TICF: + c ESI SRM
ms2 245.012
90- [96.082-96.084,
113.082-113.084]

Relative Abundance
a @ =
S 8 o

N oW oA
S & o

MS SampleB3+100b

A, . 5
fitE: GL Science HILIC (100*2.1mm, 3 um) 0o V% 085 A 438
RENHE: A: 0.1% FRER/KARK 100 0 e ST
. + 90 [96.082-96.084,
B: 25 8 MS Samplegar 1006
SRE: 0.3 mL/min o
2 =. 50-
HIFEE: 2L ®
#8: 30°C 30
20
3 . 5 m .
R AT BEER, MK 1 wz 015 060 osr 2% 246 330 355 427 445 4g0
= 1 BERRIERE VAARARES A a s s A R A AR
Time (min)
LIRER 10 ug/L AORSE (PARREE 5 pug/L)
iTaiES
Lt R o
COQO015350H Copure® FIBFEMEREHE 50% /&
SDC-3000-D biocomma® Z & RIEESNX 15/%
SF130-22-NL BRiRiLiEss, HR 13mm, FLE0.22um, BNER 1001/ &
SC2-1 2mL EBRAKE, B PTFE/ ABREKE, 9-425 0040 /=
V2-AL 2 mLIBSUREHE R, FHEL 11.6*32 mm, 9-425 10014/ &
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HAPH ZBMEEEEEZENAE (Copure® M)

75 EERA TR RPN ZBRRBEENE

—. HRiE

EMIREGYREHIEA 2.0 g, IOAN 10 mL ZERZE, EF.
JABE 2 min, 4000 r/min B0 5 min BXZRRZEER; Mm%
ARBIMANZERZEE 10 mL EERIN—K; 6aHZRZE
REUR, F50°CAMEET, 6 mLAGRAE, SmLX2 KRR
Bg, FEECK, KEEH.

—. SPE #:31k (Copure® WZHSEE T HE)

E WZBEEMETBAEERRA S mLBE. 5 mLXK
Eto

EEFER: BiRINERRIE, FERLR, MA5mL
5% FREARRMIE, FEMER, HF/NE; MA 8 mL
iR, WEERA (L. ARIERERE 1 mL/

=, NBEH
1%#& . Waters Alliance 2695
iR XB-C18 (4.6 mm X250 mm, 5 pm)
MES: Waters 2487 KIMETIES
Mg 250 nm
EEHEE: AL 28

B: 0.05 mol/L BEAS — /AR
AR FERR, Al B=5: 95
FE: 1.0 mL/min
HIEATR: 20 uL

M. RIELER
& 1 1.0 mg/kg FERIE B Z B S BB BA MNEIEE R

min) o U= (%)
).,., - . . ‘ B FEHEKRE (%)  RSD(%)
ERMR ABRE 4ACCTARERT, 1 mL FEES, | 1 2 3
0.22 um JEREE IR, B LR, | NZEEEB | 810 | 805 837 817 21
0.0124
: = =
0o10] 13X 2 B B )
0.0084 1
- 0.006
<
0.0044
0.0024
0.0004
5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00
il
1 AI0KFER 1.0 mg/kg 33 2 Bra BB M H &8 B E
TSR
=E b3 i
COAPAP360 Copure® W Z BAREME B, 60 mg/3 mL 50% /&
SF130-22-NL B /®13 mm/0.22 um/ BN FH 100470 /&
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BH & 200K /&
V2-AL 2mLiREEBL ORE, FP5L 10010/ &
SC2-1 2mL BEGRAKE, O, 9-425 100470 /&
SPEMF12G 12 (IEHEERAEEE, WA 1N/ =
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R PR ERMEE G EENAUE (Copure® MCX)

GB 31658.23-2022 (RmREERINE st R APHERMEAYIZEEHNE RIBEIE - BIEKERIEE)

—. HoaikE

1.1 #MmIRE

1) MER2g AR TFS0mMLERBLOE S, MA
0.100pg/mL B & AR T/ER& 100uL, ®jE 30s 'BS, &
& 10min. MIANZBEZES 15mL, &% 10min, 9500r/min
B 5min, REERFRFHZ—150mL BLER;

2) A15SmL ZBZEEERN1INR, aHRERE, F
40°CAB/RSIM T,

—. #5741 (Copure® MCX, 60mg/3mL)

1) ZEYE MmN 0.1mol/L 88 & 5mL, SRHE 1min
AR, MIES K 5mL, #RIE Imin, 9500r/min & it
5min, FIECKE, TEBMEDLESMLEERRE—RX,
FIECKEE, TBRKBEER.

2) A 3mL BEE. 3mL 0.1mol/L 2hER AR KR E L MCX
REHABEFRIERAEMREERNG, NEPERRIHE,
&% 3mL 0.1mol/L #HEER. 3mL BEME, T,
il 5mL 5% |CFRE R, T, WERRE;

3) BUERERET 40°CTEMEILET, 10 0.1% BERK
BRERE 0.5mL, jRKE 30s FAfRKRE, i 0.22 um 7L
TR, EMNE.

=, iEREMRE

BEEIRAELFR. BARMIIEREE, A 0.1%
B /KARBRBRMKEZ 0.500ug/L. 1.00ug/L. 2.00
pg/L. 5.00 pg/L. 10.0 ug/L. 25.0 ug/L MRFIFRETE
&, MARA 20.0pg/L, & 0.22um HILEE, EMNE,

M., {YEREHE

B E: REBE - BREMEFRIEMN (Triple Quad
5500)

@3 ACQUITY UPLC BEH C18 1.7mm 2.1 "50mm Column
TENAE: A: 0.1% BERK B: 2B

o) B ED 4 18 95%A, 95%A (0 min~1.00
min) , 10%A (1.00 min~3.00min) , 10%A (3.00
min~4.20min) , 95%A (4.20 min~4.50min) ,
95%A (4.50min~5.00min)

SR 0.300 mL/min

iR 40°C

AT 4.0mL

Rt
RUAR: SREBTFEN (MRM) ;
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®1BFRIZHIEGE

BESN ESI+
Curtain Gas(CUR) 45.0Psi
Collision Gas(CAD) 8Psi
lonSpray Voltage(IS) 5000.0V
Temperature(TEM) 500.0°C
lon Source Gas 1(GS1) 55Psi
lon Source Gas 1(GS2) 55Psi

R2FNAMERBE Y. EEBFN. RERE. &k
BEMMEEESEE

BEF FEF {REE}E DP CE
V.

amEn (mjz) | (m)  (min) V) (V)
128.2* 20

FRB P 172.1 2.51 30
82.1 34
ERFEM D3 175.0 131.0 2.49 30 20
123.2* 19

FERREMW 188.2 2.38 60
126.2 34
FREFREW -D2 190.0 125.2 2.37 60 13
96.0* 24

HhSE Rl PR 142.0 2.64 30
81.2 40
HSEREM -D3 145.0 99.0 2.62 60 15
140.3* 16

T 158.0 253 60
55.2 25
FREMhEREME -D3 161.0 143.0 2.52 60 22

A CAEERBEF

A, TRER
£ 3 2.50mg/kg AR R BRI AR EIK R b5

E % o i
AR . E"Mz( ) , ;”’(E,;'“ RSD (%)
FRAE M 98.4 94.8 100 97.7 2.73
FEPHEM 102 96.4 934 97.3 4.49
oSN 97.2 93.4 100 96.9 3.42
HEMSEREMW 112 98.6 103 105 6.53
- |
- |

1 MERMEAY 2B FRE



FEERHW
188.200/123.200 Da
3e4
g‘f 2e4
%‘
g Ted
0e0
1 2 3

Time, min

FREMEEW (E%)
158.000/55.200 Da

puE S
142.000/96.000 Da

B (EM)
142.000/81.200 Da

4 4 20000
o o
= 5ed =
7] 7]
K 8 10000
£ £
0e0 0
1 2 3 4 1 2 3
Time, min Time, min

FR B
172.100/128.200 Da

2 FHERM LAY BRI EDREER

FEE MM
158.000/140.300 Da

B (EM)
172.100/82.100 Da

Intensity, cps

5e4
ded
3e4
2e4
1ed
0e0

FREGBIEE (20.0mg/L)

1 2 3
Time, min

RERHER (EMH)
188.200/126.200 Da

15000 de4 3ed
& a 1.0e5 a 2
s 10000 : 4 z: 4 2e4
0 0.0e0 0e0 0e0
1 2 3 1 2 3 4 1 2 3 1 2 3 4
Time, min Time, min Time, min Time, min
HISEFHM -D3 FEMEMM -D3 FEREMK-D2 FABHM -D3
145.000/99.000 Da 161.000/143.000 Da 190.000/125.200 Da 175.000/131.000 Da
6ed5
1.0e5 5e5
é" 485 é" 2e5 g § 4e5
g 2e5 8 1e5 b ) g 25
£ = £ £ 1e5
0e0 0e0 0.0e0 0e0
1 2 3 4 1 2 3 4 1 2 3 1 2 3 4
Time, min Time, min Time, min Time, min
3 MERMEAYINEARFIEBE FRESIER (2.00mg/L)
iTaER
&S i b ax
COMCX360 Copure® MCX E#8ZEEXE, 60mg/3mL 50%/&
SDC-3000-D biocomma® ZERIEESN 18/%
SF130-22-NL BREigigeg, HE 13mm, FLE0.22um, BIR 1001 /=
SC2-1 2mL BEEREAKE, B PTFE/ GRS, 9-425 1004/ =
V2-AL 2 mL BLUR BRI, HHER 11.6*32mm, 9-425 1004 /=
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Sk

Copure® HLB Lim Z87% 2% R#LHE - $133 2022 S E AN
187%57% GB 31658.17 H 36 MERRMERRER ERIAGE

Copure® HLB Lim #, 2R B4k FIZEEmM I —=&
WMEEMRERS, 51%4% SPEF48tL, SHREMREEX
AR RTIER. BiE. BREZWHTHRY, BLER
WA, FARERAMEETFIERE, aXEK. T
T, FRERNEEEIEF, TERENEKAF, F
MR TS E I EES Ko

A5 A Copure® HLB Lim &k, RABEIE - REXFIL
oM, BIITNmYIES (B B RKkFe= (BF) F
TR ER2E. WERREANIEH AR 36 MAYZBENNE S
&, BEE. P SZKFEMRERIRIIE, 36 FERYH
ClU R BB R EE K,

—. HmiEE

ERIE AR 1 g TTAELES, MASmL
0.2 % BERZBE : /K =80:20 (V:V) AR, RICESGEBA
$2EX 20 min, 8000 r/min B:5 5 min, 4%k,

—. #¥&%1% (Copure®HLBLim, 200mg/3mL)

HY 2.5 mL £3R E5ERZE Copure® HLB Lim 1%, WE2%
TR, FHERARVOETEA 0.1 % BEK: BEE =914
BREBE 1 mL, TIEE LN,

=. ERinghEa RS

HEXBETEER, BRERGIBIBAEHITIRME, KED
HRER, MABENMRESHE—RARER, Bl
B EVURES S 2 ug/Ly 10 pg/L. 50 pg/L. 100 pg/L.
200 pg/L. 500 pg/L AIAT R LE.

M, (YERFH

BILEMY

{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
B Commasil® 25 % A (2.1 mm X100 mm, 3 um)
mohiE: AT K (0.1 % FRER)

B: &0.1% REMEE - ZBEAK (FEE: 2k =2:8)
AT MEMER, WK1

IR 0.3 mL/min

MR 35°C

M2 10 uL

xR 1 BEXRER

BiaE] /min A/% B/%

0 98 2
3.0 90 10
8.0 65 35
10.0 20 80
11.0 5 95
12.0 98 2
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g1

BFIR: HESI

EEEZEEE: 3500V

BSES: 40arb

HWSRES: 2arb

BEFERE: 380°C

WSBE: 350°C

R2HAD BT RENERFUEBF—RER CAEEEF)

Fs B {REBESiE /min | BEF FBEF
1 ZERHERR 3.18 215.0 | 108.0. 155.9*
2 TEARZILIE 4.67 250.1 | 155.8*, 183.9
3 g 3.79 2511 92.1. 155.9*
4 AR R T 7.67 254.0 | 108.1. 155.9*
5 TR IEM 4.62 256.0 155.9%, 92.1
6 FERE 8.59 262.0 | 201.9. 244.1*
T TEIERL 10.07 262.0 | 215.9. 244.1
8 TR R B DENE 5.03 265.1 | 155.8*, 171.8
9 TERe — PR 8.12 268.0 | 113.0. 155.8*
10 TERZFRIE W 6.26 271.0 92.1. 155.9*
11 ES AT S 8.59 277.0 | 107.9. 155.9*
12 TR — R IERE 3.22 279.1 | 124.0%, 185.8
13 TEfE — FRDENE 591 279.1 | 155.8, 185.8*
14 Gt 6.21 281.0 | 155.8*. 126.0
15 TR B S R E 6.36 281.0 | 155.9*. 214.9
16 T8 A% 8] R A MENE 7.10 281.0 | 155.9*, 214.9
17 TERR SRR 7.19 285.0 92.1. 155.9*
18 TR 4R — FREIRIE 7.61 311.1 | 155.8% 244.9
19 T&RzIE) — RS MEIE 9.05 311.1 | 155.8%. 244.8
20 TERRRA O 9.10 315.0 | 157.9*, 159.9
21 ERDE 5.34 320.1 | 233.0. 276.0*
22 gD E 5.15 3211 | 234.0. 303.0
23 HWEDE 5.49 332.0 | 230.9. 288.0"
24 BRDE 5.40 334.2 | 290.1%, 316.1
25 BEDE 5.67 352.0 | 265.0%. 308.0
26 rEDE 5.76 3582 | 314.1. 340.0*
27 BEDHE 5.85 360.2 | 245.0. 316.0"
28 amveE 531 362.1 | 261.1. 318.1*
29 =yl 4.96 363.1 | 320.0%. 342.0
30 b2 6.28 386.2 | 299.1. 342.1*
31 —gNE 6.30 400.2 | 299.0. 356.1*
32 BB AR 8.11 404.0 148.9. 255.8
33 BHER 7.45 445.2 | 321.0. 428.0*
34 s Z S 5.55 4452 | 410.0*. 427.0
35 TEXR 5.33 461.2 | 426.0". 443.0
36 EEBR 6.92 479.1 | 444.0*. 462.0




B, REER

& 3 36 BRI YL SLIL R

RN HFRY JERF

10.0 ug/kg 50.0 pg/kg 100.0 pg/kg 10.0 ug/kg 50.0 pg/kg 100.0 ug/kg  10.0 pg/kg 50.0 pg/kg 100.0 pg/kg

Bt RSD RSD RSD RSD RSD RSD RSD RSD
Fabdieapv B (o) = o0 B o) = on B RSD ORI EE  (30) = o

(%) n=3 (%) n=3 n=3 | (%) n=3 n=3 (%) n=3 n=3 (%) n=3

ZHERR 102 2.62 | 80.6 | 3.46 845 | 119 873 202 849 567 | 838 415 101 382 | 102 | 435 | 106 4.92
TR E 822 448 748 776 | 792 442 90.6 406 898 326 897 402 842 535 | 813 | 629 | 834 437
BRRRIETE 869 4.83 784 | 689 80.8 | 508 87.1 3.87 | 869 | 528 | 80.7 431 103 683 104 | 689 | 101 556
BEFRBM 893 325 | 79.8 | 257 836 | 2.03 | 101 225  89.7 & 334 894 211 975 486 | 864 388 836 3.23
BRI 80.5 346 787 | 259 846 433 879 459 923 582 855 | 398 818 | 329 | 832 165 926 345
R 848 769 823 | 103 767 679 89.1 775 894 669 841 | 671 887 | 667 | 921 589 945 6.72
PRIEER 704 115 748 121 | 786 794 892 698 877 752 882 597 857 5.62 850 358 | 79.8 3.16
BERZEREIEE | g96 | 112 | 803 153 | 80.7 1.8l 864 325 930 226 851 190 941 | 403 | 798 | 202 836 287
BE_FRE® )0 667 828 338 805 38 105 265 930 351 931 131 817 3% 790 49 839 3.3
BRRZFRMETME | 853|332 | 79.7 441 | 804 465 825 601 @ 857 292 907 227 | 103 | 506 | 848 | 284 918 239
AR 939 7.85 79.8 886 822 569 852 886 835 691 789 | 496 849 | 889 | 885 898 105 6.96
R _RSMEE | 986 3.66 | 838 425 789 332 837 545 | 80.9 & 546 785 484 106 636 | 836 437 | 84.1| 349
BRZ”FIENE | 797 | 2.86 | 815 227 748 | 228 935 433 | 916 | 233 | 825 501 805 291 827 | 195 | 79.6 3.94
BREZRAMEE | 765 | 6.03 | 786 559 | 83.3 339 943 453 904 464 857 564 858 | 453 | 836 | 266 889 3.07
BRI FRAMDE 789 | 582 | 795 566 834 401 962 492 912 | 554 | 886 469 823 6.55 | 827 335 | 101 567
HERZIBRAMIE | 956 551 | 764 352 784 338 | 860 3.66 | 90.3 | 377 | 838 529 968 = 362 104 | 751 936 6.64
BERLSBAR 708 635 | 669 | 7.58 742 | 456 | 945 457 | 859 | 359 | 101 | 436 922 | 452 876 | 413 101 5091
PRSP FRAMIE | 779 | 489  80.1 392 | 846 482 865 560 934 335 862 235 813 | 438 | 864 272 943 481
FERZIBI " FREMEIE| 684 676 792 | 405 758 453 973 556 | 822 @ 484 7192 | 296 102 253 | 984 | 317 | 90.1 3.89
BERZEMM 668 822 | 69.8 | 697 715 | 475 | 771 771 | 767 | 6.82 | 764 615 101 725 g74 | 592 | 815 575
ERDE 744 485 809 | 452 785 283 911 192 896 0097 867 | 134 687 | 589 | 663 636 682 4.78
REDE 786 339 796 459 823 229 848 255 880 115 929 | 0.88 668 | 69 | 732 389 707 4.42
HRDE 754 562 8L7 | 395 813 407 941 316 907  3.02 917 | 206 69.7 | 692 | 774 714 745 437
BRNE 796 623 840 416 794 386 833 653 904 | 583 850 378 788 383 | 836 415 827 6.19
BRVE 765 554 816 | 581 | 789 316 916 452 932 224 891 | 258 783 | 54 | 755 654 732 532
rmHE 81.8 596 822 | 557 | 789 487 877 569 905 557 8.5 | 443 831 | 515 | 804 494 788 3.6
REVE 775 583 788 436 803 3.82 860 335 943 267 868 | 217 895 | 667 | 926 772 884 685
amE 833 425 765 228 786 298 9L1| 429 934 | 101 880 116 784 681 | 882 | 527 | 866 | 433
SRNE 783 453 754 | 385  80.9 373 903 414 917 504 868 | 230 968 | 69 | 912 734 104 672
v E 676 7.59 | 784 | 582 776 | 569 | 79.4 7.85 928 585 844 | 448 843 557 | 755 406 | 69.7 5.75
ZEDE 765 | 6.08 799 564 | 824 456 832 517 933 | 606 842 545 | 101 7.14 | 856 331 | 79.9 296
A PR - - 1887 496 836 338 778 108 696 7.58 722 654 791 | 119 | 898 | 859 852 458
BNBR 663 6.76 | 72.8 | 7.75 79.5 | 585 | 722 998 @ 881 636 863 | 566 802 = 687 | 825 387 | 757 436
7 ES 783 857 739 | 726 758 696 73.6 101 936 697 980 | 7.72 924 | 180 | 800 656 788 5.89
1B% 65.4 9.9 63.8 802 | 726 7.64 636 88 766 594 769 | 619 918 6.94 | 705 719 | 653 7.32
EBHR 67.5 9.06 722 687 | 739 | 7.05 848 578 955 485 97.8 | 451 879 7.68 | 796 365 | 68.7 558

www.biocomma.cn | 113



T2 0.00-12.00 o
100 NL:
4.73E5
90 TIC MS 21
80
- 70
;é 60
5 SUJ
é 40
= 30
20
10
n,‘n”““AH'“H‘,‘”H“'”“H‘!HH“H”HH‘ 50 55 6.0 65 70 75 8.0 85 90 95 10.0 05 1.0 15 120
Time (min
) 1 IR 10 g kg BIRRPORE Rk 36 B B T
RT: 0.00 - 12.00 9
100 NL:
6.35E5
90- TIC MS X-1
80-
° 70
5 60
5 5[]:‘
é 40-
= 30-
20
10
W ‘0.‘5‘ H ‘1.‘0‘ H ‘1!5‘ H ‘2.‘0' o ‘2.‘5‘ i ‘3.‘0‘ H I3.‘5‘ YR ‘4! o 5.0 55 6.0 6.5 7.0 75 8.0 8.5 9.0 9.5 10.0 10.5 11.0 1.5 12.0
Time (min)
2 AINAKTF R 10 ug/kg BIETFRIRE SRR 36 2B FRE
RT:0.00-12.00 @
NL:
5.85E5
90 TiC MS
G
80-
° 70-
é 60-
5 50—
o A
;E 403
= 30
20
10
‘HH“‘II1‘0H"!HH,‘I‘H‘HH‘HH‘ 4.0 45 50 55 6.0 65 7.0 75 8.0 85 9.0 95 10.0 10.5 11.0 15 120
Time (min)
3FRAIKTER) 10 ug/kg BTRERTRL Rk 36 FHBL M T A
ITEES
%Bs iR (2E=
COHLB Lim-3200 Copure®HLB Lim E#EZEER#F, 200mg/3mL 50% /&
SDC-3000-D biocomma® Z&RIEESN 18/%
BN24 BRekARMY 18/%
SF250-22-NL BRSRITIER, B2 25mm, LE 022 um, BHER 1004 /&
SC2-1 L BEREES, B PTFE/ AGERKE, 9-425 1004/ &
V2-AL 2 mL BSUR eI, HHER 11.6°32 mm, 9-425 100N/ =

114 | www.biocomma.cn



P, FERTOERIL. EMKRMPFEREAE (Copure® HLB Lim)

Copure® HLB Lim 1%, 23X 47k 0% M 57 ZEEm R8I — =
FEEARERAE, 5154 SPE iHABLL, BEEEMREEN
AR, Bis. EXEZRHTRY, BRLOER
W, EERAMENT RERE, 45E K. T
T8, #RARNEEEIN, HEKRENENAF,
AR TR E NN EE S W

AR Copure® HLB Lim, XTHBZERHA. (ZtbKiAF]
e S = R 25T T I0ARIRIE, B E=KFET, BA
FIE AT MBI EIURER7E 85%~110%, RSD < 10%, i# 2 H
ELIER,

—. HREN

HERMEM SN ER2g TTABL0EH, MA L0
mL 0.2% FRE ZB5 : 7k =80:20 (V:V) AR, RIECESE
HBAEREY 15 min, 8000 r/min B0 5 min, %1k,

—. #&m4% (Copure®HLBLim, 200mg/3mL)

BY 1.5 mL B3R EER S, WERMK, REFR1ImLA
VOETER 0.1% HERKERE 1 mL, SERIEE, £V
=. ERFEM&E ST RNEIF

HEERBTHARER, RERFRIEBEAEHITIRE, K

M, MK
BigEMG
{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
&g Commasil® 3T A (2.1 mm X100 mm, 3 pm)
mEntE: Al K (0.1 % FRER)

B: BfE: ZfE=2:8 (0.1% FEK)
G AT BEER, E 1 S 0.3 mL/min

& 35°C WS 10 uL
xR 1 BEXRER
B3i& /min A/% B/%
0 98 2
3.0 85 15
6.0 65 35
8.5 5 95
9.0 98 2
10.0 98 2
g4
EFIR: HESI FEMEERE: 3500V

HWSES: 10arb
HWSBEE: 350°C

#|SIEA: 40arb
B EEE: 380°C

R2AD BT REWERFIEBSTF—RR F AEEBT)
EFFRER, BEFR ImLFFEBLESR, MAEEN Ee B REE4E /min | BETF FEF
ImRESHER—RBRWRER, BHIRINKES SN 2 ug/ 1 (G 415 290.2 93.1. 124.1*
L. 10 pg/L. 20 pg/L. 50 pg/L. 100 pg/L. 200 pg/L BY 2 B S 8.18 3931 | 355.1% 373.1
ERL, 3 HFEKAA 8.15 3932 | 355.1. 373.1*
A, KELER
R 3 36 MBRMATEIUIRIRER
R AT
B 10.0 pg/kg 50.0 pug/kg 100.0 pg/kg 10.0 pg/kg 50.0 pg/kg 100.0 pg/kg
E%= | RSD (%) [EIME RSD (%) [Ek=E RSD (%) [EURE RSD (%) EUEE RSD (%) | EUEE RSD (%)
(%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3
S 108 4.29 98.2 2.26 92.2 133 94.0 4,55 85.6 2.61 85.5 2.13
1SR 104 6.68 96.4 3.76 913 2.42 87.0 5.27 86.1 2.04 90.0 1.82
BLES /N 105 7.20 9.5 3.45 91.4 2.08 94.3 6.26 87.2 3.18 89.7 2.35

2 AR 50 ug/kg BIRERTH REpZRRIL. BRI RS B FRE

)

1IN 50 ug/kg BYFEPIHF mAPIEERML, EHKIAT RSB FRE

iTHiES
Bs 32 (2E
COHLB3200-Lim Copure®HLB Lim E#EZEEX#F, 200mg/3mL 0% /&
SDC-3000-D biocomma® £ & RHEESY 18/%
SF250-22-NL Brstidigss, HR25mm, FLE 0.2 um, BIE 1001 /=
SC2-1 2mL BEBRARKE, B PTFE/ L BERE, 9-425 1001/ &
BN24 BREAARMRIY 18/%
V2-AL 2 mL BSUREE R, HHER 11.6"32 mm, 9-425 1001/ &
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AP R R FEMH5%ERNE (Copure® HLB Lim)

RIBBIE - BEXEIEEA

MR (Amoxicillin), BT EBHRXE B- RBRAER,
NFERNHERIEFERLNER. MEAMBAHH
SECRATENAEENIEERTNEE, BRERS
HAGRBMMKER, mARDEE, KRERSBRES.

AR 0.2 % PRI : 7K =80:20 (V:V) BRI,
Copure® HLB Lim %1, BRIE@IE - BESUE D, B
T ERAPEIREAMAYAEENNE A, BN
FRSEIIOIE, EIRERMERENRERRITEER,

N E“

ERTEMEYSNBARER 1.00 g FTHEE0EH, I
AN5mL0.2%BRIEE: 7k =80:20 (V:V) A&, RITE
A EBAEIREY 20 min, 8000 r/min B 5 min, 4.

—. #¥&%1 (Copure®HLBLim, 60 mg/3 mL)

SREE: 0.400 mL/ min #ER: 35°C MEES: 5L

42 S

BFIR: HESI

EEEZEEE: 3500V

BSES: 28arb

HWSES: Sarb

BFEHE: 380°C

WSBE: 420°C

R2ADEW. RENERBFIBF—RE CHAEEETF)
o {REZEYE) /min | BETF FEF

| mEEH 2.69 366.05 114.0%. 208.0

B, FEER
5.1 & M5EHE
xR 3 MEAMRELERR. BXERK

BY 2.5 mL EiR E7E®RZE Copure® HLB Lim #F, WELZ | e M EIT5E R?
MHR, BHRERVWETFE, BEA®K (475 mL 7K +25 \ FIEFEH y=711.46x-146.75 0.9981
mL ZBE +1.5 mLIkZE) T®RE 1 mL, T EFMN. _
5.2 AREIUL
=. EFEthENES x4 FIEFEMRIIAREURE
FRELT NIAME 100 g (TR 0.01 ) BEE SO mLELES, | gan 10pg/ke
. . % ¥ %) RSD (%
MR AR E TR, HAPOAEERES Bl (%) |FRERE (%) RSD (%)
i e | @EEM | 108 | 107 | 108 108 0.54
B9 1.0 2.0. 4.0. 10. 20. 30. 40 pg/kg. % _ERFTA 100+ NL: 1.8UEs
EAEHTIRIS, REERSTEE_ MM, %0 ﬁ E:%Z[‘sgﬁi%éﬁégﬁ
804 ‘ o abeio0n 001] MS
&§§£1¢ 70—: ICIS 1-001#2_001
m, % 60
4.1 BIERH e | |
{88: UPLC-MS/MS (Thermo Fisher TSQ Endura) % \ H
iR Commasil® Coreshell C18 (2.1 mm X100 mm, 1.7 um) fg: ‘[ ) 'H | .
R N ] A ""-mu,-ul- \"" A M A '\w"“-‘\. rsoterturocridr
REDIE: A1 0.1% BEK B: ZBS i B
FERRAI: BEER, Fk 1 12;: | i 207 50.208 50
E ESI SRM ms2 366.0¢
F 2 =} E | [114.011-114.013,
® 1B e J i Taota o0t
B¥ia /min A (0.1% FRERIK) /% B (ZH8) /% e :
0.00 95.0 5.0 50 M
1.00 95.0 5.0 a0
2,00 65.0 35.0 e | |‘
3.50 5.0 95.0 FER |
E| / i}-l)u .
4.00 5.0 95.0 ]
1 2 3 4 5 6
4.10 95.0 5.0 \  Time (min) N B
6.00 %50 o LRI 10 pg/kg BRSPS AR IE TE
ITEES
55 1323 (2E=
COHLB360-Lim Copure® HLB Lim &, 60 mg/3 mL 0% /=
SDC-3000-D biocomma® Z &iRHEEAMY 18/%
BN24 EREIKA RN 16/%
SF250-22-NL Britlidiess, HR25m, LR 0.22um, BHER 1001 /&=
sC2-1 2mL EGEAGZ, B PTFE/ AGERE, 9-425 1004/ &
V2-AL 2 mL BLUReERR, HHE4R 11.6"32 mm, 9-425 1001/ &
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7%

HLB Lim- FiF 38 #3 8457% ErR:&E St (Copure® HLB-Lim)

—. HmiEN
EWIRE IO NEARER 2.5 ¢ FTTFEBEOES, A
10 mL. 0.2% FERZ BE : 7k =80:20 (V:V) AR, RIEE

HSEHN: 2arb
BFERE: 380°C
HSBE: 350°C

A GHBAEREY 20 min, 8000 r/min B 5 min, &%k, R2AH BN RENERFLEBEF—REK CAEEEF)
—. #5581 (Copure®HLB-Lim, 200 mg/3mL) il \I\g*f‘ REBIE jmin | BWF fﬁ?

BY 2 mL bk BRI, WA, VAL 500 yl A A = e

10 mM REREZERZE 1 mL, Eiflo 3 HeEE 2.26 4073 | 126.1%. 359.2

=. ERinEE s mnsSE 4 FEESS 2.30 3041 | 107.1*, 135.1

BEXDSESAES, RERMGESRSGERE K 5 s 23 | 511 1081 1559

SRR, SRR 500 uL MANESRSEB AT ° | FevERR 2 BLL | 207, 2619

BAE, BLL10 MM BBEEEE 1 ml, SHAERE A T T

BB Fgh Lo 9 EENE 2.57 3201 | 233.0. 276.0%

M. {YSEEH 10 +3= 2.57 4612 | 426.0%. 443.0

BT 11 ERVE 2.60 334.2 290.1*, 316.1

{28 UPLC-MS/MS (Thermo Fisher TSQ Endura) 2 | FADE 202 3820 | 2309, 2880°

@igE: FEZ] Titank C18 (2.1 mm X 50 mm, 3 um) B e 20 2651 | 1559, 17207

14 BEDE 2.67 3582 | 314.1. 340.0*

AEpE: AL 7K (0.1% FER) 15 BT ul 2.67 3021 164.1% 284.0

B: Zk5 (0.1% HER) 16 BENE 2.68 3521 | 265.0%, 308.0

FBRA I HESE, R 1 17 sz 2.70 4452 | 410.0%. 427.0

JRE: 0.3 mL/min 18 BiEHE 273 360.1 | 316.1% 342.0

HeE: 30°C 19 | EER-EEER 2.83 2791 | 155.9. 186.0*

. 20 BHHE 2.85 2281 | 118.1% 154.0%

o 21 BEHE 2.90 2771 | 202.9%. 259.0

= 1 BERBIER 2 EEE 2.90 8436 | 142.1. 174.1*

#iE] /min Al% B/% 3 BEENEEERE 2.95 2810 | 156.0% 215.0

0.00 98 2 2 e 2.96 4002 | 299.0. 356.1%

0.25 9% 2 25 YT 3.03 3681 | 294.0, 312.0

2.00 70 30 2 BHER 3.07 4253 | 126.2%, 3772

4.00 70 30 27 $B% 3.09 4791 | 444.0%. 462.0

4.20 30 70 28 BHBE 3.22 4452 | 321.0. 4280

6.20 30 0 29 BREE 3.25 869.7 | 132.1. 174.1*

6-50 2 9% 30 kSR 3.61 6885 | 158.1 544.4"

7.80 2 98 31 KDk 3.67 5241 240.9%. 3239

8.00 9% 2 3 a5z 3.68 3208 | 152.0. 256.9*

10.00 9% 2 33 aBE 4.04 7345 | 158.1% 576.4

Big M 34 SHLETHI 4.06 3632 | 309.1. 327.1*

BFR: HESI 35 e 4.23 30L1 | 108.1. 156.0"

BISEEE: 3500V 36 ATAHA 4.23 3612 | 299.0. 343.1*

) 37 =thBE 5.06 7725 | 109.1% 215.1

WA 40arb 38 HBE 5.12 828.6 | 109.1. 174.1*

R‘rwttllnn?—mnn " <3

Time (min

1AIIKTFH 10.0 pg/L B 38 MEKN 2B FRE
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B

B, ERER

7 3 38 Fh BT MNARE YL SLI0LE R

0.5 pug/L 1.0 pg/L 2.0 ug/L 8.0 ug/L 10.0 pg/L

Bis E4%=E  RSD (%) El&=E  RSD (%) E4%=E RSD (%)  [EME RSD (%)  [EME | RSD (%)
(%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3
T RRER 108 5.81 109 3.82 93.1 3.41 94.5 7.33 94.9 5.40
Ak 99.8 6.42 98.3 7.72 101 4.89 90.4 9.33 103 5.73
MEIBER 101 8.18 103 5.04 94.9 8.01 112 5.61 105 4.56
ESr S 72.5 4.94 83.1 3.01 90.0 5.90 87.6 8.73 87.8 5.07
T RZ IR IE - - 81.5 8.34 82.9 4.39 90.9 4.03 90.5 2.44
R FRRIEE 94.3 3.40 107 3.52 94.7 1.86 107 3.04 95.8 1.83
TR I 0E 97.0 7.00 84.1 8.27 84.6 5.48 98.5 5.45 101 2.43
SRVE 92.1 8.88 95.5 5.10 88.9 5.12 95.3 5.40 99.8 4.00
ERIVE 87.3 3.66 97.0 6.71 83.9 4.99 99.9 1.05 93.8 5.04
TBR 87.7 7.41 94.2 2.89 97.7 3.64 99.9 7.79 95.6 5.37
HERDE 102 7.91 84.9 6.62 87.3 2.80 102 4.09 98.4 3.43
HADE 85.0 4.49 92.0 5.09 84.9 3.79 92.5 4.59 103 3.57
T i R B I 0 78.9 9.13 81.6 6.56 77.8 5.26 101 3.48 82.9 4.93
KRVE - - 93.7 6.47 91.5 2.71 94.8 4.35 95.0 4.36
RKRZER 95.8 4.53 90.5 9.25 90.2 4.44 104 5.49 101 5.73
BEDE 85.5 3.80 83.5 4.16 86.1 2.98 88.7 5.46 91.0 2.57
MmIf & 97.7 12.2 86.3 7.34 81.9 4.75 81.7 8.18 78.0 4.51
RiEnhE 85.9 6.51 90.2 4.17 81.4 3.14 86.0 6.66 81.1 4.51
T e — R IEE 81.3 6.32 78.3 9.41 77.0 4.73 85.4 4.89 82.0 8.30
ZHEE 88.1 5.25 82.6 8.09 88.9 5.79 95.9 9.20 90.7 5.55
ER s 91.6 3.95 87.6 5.25 84.7 3.34 94.7 6.20 89.4 2.51
BEER 98.9 5.67 87.1 5.39 88.8 4.11 92.6 8.51 83.9 6.21
TR AR BRI IE - - 103 10.2 97.2 7.08 94.4 8.43 83.9 5.99
ZmNE 98.1 4.20 91.6 4.30 93.9 2.28 98.1 4.96 93.6 5.70
BHEBE 90.5 9.51 91.9 1.05 97.6 2.78 94.2 3.26 99.6 0.52
RMER 95.1 9.34 91.6 5.72 92.8 3.61 92.7 6.60 92.4 3.45
B8R 87.9 7.57 89.8 4.65 73.1 4.11 73.8 3.76 72.0 8.01
BOBR 72.4 4.13 7.1 9.15 84.5 2.76 92.0 8.39 90.1 9.00
BAREE - - 78.4 11.9 85.1 4.40 93.0 5.26 105 3.62
HkER 87.2 4.57 79.6 7.63 81.8 6.20 93.3 3.06 99.5 1.12
Pl {US 73.1 8.54 84.8 2.99 79.2 3.07 86.5 1.46 84.0 6.95
ABER 88.9 8.34 103 12.3 88.7 2.00 111 2.71 103 5.86
AR+ - - 96.4 6.45 81.9 3.97 93.8 6.34 84.1 5.96
S RTAYHA - - 7.3 9.14 82.2 4.19 87.5 2.36 85.7 5.82
Tigh P e T Ot - - 112 7.55 81.8 4.86 90.2 4.21 82.2 7.34
AT HH - - - - 73.8 7.19 88.2 10.4 79.5 9.29
HHER 85.5 6.39 76.2 6.29 7.4 4.31 93.6 8.93 81.1 4.89
THER 70.5 9.12 89.6 8.02 95.4 3.06 102 2.63 104 2.93
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= 438 TEAERELES

i3
XB
Eil iy

iz #hgk R2
T RRRE Y=7225.39X-268.846 0.9992
FEfR Ak Y=7753.36X+207.396 0.9981

I GIEE S Y=9649.30X-784.921 0.9981
FEERT Y=2034.29X-437.765 0.9976
TRz Y=1913.06X-330.889 0.9974
REFRRWEIE Y=33054.4X+962.412 0.9997
AR I Y=7786.73X+292.747 0.9988
TEVE Y=17929.1X+298.919 0.9992
HEEDE Y=12789.4X-1422.45 0.9991
TER Y=36693.6X-815.004 0.9990
B E Y=25570.1X-2441.54 0.9986
KARDE Y=13730.0X+106.803 0.9982

T Az FR EL I 0 Y=5488.71X+108.070 0.9990
KEe Y=5527.75X+39.4248 0.9984
KrRSER Y=20015.8X+1193.82 0.9973
BEDE Y=13293.8X-202.798 0.9974
U7 Y=57019.5X-750.943 0.9977
BiENE Y=37576.1X+1707.81 0.9966

T RE — BB IR0 Y=17070.8X-24.0149 0.9991
ZhET Y=77267.6X+1590.35 0.9992
RIS Y=42067.5X+277.676 0.9989
BiES R Y=1652.28X-545.844 0.9993

T B Xt B D OE Y=705.799X+17.0994 0.9983
—EE Y=28591.1X-1592.5 0.9992
RS e Y=126478X-22901.5 0.9999
RMEBER Y=16344.8X-1345.61 0.9989
G Y=24652.0X-4098.18 0.9993
BOBHR Y=79065.3X-3686.96 0.9983
BAEERE Y=1562.36X-98.5902 0.9994
MhER Y=25947.3X-1049.68 0.9992
SLIBERR ¥=9182.19X-1113.68 0.9984
5% Y=6830.45X+1347.05 0.9985
AR Y=7466.86X-948.697 0.9980
SRR Y=23187.7X-434.246 0.9986
i e e 5 b Y=5013.23X-887.838 0.9978
ATHIAA Y=7446.98X-57.6348 0.9994
HthER Y=4014.68X-339.231 0.9996
RWBER Y=15585.8X-898.568 0.9998

ITlER
=S Fi::pus a
COHLB3200-Lim Copure® HLB-Lim EEZEME, 200 mg/3mL 0% /&
SDC-3000-D biocomma® ZERITESN 16/%
SF130-22-PTFE PTFE #0888, EHER 13 mm, LR 0.22 um, BHFR 100N/ &
SC2-1 2mLEBRRES, B PTFE/ A&ERE, 9-425 100 4N/ &
V2-AL 2 mLEgUREERIE, HRELR 11.6*32 mm, 9-425 1001/ &
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Sk

HLB Lim- K= R B &5 2 KIFAEE (Copure® HLB-Lim)

—. PFmiEE

ERMEMESONERAER 25 g TTERLER, A
10 mL 0.2% BRERZ A5 : 7k =80:20 (V:V) A&, AIERES
JEEBAHEE 20 min, 8000 r/min By 5 min, %1k,

—. #¥&%t (Copure®HLB-Lim, 200 mg/3mL)
BEE bR EEREHE, WEMRER, BUEH 400 pL A
10 mM BERSERE 1 mL, £#l.

=. ERipghZ&ERnnE

ERRETAEAESR, B ERIRIBAZETIRE, K
SRR, 2BEGRH R 300 L MNEE AT NE
EBRKR, B 10 mM BEREZEERE 1 mL, BRMLER
E%5%A 1 ng/mL. 2 ng/mL. 5ng/mL. 10 ng/mL. 20
ng/mL. 50 ng/mL. 100 ng/mL B9 ENA Ko

M, MK
BIgEMY
1Y88: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@i Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)
EhtE: Ak (0.1% FRER)
B: 28 (0.1% RER)
FBA: R, k1
ER: 0.3 mL/min

HE: 30°C
HEE: 5uL
xR 1 BEXRER
A& /min Al% B/%
0 95 5
1.0 95 5
4.0 70 30
8.0 40 60
10.0 5 95
12,0 95 5
P& M

BFR: HESI
BEEZEBE: 3500V
$SES: 40arb
WSEA: Sarb
EFEmE: 380°C
HWSBE: 350°C
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R2ADB. RENERFEBF—RE C NEEBF)

Fs B fREZEYE /min | BETF FBEF
1 MeEIER 3.64 407.3 126.1*, 359.2
2 EIEER 512 843.6 142.1, 174.1*
3 RMER 5.44 425.2 126.2*, 377.2
4 BREE 5.74 869.7 132.1, 174.1*
5 THREER 5.99 688.5 158.1. 544.4*
6 AR = 6.23 734.6 158.1. 576.4*
7 REER 6.46 916.4 145.1, 174.2*
8 HthERE 6.81 T772.5 109.1*, 215.1
9 THER 7.43 828.6 109.1. 174.1*

B, FRER
& 3 R AR IR AU SR IR 4E

Copure® HLB-Lim
BixY
DIARAREE (ug/L) | F3YEIULE (%)  RSD (%, n=3)
6.00 82.03 3.11
MHeEBR 24.0 85.56 4.86
48.0 82.52 4.05
6.00 96.00 4.25
BB ER 24.0 81.90 1.84
48.0 85.76 2.98
6.00 70.38 9.26
RMEBR 24.0 85.17 6.99
48.0 94.83 3.07
6.00 93.94 9.14
BAREE 24.0 97.08 2.24
48.0 102.2 411
6.00 87.67 6.80
TEER 24.0 86.56 5.37
48.0 92.98 1.24
6.00 115.2 6.48
RSN 24.0 106.7 4.95
48.0 103.8 3.34
6.00 91.70 6.45
REREER 24.0 82.28 2.65
48.0 82.90 1.10
6.00 93.61 247
HEER 24.0 82.86 1.37
48.0 83.01 1.18
6.00 85.94 9.80
RVBER 24.0 80.72 4.49
48.0 85.79 1.30




i

Relative Akurcerce

z
3

Relative Aundance

RT:

Fealire Abucance

Selative Mwdnce
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T
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+ 0 ESI SRM ms2
020.562
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10

d
10 1" 12

AreaRatio

“zaRae

AreaReto
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OOFMFT
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Relative Aundance

Tirme (min)

L:
1.11E6
TIC MS
SOPPB

1AMATR 48 ng/mL BY 9 TR ABRRVIRENE F &%

ITMiES
"S

COHLB3200-Lim

Fi::pu
Copure® HLB-Lim E#EZEME, 200 mg/3mL
biocomma® Z&ERIERS N
PTFE #=idiEes, HR 13mm, FE0.22 um, BHEFE
2mL BEBRAGKE, B PTFE/ LGRS, 9-425

ax
50% /=
18/%
1004~/

SDC-3000-D

i

SF130-22-PTFE

m

SC2-1 1004/ &

V2-AL 2mL Bt R, FH54 11.6"32 mm, 9-425 1007 /=2
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HLB Lim- k= REBR5Z B- Z{F#zh5% (Copure® HLB-Lim)

—. FmITE
ERMEMESONERAER 25 g TTERO0EH, MA
10 mL 0.2% BRERZAE : 7k =80:20 (V:V) AR, RIGES
JEBAEZEX 20 min, 8000 r/min By 5 min, F51k.
—. #&%1 (Copure®HLB-Lim, 200 mg/3mL)
By 2 mL bR EER I, WERE®R, BXEAF 500 uL A
10 mM BFERBERE 1 mL, Ll
=. ERinghZ&ERnEE
ERRETOEAER, R ERFIQRIBSEHITIRE, K
EERER, PFBURER 500 uL IMANEE B- FEH
AR AR, BLL10 mM BEREBEESE 1 mL, B34
ERENE R,
[ N 8 -3
BIEFEY
{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@igfE: Hypersil GOLD C18 (2.1 mm X100 mm, 1.9 um)
TEnAR: Al K (0.1% FRER, 10mM ZER5R)

B: ZB5 (0.1% FER)
RS BEMER, k1 SRER: 0.25 mL/min

B &4

BEFIE: HESI
#SES: 40arb
BFERE: 380°C

BIERE: 3500V
HWREN: 2arb
WSRE: 350°C

R2AH BT RENERFIBTF—RHE FAEEBT)
Fs B {REZET{E] /min BEF FEF

1 T RREE 2.79 240.1 148.0*. 222.1

2 Rtk 2.80 226.1 152.1%, 107.1

3 EnZBR 3.60 302.1 284.0. 164.1*

4 PE S 3.90 228.1 154.0*, 118.1

5 "D 3.92 277.1 259.0. 203.0*

6 S 4.13 368.1 294.0*. 312.0

B, ERLER
& 3 B- RS INAR OISR R
0.5 ug/L 1.0 pg/L 5.0 ng/L 10.0 pg/L

Bi7 Bl RSD| [EY% RSD [E4% | RSD  [EUZ | RSD
£ (% £ (W) £ (%) % (%)
(%) n=3 (%) n=3 | (%) n=3 (%) n=3

JTheEZ | 105 428 885 | 3.10 | 951 | 7.61 | 82.7 | 1.38

MR 969 | 9.92 823 | 219 | 96.6 538 817 | 1.48

¥7nZEBRK | 115 210 772 | 6.06 | 789 | 572 729 | 0.68

N=1 o > =.
HR: 30°C HIFE: S uL PRkeEs 107 1 6.89 | 963 | 0.27 755  11.6 | 81.9 | 0.57
FEF < 2
® 1 BEABRER B ST 106 | 5.04 101 | 6.27  97.1 152 | 95.0 | 0.50
BYi& /min A/% B/%
0.00 98 2 RS 118 | 2.37 | 102 | 3.15 84.0 122 | 988 | 1l.67
0.25 98 2 b = s
xR 46MB- ZIEHEFIBERMBEER
2.00 70 30
4.00 70 30 Rz i R2
. DT RREE Y=6433.37X-500.280 0.9986
4.20 30 70
ik Y=6935.71X-473.076 0.9996
6.20 30 70
B gat Y=19323.6X+3264.19 0.9976
6.50 2 98
ZHREFT Y=79359.8X-10928.6 0.9999
7.80 2 98
Ea e sES Y=28878.1X-2466.66 0.9999
8.00 98 2
PR T Y=126111X-24210.5 0.9999
10.00 98 2
RT: 1%5?—1D o1 " ‘g
E 34E5
a0 TIC M3 20
Bné
zné
1D€
E’E T T T T T l T T T T T T T T T T T T 1
oo 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.5 6.0 6.5 70 75 8.0 8.9 5.0 9.5 10.0

Tirme (min)

1ARIIKTFH 10 ng/mL BY 6 7 B- S2AMENTIB DB FRE

ITHER
©HS Fi::pu a%
COHLB3200-Lim Copure® HLB-Lim Ef8ZEEX#F, 200 mg/3mL 50% /&
SDC-3000-D biocomma® Z&RHEESN 16/%
SF130-22-PTFE PTFE $=0idi888, HRE 13 mm, FLIE 022 um, BHER 1001t/ &
SC2-1 2mLEBRERKE, BE PTFE/ A&EKRE, 9-425 1001/ &=
V2-AL 2 mLIBGUREERIE, HHELR 11.6*32 mm, 9-425 1001/ &
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Sk

HLB Lim- k= mB A R 52k & FEiEE] (Copure® HLB-Lim)

—. PFmiEE

ERMEMESONERAER 25 g TTERLER, A
10 mL 0.2% BRERZ A5 : 7k =80:20 (V:V) A&, AIERES
JEEBAHEE 20 min, 8000 r/min By 5 min, %1k,

—. #¥&m%1 (Copure®HLB-Lim, 200 mg/3mL)

B 2 mL B BiE®REE, WERE R, BXEAF 500 ul A
10 mM FERBRERZE 1 mL, il

=. ERiFgEhZ&EmnnE

HRAXNTEHBAER, RERFRERAHITRE, |
SEdRER&, 23EURE& 500 uL IDNEEEEE & EiE
FRtmER R, B 10mM FEREZEERE 1 mL, FEf4%
RESSA 0.5 ng/mL. 1ng/mL. 2 ng/mL. 5ng/mL.
10 ng/mL. 20 ng/mL B9 EMAR,

< IEEEHS

BIgEMY

1Y88: UPLC-MS/MS (Thermo Fisher TSQ Endura)
@3k Hypersil GOLD C18 (2.1 mmX 100 mm, 1.9 um)

B, ERER

& 3 15 MiERR & EEER AR OISR I0 45 R

FREDAET AT 7K (0.1% FRER) B: ZBE (0.1% HER)
AT BEMER, MRl SRIE: 0.3 mL/min
R 30°C HHEE: 5uL
xR 1 BERRER
BtiE /min A/% B/%
0.00 98.00 2.00
0.25 98.00 2.00
2.00 70.00 30.00
4.00 70.00 30.00
4.20 30.00 70.00
6.20 30.00 70.00
6.50 2.00 98.00
7.80 2.00 98.00
8.00 98.00 2.00
10.00 98.00 2.00
FRig&H

BFIJR: HESI BIEBE: 3500V
BSES: 40 arb HBSES: 2arb

BrERE: 380°C HAURE: 350°C

R2AHEHN. RENEARFEBF KR CHEEEF)

Fs B {REEE /min| BEF FBF
1 TARRIEIE 2.84 2511 | 1081, 155.9*
2 IR R 3.00 2501 | 155.9% 184.0
4 DEDE 3.00 3631 | 320.0% 345.0
3 BRI 3.02 2911 | 230.0%. 261.0
6 ERDE 3.04 3201 | 233.0. 276.0°
7 R E 3.08 3342 | 290.1%, 316.1
8 HRDE 3.09 3320 | 230.9. 288.0°
5 TR LR 311 2651 1559, 172.0°
13 BEDE 3.14 3582 | 314.1% 340.0
9 BEDE 3.16 3521 | 265.0%. 308.0
10 BEDE 322 3601 | 316.1% 3420
= 331 279.1 | 1559, 186.0°
14 | EERERAREE 3.43 2810 | 156.0% 215.0
12 “ADE 345 4002 299.0. 356.1%
15 TERRIE TR 4.75 3011 | 108.1. 156.0°
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0.5pg/L | 1.0pg/L | 5.0pug/L | 10.0 pug/L
- RSD [EM¢ RSD | Ell§ RSD B RSD
BH542
WOERE e E ) ) E ()
® n=3 | (%) n=3 | (%) n=3| (%) n=3
R 684 | 178 77.1 7.38 | 103 621 96.5| 7.26
BRI - - | 710 9.87 | 80.9 6.75 744 4.01
REEHER | 776 | 472 | 68.0 | 270 | 87.8 | 1.22 89.7) 2.56
SEHE 62.3 | 105 | 79.6 | 9.04 | 88.7 2.05 90.1| 2.76
WEEREERE | - - 826 995 853 473 93.0)6.33
EEDE 88.7 | 224 814 563 | 93.1 325 90.4 517
HEENE 106 | 499 955 | 521 943  1.03 949 435
FEDE 885 | 836 815 510 | 884 3.13 88.1 3.82
BEDE 105 | 442 867 875 887 558 89.3 1.18
BEDE 973 | 726 | 91.6 | 455 | 88.5 1.86 97.2 | 4.12
W REERE 444 | 859 | 56.6 | 5.10 | 662 115 67.2| 4.65
—ENE 106 | 433  89.6| 059  83.9 | 157 86.7 3.69
BEDE - - | 102 | 7.88 | 108 4.17 108|155

BEMEEEE | - -~ 840 929 | 734 636 72.8| 3.40

WEEEW | 104 | 482 | 78.8 | 652 | 78.0 9.50 72.2| 5.78

R 415 MiERL & ERIEGHAER

Bi5i0 ::E53 R2
RN ¥=2235.71X+266.652 0.9989
RN Y=4791.17X+1087.36 0.9998
BATRER Y=1706.15X+3260.26 0.9991
SEHE Y=7684.96X+1808 45 0.9998
BRI Y=5550.80X+1018.50 0.9979
EEDE Y=6001.81X-725.310 0.9994
EEDE Y=16805.1%-1680.60 0.9993
FREDE Y=7366.14%+52.8344 0.9996
EEDE Y=7109.64X-1589.14 0.9988
BEDE Y=22812.0%X+2026.54 0.9994
BECEREBE | Y=14015.4X+2148.34 0.9999
—ENE Y=14918.1X-1442.25 0.9995
BEDE Y=3188.25X+449.699 0.9984
BEE BN | Y=809.939X+113.666 0.9975
TRRREE Y=4387.10%-259.238 0.9992
= s b B
1T 10 ng/mL B9 15 MR & MRS T S
iTHER
5S b 3o ai
Copure® HLB-Li HETH,
COHLB3200-Lim opure im BRI 50% /&
200 mg/3mL
SDC-3000-D biocomma® Z & RHTEAN 16/%
PTFE $=0id 888, HE 13 mm,

SF130-22-PTFE 004 /8
72 0.22 um, BAFR ™/
2mL EBERAFKS,

SC2-1 1004/ &
9% PTFE/ @R, 9-425 ™/
2 ML B BRI,
oL mL AUk R o048

FHEL 11.6*32 mm, 9-425




7%

GB 31658.17-2021 Z55% QUEChERS %125% (QuE-UPLC-MS/MS)

MRz, BB, DHRREBNERBRENASTEANER,
R A RE. MECEMTFET 2R TH7E. &5 ALLGB
31658.17-2021 A&%, B QUEChERS AiXaL2%%, ik
BHEAN. BRI CAERMT ZKFEMARRIE, B
# 8 60%~110%, RSD < 10%, FAFEAER, AHtE
bz

—. #¥MITH (Copure® 274 % QUEChERS 12l E )

HERITE RSO NAEER 2 g FTFEBELEDR, A2
mL pH=4.0 B9 Mcllvaine-Na2EDTA &%, SRHE 1 min, 1l
AN10mL 1% ZERZBEAR, ®hiE 1 min, AN Copure®
2% % A QUEChERS 1REXE (5 S: COQ050051) i®iE
SRAEHBAIREY 10 min, 5000 r/min B0 2 min, &%k,

—. #&%Mk (Copure® 27%EH QUEChERS L&)
EemLEBERFAEMLE (F2S: COQ015605) , 2500
r/min & € 2 min, 8000 r/min By 5 min, BX E&E &S5
mL, RWGEFER 0.1% HEK: BFE=9:1 ARERE 1
mL, E#l.

=. ERinghEa RIS

ERRBETEALER, R ERFIRIEBAEHITIRME, B
AUENEERMANGEENTRESHR—RANER,
Be & B _EMRE 2 309 2 ug/L. 10 ug/L. 50 pg/L. 100
pg/L. 200 pg/L. 500 pg/L BItREREZE,

M, KRG
BIgEMH
{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
BigHE: Commasil® 25% % Bt BEH T-C18 (2.1 mm X 100
mm, 3 um)
Mot Al 7K (0.1 % FER)
B: HEZ: Zh5=2:8 (0.1 % HER)
FRRA I BEMER, K1

FE: 0.3 mL/min

H&: 35°C
HEEE: 10 uL
® 1 BERBER
Bdia /min Al% B/%
0 98 2
3.0 90 10
8.0 65 35
100 20 80
11.0 5 95
120 98 2
14.0 98 2

i

EFIE: HESI
FRIRERE: 3500V
#HSES: 40arb
HWRES: 2arb
BEFERE: 380°C
WSBE: 350°C

R2ADBH. REBNERFIEBSF—RE C NEESF)
Fs =t REETE /min| BEF FBEF
1 Z R 3.43 215.0 108.0. 155.9*
2 i didind 5.01 250.1 155.8%, 183.9
3 TERRIENE 4.10 2511 92.1. 155.9*
4 TR R T 7 254.0 108.1. 155.9*
5 TR 4.92 256.0 155.9%, 92.1
6 T AR R ELDEIE 5.32 265.1 155.8*, 171.8
7 i = 8.20 268.0 113.0, 155.8*
8 TR AR R 6.41 271.0 92.1. 155.9*
9 PSR 8.70 277.0 107.9. 155.9*
10 fER% — FR R IRIE 3.56 279.1 124.0*, 185.8
11 T R — R DE0E 6.16 279.1 155.8. 185.8*
12 TR R A A 6.51 281.0 155.8*, 126.0
13 TEREN R R IE 6.36 281.0 155.9*, 214.9
14 FE R 8] FR LD O 7.22 281.0 155.9*, 214.9
15 TERZ SUARR 7.30 285.0 92.1. 155.9*
16 TERR B — R IEE 771 3111 155.8*. 2449
17 g = 9.11 3111 155.8%, 244.8
18 TR0 9.17 315.0 157.9* 159.9
19 BRI 8.16 404.0 148.9. 255.8*
20 mERIE 10.09 262.0 201.9. 244.1*
21 REEERR 8.64 262.0 215.9. 244.1*
22 ERDE 5.15 320.1 233.0. 276.0*
23 KEDE 4.95 3211 234.0. 303.0*
24 HRDE 5.30 332.0 230.9. 288.0*
25 HERVE 521 334.2 290.1*, 316.1
26 BENVE 5.49 352.0 265.0*. 308.0
27 KENE 5.57 358.2 314.1. 340.0*
28 RENE 5.67 360.2 245.0. 316.0*
29 amveE 5.12 362.1 261.1, 318.1*
30 SRVE 4.75 363.1 320.0* 342.0
31 IRV E 6.08 386.2 299.1. 342.1*
32 == 6.11 400.2 299.0. 356.1*
33 ZERR 7.33 445.2 321.0. 428.0*
34 3R ER 5.55 445.2 410.0%. 427.0
35 TEX 5.38 461.2 426.0%. 443.0
36 +BR 6.88 479.1 444.0*, 462.0
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B

B, EEER

& 3 BEIMREUSEILER

#R AT 13

10.0 pg/kg 50.0 pg/kg | 100.0 pg/kg 10.0 pg/kg | 50.0 pg/kg 100.0 pg/kg 10.0 pg/kg 50.0 pg/kg 100.0 pg/kg
B Bl RSD EM& RSD . RSD EMZ RSD _. . RSD El RSD EM RSD EM RSD EM RSD
£ (0 £ (%) (%) (%) £ (%) %) (%) | F (%) | F (0  F | (N F | (%)
(%) n=3 | (%) n=3 n=3 (%) n=3 n=3 | (%) n=3 | (%) n=3 (%) n=3 (%) n=3
Vit 101 | 398 | 888  2.86 80.6 3.95 8L7 579 80.6 426 737 485 982 3.09 936 | 282 825 271
AR IE 965 | 1.64 859 | 225 869 173 869|535 79.0 48 792 397 106 164 947 139 | 87.5 272
BRI 925 | 415 811|327 786 419 771|416 733 275 718 239 969 408 9Ll 223 | 843 237
B R FR 101 | 403 871 3.02 774 | 365 792 452 | 8.7 285 892 332 9L7 482 101 227 | 895 3.1
BRI 89.2 | 530 823 | 427 | 80.7 264 801 396 771 | 421 80.6 335 997 103 988 115 | 873 213
R R E N 979 | 277 915 | 1.81 | 85.6 2.06 | 822 3.66 727 | 334 684 472 949 435  99.7 | 3.58 | 90.4 243
Bk = T 104 | 161 | 885 132 87.8 | 164 871 374 817 287 963 176 858 193 912 212 879 194
BAREFRIE M 100 | 2.00 | 80.6 271 | 78.6 | 244 839 317 678 427 758 325 108 145 103 @ 165 939 1.92
ESEITE 106 | 1.85 | 961 211  93.1 | 124 963 198 840 252 107 | 319 977 730 924 424 969 215
BER_FWRME 754 285 821 | 231 786 226 827 | 657 794 345 815 259 106 3.89 926 246 831 277
B — R 97.9 | 191 932 | 2.04 838 245 845 | 271 824 224 814 225 105 641 103 437 | 89.9 3.39
B FR AR 100 243 840 272 874 215 831 3.86 | 741 448 763 247 | 108 496 102 | 3.29 1902 334
BRGNS AR 107 | 502 80.4 425 89.6 178 828 443 | 754 421 751 3.79 | 110 397 101 | 217 906 1.68
PARETFAMIE 949 522 872 | 286 889 241 956 | 493 818 245 846 282 952 566 102 3.68 983 259
B SBATER 102 | 1.96 | 87.5 236 852 | 2.07 864 581 749 365 833 284 101 237 952 235 909 2.14
BB FRAMDE 110  3.84 798 275 875 | 235 989 3.36 | 747 439 801 326 105 322 101 279 858 271
LB FRAMIE 108 4.4 945 278 876 | 232 829 344 | 854 249 109 387 838 843 107 | 7.58 | 98.  3.94
BRI 105 838 967 494 | 924 325 861 555 | 88.8 324 110 3.73 836 364 110 6.63 106 634
s 983 | 577 977 | 492 | 981 3.69 | 912 324 728 | 458 109 357 895 494  90.0 | 3.62 | 108 527
A 100 | 4.89 | 106 | 3.82 | 91.8 | 427 109 7.77 89.7 @415 884 | 224 855 414 958 282 837 2.16
VRIEER 108 | 2.94 | 100 225 874 | 332 969 188 87.8 283 858 239 87.6 4.82 104 @ 243 895 236
ERDE 793 | 819 | 69.6 5.89 783 | 4.67 847 605 824 438 767 374 69.8 732 825 438 |TL8 245
D2 789 474 786 322 755 | 2.87 722 429 | 773 338 783 329 802 573 944 242 | 945 3.49
HADE 101 | 6.55 | 812 | 4.84 | 77.8 | 2.59 | 855 | 322 746 358 T47 452 |T44| 612 | 847 287 | 769 251
B2 956 | 1.66 90.4 | 2.08 | 81.9 285 954 167 848 | 2.65 789 266 732 687 918 | 278 | 785 3.82
BERVE 96.6 | 5.63 853 | 3.89 | 77.5 482 | 99.8 669 794 | 436 768 337 775 665 969 | 4.83 | 829 287
TR 992 | 1.87 855 | 232 | 81.6 236 | 955 485 787 | 436 784 422 762 489 867 | 286 | 79.7 3.89
BENHE 108 | 2.66 962 3.94 827 3.83 105 3.83 87.1 | 278 842 229 774 822 | 100 | 472 785 593
AmHE 105 | 466 917 292 849 288 110 3.54 87.5 | 329 827 187 828 416 974 | 297 787 3.74
SRDE 86.8 | 2.81 849 | 1.87 784 3.63 905 | 199 787 249 786 255 769 521 @ 864 220 | 825 236
WY E 951 | 751 889 | 2.86 | 86.7 273 | 856 7.54 850 | 471 816 374 804 572 912 | 276 | 782 3.85
“EDE 982 | 476 934 | 248 849 235 87.6| 372 862 245 817 418 863 422 103 416 | 785 3.35
EQER IS 816 | 6.06 909 | 446 848 328 928 | 528 789 298 739 369 684 791 741l 492 | 789 3.95
Lz S 85.8 | 278 727 | 3.66 741 349 724 175 649 385 674 321 932 243 | 784 | 239 842 321
1BR 724 341 | 667 422 674 | 386 784 241 626 436 648 342 819 458 736 223 | 798 272
EBR 949 | 374 906 | 328 855 277 809|288 776 272 761 219 685 511 833 226 | 888 2.18
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RT 0.00 - 14.00 @
100+ N
E 43685
903 Tc MS
E 25007
a0 STD1N
5 sné
2 504
¢ 03
23
103
:“f“‘l"“\""\“ LA et I At A A At M A M et A MM ARM it et iastay |
i 2 3 4 5 [ 7 8 9 10 1 12 14
Time (min)
1 FMAFER 10 pg/kg BIMEAERARERL. 115, TIHRERBTRE
RT: 0.00 - 14.00 @
1005 NL:
E 127E5
EE TIc MS
3 2500-G-
a0 STD111
2 503
© 03
203
104
1 2 3 4 5 6 7 8 9 10 1 12 "
Time (min)
2 AINKTFS 10 pg/kg BUERTHE R APRERE. EEH. MIARXRBTRE
RT- 000 - 14.00 @
1004 N
E 37865
a0} TIc Ms
E 2500-%-
e STD111
5 73
£
2 503
© 309
EE
103
i e e L e e
1 2 3 4 5 6 7 8 9 10 1 12 1
Time (min)
B 2 FRINKTFR 10 ug/kg BIEM_ ¥ RehfRe, EEEE. MIFRLSBTRE
THES
Bs Ei:3u 2E]
COQ050051 Copure® 25%% fj QUEChERS 12EVE 50% /&
C0Q015605 Copure® B % f QUEChERS #LE (ERTFRAARE. EEIHL. MIFRXBHANL) 50% /&
SDC-3000-D biocomma® Z & RAEREIN 16/%
BN24 BREAARMRIN 18/%
SF130-22-NL Nylon $t=0id €88, B 13 mm, FL&F 0.22 um, BILER 1001/ &=
SC2-1 2mL EBRRKE, B PTFE/ ABERE, 9-425 1001/ &
V2-AL 2 mL BLUREERE, T BE5 11.6*32 mm, 9-425 1001/ &
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Copure® &I E M #{LE QUEChERS 7535338t 19 Fhigiadcei

5% 548 UPLC-MS-MS IE

BEREAYRNESN, ERTERNERDG, ANE
EERNEARRNFAAREEKSE>, EEIEEARS
BHEABATRE. ARER, BEREGYAHEKE
BER, RRBEEAYARENESEERNEERANRE
KB, HEAFIEREEE 20%~30%, HIESE1E 1%~3%,
ENXEBERFRETRUMNOTEN, EERNBES
FEREFLERE, RHeERERSSs; ANBESER
BESFEBSFING, SEBUESMHROEEKE, #il
TN BO T RBMEM S EANERNE, XARNNEE
Bt mETEARENNMREE T ESER,.

AT RSHX—HREE, E R EYIR AR R BB S RBRE
f2% B QUEChERS &b &, BEEBERLIHFRPHHRES
BRANAS R Mfo B3 T KA QUEChERS 75344 i 3& A R
19 MRS B AT BRI LC-MS/MS J53%. %% (5 ng/g
10 ng/g) FANKFRIMAREIURZRIYIE 60-120 % Z &,
RSD/NF 10 %, REEEREE, SERIMERBL, B
BERENEIRENREHNBESRIER2CHRE, %
ERNBARERREEAZRZONNEE k.

—. HRaikig

1.1 #MmIRE

1) B R4S, FREX 2.0 g AT 50 mL B LEH,
AN 4 mLoK, SREEEAS 2 min; B0 10 mL 1% ZE 2R
AIEES 10 min; Z/FHBIIAN QUEChERS £ (Cat. No.
COQO050050H) , ®HE 2 min, 7E 4°CF 5000 r/min B
5min, & 15 min, LEZEEF %,

1.2 HaAl

1) AU HNEEZBERE6mMLT 15 mL RS A
QUEChERS &£ & (Cat. No. COQ015427) @, ;®JE2
min, 5000 r/min B/ 5 min,

2) BEBERAmMLZBEEEBES—EF, 40°CTASR
WF, A& 0.1 % REMNFE - A& (k: BEZ=9:13RK)
FARE 1mL, 1T 0.22 pm JEE, ZFEHME,

—. {NEBFMH

1) B\iEEH

1Y88: UPLC-MS/MS (Thermo Fisher TSQ Endura)
BigtE: Commasil® 2% E A (2.1 mm X100 mm, 3
um)

mEntE: At k(0.1 % FRER)

B: &0.1% REMEE - ZBE3K (FEE: 28 =2:8)
FERAI: BEMERL, k1

SR 0.3 mL/min

& 35°C

HEEE: 10 uL
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xR 1 BERRER
Bia] /min A/% B/%

0 98 2
3.0 90 10
8.0 65 35
10.0 20 80
11.0 5 95
12.0 98 2
14.0 98 2

2) BEEY

BFR: HESI

EEEIZEEE: 3500V

BSES: 40arb

WSEA: 2arb

BEFEmWmE: 380°C

WSBE: 350°C

R2ADBF. RENERFUEBF—RER CATEEF)

Fs B {REBEYE] /min | BEF FEF
1 Z ERtERE 341 215.0 108.0. 155.9*
2 TARRIL IR 497 250.1 155.8*, 183.9
3 TERR AN 4.06 251.1 92.1. 155.9*
4 T pR B T 7.75 254.0 108.1. 155.9*
5 TR IR 4.88 256.0 155.9*. 92.1
6 Thg FREIEE 5.27 265.1 155.8*, 171.8
7 TG — R R 8.18 268.0 113.0. 155.8*
8 TARRERIE — 6.38 271.0 92.1. 155.9*
9 KRR 8.65 277.0 107.9. 155.9*
10 TERE — B R I3 3.56 279.1 124.0*, 185.8
11 TEB% — FRISIE 6.11 279.1 155.8. 185.8*
12 TERR R A AR 6.33 281.0 155.8*, 126.0
13 TERRS R A I 6.47 281.0 155.9%, 214.9
14 TRz a) A AR 7.19 281.0 155.9%, 214.9
15 TR S A 7.28 285.0 92.1. 155.9*
16 | HERRSB_FREMER 7.68 311.1 155.8*. 244.9
17 | HERRiE ZFREMER 9.08 3111 155.8%, 244.8
18 BRSO 9.14 315.0 157.9* 159.9
19 frgEgi 8.12 404.0 148.9. 255.8




=. REER

& 3 19 MR B MIREU SRR

ntRkE Biocomma E9h A k& E9h S kg Eh B AR
LR =]
(ng/g) B R/% RSD/% EE R/% RSD/% [EMIZER/% | RSD/% [E¥E R/% RSD/%
5.0 82.1 511 72.1 5.11 76.5 5.65 56.5 5.75
Z Bt
10.0 72.3 4.52 51.5 4.25 64.1 6.25 51.5 4.75
5.0 74.6 5.67 86.4 5.16 76.1 5.65 71.2 5.25
TERZOLIE
10.0 74.0 5.05 96.5 4.29 95.8 5.12 96.9 6.15
5.0 72.8 5.15 68.9 6.32 71.5 7.36 56.7 6.45
TR IR
10.0 T7.7 5.12 54.9 5.96 73.6 7.96 61.0 7.52
5.0 80.2 4.53 36.9 5.61 56.9 4.15 52.2 6.86
Tt iz PR
10.0 719 5.12 355 6.25 75.5 5.35 66.7 5.12
5.0 69.5 4.53 83.1 6.90 78.5 4,11 68.1 5.08
TERRIEM
10.0 76.9 5.68 73.9 6.54 88.6 6.02 81.8 5.19
5.0 76.1 5.13 64.1 7.39 66.5 511 56.9 4.75
T % BB B0
10.0 76.4 4.54 53.1 6.89 79.1 5.03 72.1 5.16
5.0 70.2 5.69 54.7 6.15 60.2 4.75 56.4 4.19
THR ARG
10.0 73.9 4.07 42.6 6.41 62.3 5.15 50.8 6.26
5.0 70.1 5.32 51.5 6.17 50.5 4.95 49.5 6.51
T AR FR IR —
10.0 71.6 5.03 50.8 5.92 70.4 5.02 65.8 6.29
5.0 60.5 7.55 - 6.70 40.5 5.17 239 5.85
RERERR
10.0 59.5 5.14 289 6.25 42.8 4.16 335 6.38
5.0 80.6 4.55 50.6 6.61 55.1 5.05 40.6 5.62
TR — R R IE0E
10.0 81.5 5.70 76.6 6.27 61.5 5.96 49.5 6.75
5.0 70.5 6.08 45.1 6.13 40.4 5.16 40.2 6.84
T Re — FR I
10.0 74.6 6.35 30.1 6.52 45.6 4.82 30.8 6.95
5.0 80.1 5.65 50.5 6.34 58.1 4.94 51.0 6.94
TR R A DAIR
10.0 80.9 4.56 50.0 6.61 73.1 5.01 80.6 5.15
5.0 76.5 5.15 54.5 7.58 58.9 431 51.5 6.28
TERZ X R S I
10.0 75.4 6.56 55.8 7.91 73.3 5.19 70.3 7.56
5.0 74.1 6.71 34.8 5.67 42.1 431 28.9 7.19
T RRIE] R @ MR 0E
10.0 60.9 6.09 23.8 5.13 41.1 5.45 27.5 6.65
5.0 76.9 6.92 41.5 5.95 48.8 5.94 41.4 6.69
TR AR
10.0 65.9 7.12 30.9 6.54 56.4 6.15 44.6 7.15
5.0 68.4 6.57 29.8 5.25 44.6 5.85 30.4 6.68
TEARSE — R E g
10.0 72.2 6.16 329 6.01 62.4 6.13 59.1 5.81
5.0 65.5 6.57 20.1 2.16 40.1 6.21 29.1 6.16
FERRIE — R E Mg
10.0 68.6 6.72 22.5 531 55.8 531 42.1 6.62
5.0 65.3 5.10 - 5.25 46.7 5.63 -—-- 5.75
Tt A I s
10.0 61.2 5.15 ---- 4.55 47.2 4.25 25.9 6.75
5.0 68.5 7.31 56.6 4.16 50.2 6.15 48.2 5.25
BRI R I
10.0 67.4 1.75 50.1 5.29 52.8 5.61 54.8 6.15
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NL: 146
100 5.26 s'r 1.26E5 100 143
E TIc MS E :
q 553 90
go: 4.99 | E
] - 150
q 80
805 5.56 E
E 489 h B 1.40
70~ 70| I
g - g
§ o0 485 |56¢ §eo 089
- 477 568 -
2 50 < 50
I 47 J 572 £
5 40 & 40
g | 87 o1 & o
305 4863 \ 5.91 ' a0
204 4.52 6.02 l 8.22 20 1.67
E 6.07 8.28 E
10 a2 / lﬁ 107
1 - 667 570 834 Joro0
E| 155 176 185 IJ’!’{ Y .80 10. ] h
PENRE. By &SN L 1)L ¥ S M ) 0 ot
0 1 2 3 4 5 6 1
Time (min)
548 NL: 100,
100 377E3 E
00 TIC MS 90—
80 807 1.50
70 s 70
e 433 e
So0 5.40 g s0
§ 2 5
2 50 491 || 602 s
e 2
F 40°] & 40
g g -
& o] 640 3
30 031 g 826 30
1.79 ]
o | 0% 379 | 815 051 2]
1.71 3
10 \ Ts l N l‘ 712 8.36 10
I (/N | 1 o
1 2 3 4 6 7 8 9 0 1 2
Time (min)
NL: 3 -
100, 566 e RT: 0.00 - 14.00
3 5.36 TIC Ms 100
90 E
E 632 637 90
80 B
E 1.48 80
70° 1
2 | 70—
é BO: 173 g E
5 i g 60
2 50 s 4
e 1 6.55 & 50
5 a0 FEE
] 2 0]
® 20 176 ] "
E 304
20— 2.04 6.70 831 E
. 207
10 I [ 227 I 1
1] |
0 — ‘J‘.‘.‘I‘ e E
0 2 7 8 0 1 0
Time (min) 0

1 TEMBA AR IIEAEREN TIC B, FEFEM m/=184
(DA - RALRIE OEI A B - 20AE GOES S B - B E
@ES B & - AR © Biocomma- R LR )

LS

Time (min)

2 IKTFR 5 ng/g BIFERIAT dRE 19 FHIRBZERIX TIC BikE

NL:
6.07E3
5.34 TIC MS
5.28 6.93
5.06 -
5.44
4.89 562
5.80
|
aso ll 7.74
4.38
| 7.76
| 8.17
’ 9.45
B R l——r—w—r—-n—w—r—m—]
5 6 8 9 10 1"
Time (min)
5.46 NL:
. 5.92E3
TIC MS
| 8.02
6.28
6.44
6.67
L 734 9.07 10.69
AllL II“ | 818 J-
- SRS R L
4 5 6 8
Time (min)
8.60 s
8.59 8 3.64E5
TIC MS
561 Bio-1B
858 10.07
862 10.09
858 1006] 4199
11.98
9.08 11.99
9.09
10.10
9.13 11.97 | 12.00
9.15 [ 10.11
916 10,12 12.01
917 110.12 12.02
11.95
N W PEEED
et LA A
10 12 14

~miElR Eiz:pud g

COQO050050H SRETHIRNE, 50mLBLE 50%/&
COQ015427 T#ERZE A QUEChERS L&, 15mL BOE 50% /&
SF130-22-PTFE PTFE/®13 mm/0.22 pm/ BHE 1005 /&
MFO47-45-MCE MCE/®47 mm/0.45 um/ K& 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ Bil%H 200K /&
V2-AL 2 mLARBARIRG O R, HPEL 1001/ &
SC2-1 2mLEGREKS, MO, 9-425 1001/ =
SDC-3000-D biocomma® £ & RIEEAN 18/%
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KERP AR E5RIEMSZE — QUEChERS-UPLC-MS/MS %

ARABEXRERFASHPEEN—R, WE=ZKMAMK
B, BOE=RKAMENSZREBEREBNNEEME, ®

R EREMEEERNERRMN, TMZERATFER HR: 35°C

FoKF=5758, 47575 QUEChERS JoR L F B, EHEXTHT.

AEhtE: Al 7K (0.1 % HER) B:
SR AR: BMERRE, MK 1

FEz

S 0.3 mL/min

RS 10 UL

0 — o N o * 1 BEXKRER
BUME&=MER, W&, . TEAREK=RHT P — A% B/%
B B KEMREIE, BIWERFERE 70%~110%, RSD 0.00 98 5
<10%, FEFEAER, AIHEFIEE, 0.25 98 2
_ o 2.00 70 30
N #""*EE} , N 4.00 70 30
BRI ONKTRER 2 g FFABLOER, I 220 30 7
A 2mL 7K, i®HE 1 min, 0N 10 mL 1% ZERZBEAR, 6.20 30 70
JAHE L min, EIAE5RIZEE (COQ050050H) RiEES 6.50 2 98
JEEBAEIEEY 10 min, 5000 r/min B0 2 min, %1k, 7.80 2 98
8.00 98 2
Z. Bmat 10.00 98 2
BemLLEBERFALKE (KS: COQ015604) , 2500
r/min S®HE 2 min, 8000 r/min B 5 min, BX L& S Fg& it
mL, MYCEFEM0.1% PEk: B0l ARERE1L Bk HESI PRI R 3500V
mL, E#le SES: 40arb WKEAN: 2arb
T BFERE: 380°C HSEE: 350 °C
=. i B £ A R BT \ o . o
e e £2AHEH. REWARBEIBF—HE  NEBRET)
HMERBTHRAEER, FERFLESEHITIRME, I o= prpes REHE /min ey P
, H b3ETG SES LR O _ = esha s = ' =
/%'TKEE’]JZ(E /&DD)\L\EEE’J*/F/&E‘%#M BARaRwER, L | waEE 589 4073 126.1%. 3592
Be AL EMRE 25009 2 Hg/l_\ 10 ug/l_\ 50 ug/l_\ 100 2 BpER 5.44 869.7 132.1. 174.1*
ug/L. 200 pg/L. 500 ug/L IR AR, 3 EMEBZ 551 4252 126.2*, 377.2
4 PREBE 5.52 688.5 158.1, 544.4*
1 \/ 22
;tﬂl?;*ﬁ: 5 | HEMEE 555 7725 109.1%, 215.1
BEEMF 6 RFEZ 5.55 916.4 145.1, 174.2*
{¥8%: UPLC-MS/MS (Thermo Fisher TSQ Endura) 7 AR £ 5.56 7346 158.1. 576.4*
g Commasil® BEH T-C18 (2.1 mm X100 mm, 3 um) 8 | ENEBZR 5.57 843.6 1421, 174.1*
9 ZWEBE 5.59 828.6 109.1. 174.1%
RT. 0.00- 10.00 )
. HA-STDY
. 70
fe
K
; 50
E 30
0o “os 1o s 20 25 13? T s 4w 45 0 L “eo &5 70 18 80 85 g0 85 10.0
Time (min}
LRI 10 pg/kg BIRIAFEE SR O FATRAREE S B T
. e 1es
e BELSTDH
% Eﬂ;
% SUE
& 3[|_E
";c 05 10 s 2» 25 30 35 40 45 s'_u "ss 80 65 S 80 85 90 85 100
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Sk

RT: 0.00 - 10.00 @
100 NL:
3.28E6
90- TIC MS
J-8TD1
80
- 70
;E 60
% 50
:E 40
= 30
20
10;
U.‘U‘ 0.5 1!0 1!5 IZ.‘U ‘2!5 3.0 o 3.‘5 ‘4.‘0 45 T 5.‘0 i ‘5.5 ‘6.‘0 ' IS.‘S I7.U ' ' 7!5 ' S‘U o 8‘5 9‘0 i 9‘5 ‘WU‘.U
Time (min)
3FMAKFR 10 pg/kg NEEH R 9 MARNEEX DB FRE
B, ERER
xR 3 BEMIGEIKREIER
4T =1 E&
B4 10.0 pg/kg 50.0 pg/kg 10.0 pg/kg 50.0 pg/kg 10.0 pg/kg 50.0 pg/kg
El4=E RSD (%) [EURZE RSD (%) EUZE RSD (%) ElgE RSD(%) @ [E¥ZE RSD (%) [E4&E RSD (%)
(%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3 (%) n=3
e BHR 91.3 221 81.5 2.49 79.3 3.32 74.6 3.85 81.2 2.95 79.8 2.85
BAEE 82.7 2.42 83.8 2.75 78.5 4.45 91.4 2.27 80.5 3.46 99.6 2.52
RMEBR 87.5 1.65 92.4 1.89 79.2 3.26 82.9 2.11 84.2 2.83 94.4 1.97
PIRER 98.7 1.37 92.6 2.02 86.2 2.18 88.8 2.19 84.5 1.94 102 2.06
HER 85.3 2.05 86.2 2.37 82.8 3.27 93.6 2.66 108 4.25 88.2 2.74
TRER 79.8 2.66 92.3 2.39 88.9 3.06 94.1 2.17 102 4.02 93.4 297
FAR=cE S 102 2.87 91.8 2.32 74.5 4.79 83.2 2.85 89.6 3.93 106 3.13
[ o S 108 3.83 92.2 2.75 80.4 481 97.2 1.69 79.7 4.04 91.4 2.62
RIVEBR 92.3 2.95 91.4 2.92 82.1 3.34 96.8 2.70 99.9 3.76 98.6 2.16
ITHER
HS ek (2E=
COQ050050H Copure® 7% % A QUEChERS 12EX & 50% /&
C0Q015604 Copure® 2% % f QUEChERS )L E , MK AR ESSE 50% /&
SDC-3000-D biocomma® ZERIEEAN 18/%
BN24 BReAARMIN 1&6/%
SF130-22-NL Nylon $#x0d 888, B 13 mm, FLEF 0.22um, BNER 1001/ &
SC2-1 2mL EBERREKE, BE PTFE/ AGBRERE, 9-425 10010/ &
V2-AL 2mL BLURreERR, F P54 11.6"32mm, 9-425 1001/ &
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HLB Lim 24 FL)3#¢1R -36 MEREEEIRNHBAE

i3
il

HLB Lim BRI BB R Bt bR R AsRA. B & FE: 0.3mL/min #3B: 35°C  #EBEE: 10 uL
ZESMTRY, AOERYLN; ANERAMEETE & 1BERRES
pERIE, 4FEN. TEHSE, #RSRNEESEIE, Biél /min A% B/%
BEABNERAH, FHLBEEEMNEESH. 0 % 2
3.0 90 10

AFREA HLB Lim 24 LS LR, 5231 36 MEHRHER 8.0 65 35
tE, SEERN. BITHHWER GER. BA) & 10.0 20 80
K= (F) FRIOIRE. MR AMEEERRH 36 MY 1L.0 > »
BEH LC-MS/MS MRS, %7555 (10 ng/g#120 ng/g) ig 2:
N K ER AR EI = IE 60-110 % 28, B CV @& :
MF10% (n=8) , BATYINEIRENBZEYERRIE g
HER, BFE: HESI EBIEEEE: 3500V

= . = .
755 GB 31658.17-2021 (BRGRLERITE 1 Egifﬁ%;;bc iz;?; i;rbc
MERRERRL, BEREANEEREAAYEZEHNNT
BAE e — BEEEE)
—. BRI o
RTINS 1 g FR2B0EH, A5 mL
0.2 % FEAZHE : 7k =80:20 (V:V) B, RICROBHA 7
$2HY 20 min, 8000 r/min Bax 5 min, &% 1ko B
=, HE 10
l) 1% HLB Lim 24 ?L)% 'ﬂﬁ *& (Cat: COHLBZ4200-lim) 0;0 2 4 6 8 "o 12 14
MEEWERIR (Cat: 24WP-S100) £, BER iR SRR S IOug/kgB;;:!’(;gﬁﬂl36%41%%%&‘!%?%
MO 3 mL # S3RERo
2) ¥ HLB Lim 24 78 WIRMIREIRMETE 24 LEFER " o0 Mo
EVEE (Cat: BCY2402) T, ARSEFX, LRI reme
M SRR, LA RT. 3
3) EESEEEES, #FSIRIRTEERERT, i
4) BEURERT 25 mL A LREBOER, 45°CEEEK
AAW (BCN2403) , AMGEFIE, A 0.1 % REK: F £
B =0:1 SMRERE 1mL, Ll IS
=. ERRASERIVEIE AT W ‘
MERRA T AR, REREIOIES EHTIRIE, KES ‘ ) e
ﬂ_/”&’ jJD )\]E%E/\] */]—; A“ﬁ)’a‘l_ﬁ *il%_ﬁﬁul)w\gig’ @af_ﬁ”ﬁj[t 2 AINKFER 10 ug/kg BIITARE R 36 FEZRIB FRE
MR E 5505 2 pg/L. 10 pg/L. 50 pg/L. 100 pg/L. . 000- 1400 "
200 pg/L. 500 pg/L BIFRAERRL. T s

M, XEHRMG :
BIgRMG 3o
{¢2§: UPLC-MS/MS (Thermo Fisher TSQ Endura) %

i f&FIF SinoPak BEH T-C18 (2.1 mm X 100 mm, 3um)

FEbAE: A 7k (0.1% FER)
B: &0.1% FERMNEPE - 23K (REE: 255 =2:8) °7

AR BERE, IR 1

2

4

6

Time (min)

8

10

12

3FIIAKTR 10 pg/kg FIISPRRE G 36 ERSE FRE
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B

h. REER

& 2 36 BRI SRINL R

ER HFEY SR
B4 10.0 pg/kg 20.0 pg/kg 10.0 pg/kg 20.0 pg/kg 10.0 pug/kg 20.0 pg/kg
E4%%E RSD (%)  [EIXZE RSD (%) [EIKE RSD(%) [EUEE RSD (%) EUFZE RSD (%) EI4FZE RSD (%)
(%) n=8 (%) n=8 (%) n=8 (%) n=8 | (%) n=8 (%) n=8
Z R 82.1 9.10 80.1 9.56 91.7 417 84.9 288 | 736 | 7.96 | 8L7 | 9.04
FEREI I 90.2 5.39 84.3 523 82.0 9.32 735 682 782 416 | 741 | 765
FEREIEIE 75.1 7.59 733 7.65 72.9 9.57 71.2 391 | 771 | 609 | 858 | 6.74
TR T 82.5 8.43 82.6 8.90 87.1 7.15 78.2 441 | 986 513 | 961 | 542
B BRI 89.4 6.75 776 8.45 79.3 9.57 89.8 934 985 759 | 853 | 856
AN 91.7 9.24 85.2 7.31 743 7.57 78.6 941 | 967 = 433 | 932 | 6.79
TR 87.1 8.24 85.2 8.61 89.9 5.41 81.4 7.05 102 580 | 918 | 6.27
R R ELIEIE 85.4 8.86 81.3 9.42 82.0 8.63 81.4 511 960 655 | 89.8 | 5.06
R RSN 84.0 2,51 81.7 7.97 81.0 6.09 75.6 399 | 968 | 453 101 4.96
FERR R IR g 88.9 5.27 82.5 9.50 81.7 9.87 79.2 814 | 995 = 423 | 932 | 548
B 94.9 7.19 82.1 9.16 93.7 4.87 91.5 475 | 8.7 961 | T42 | 861
R RRIENE 84.3 2.45 80.4 9.40 98.9 4.86 84.5 545 905 = 728 | 825 | 9.63
FERE — ERIEIE 83.3 5.41 81.2 481 76.2 7.29 72.8 389 825 857 | 832 | 2.65
R TR AN 81.9 8.40 83.8 9.45 85.1 7.38 84.7 726 911 = 289 | 860 | 745
TEREXT R I 774 6.71 81.7 9.65 84.7 8.82 80.1 844 | 743 | 179 | 181 | T.44
T A% I8 R AT 76.6 7.28 79.7 9.15 80.8 7.72 73.7 630 956 816 | 945 | 827
TERE AN 73.8 5.32 72.8 9.78 82.1 7.54 74.8 788 964 613 | 951 | 553
FERE 4D — B IEE 85.5 4.05 83.8 9.64 81.8 6.80 85.2 878 961 461 | 916 | 6.78
FERZIE) — B S 79.2 8.64 81.3 9.13 85.2 8.12 74.9 308 882 830 | 823 | 6.76
TR 0 99.8 6.98 77.8 5.87 743 2.53 71.6 846 983 = 696 | 97.6 | 9.61
ERVE 97.5 9.45 96.7 9.87 81.3 7.01 78.4 555 823 671 | 823 | 3.30
REDE 926 7.12 93.7 9.39 95.7 9.73 89.0 966 891 = 951 | 841 | 6.13
KR E 90.3 8.42 91.7 9.65 83.5 5.76 87.1 907 827 565 | 821 | 8.66
ERIVE 93.1 5.67 90.3 8.57 88.1 5.34 81.2 543 830 715 | 864 | 5.56
BEDE 9.3 8.65 87.1 8.46 84.9 4.59 90.7 536 876 649 | 881 | 159
KEIVE 87.7 8.75 87.9 8.64 9.6 8.54 98.4 531 921 520 | 93.6 | 9.40
BENE 926 8.47 91.1 9.52 83.4 8.35 82.1 411 | 914 507 | 9L7 | 9.42
amve 923 8.16 84.8 9.60 76.3 4.98 78.0 618 = 967 803 | 884 | 863
IRHE 89.1 6.58 80.1 6.47 88.7 7.81 82.9 911 | 812 | 741 | 863 | 854
SRV E 97.5 8.24 923 7.2 91.4 8.45 83.7 985 891 = 635 | 913 | 9.10
—HEE 84.4 9.91 86.1 9.56 101 497 95.2 472 | 977 58 | 934 | 981
BT RETEL 75.1 6.54 726 8.16 80.8 3.57 77.1 468 | 927 631 115 | 572
BOBR 97.1 7.81 81.7 9.76 85.6 426 78.0 9.09 101 827 | 991 | 7.2
MR 91.1 8.26 87.6 7.32 73.1 8.85 71.9 913 | 886 | 74T | 7148 | 834
t85% 91.4 8.46 84.9 9.73 86.1 433 80.4 726 815 = 846 | 8L7 | 950
5% 91.9 8.13 82.6 8.36 76.9 8.14 72.6 463 | 736 561 | T45 | 475
ITHER
-] ik %
COHLB24200-lim Copure® HLB Lim 24 FL)%01R 1%R/=
SDC-3000-D biocomma® ZE;REEEAIY 18/%
SF130-22-NL BRsidiEss, ER 13mm, iR 0.22um, BHE 1004/ &
SC2-1 2mLEBREES, A6 PTFE/ A®ERE, 9-425 1001/ &
V2-AL 2 mL BguREERE, HHE 11.6*32 mm, 9-425 1001/ &
BCY2402 24 FLIEEIRENEE 1a/%
24WP-5100 24 L5 FLIREER 1%/&
BCN2403 24 FLERERMAY, FIRAR 18/%
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ELE I NREES Y

Finh =SS NEBEZERNSZE (Copure® MCX)

{GB/T 22388-2008 [FHI 3L 5 3L Hl fa = R &BEHLM 5 £ )

—. FmITE

FREX 2.0 g 490 ($HE0.01g) F50mLELES, A
15 mL 1% =R ZEBEAKRM 5 mL 285, BEIRE 10 min,
BIRFHIRE 10 min, 4000 r/min B 10 min, EEREZ=
K[CBRARDRHEELIEG, A=SZBRABRERE 25
mL, ER5mLIER, 0N 5mL KESEHE R,

—. SPE #¥/%1k (Copure®MCX, 60 mg/3 mL)

SEW: EAFNRORAE 3 mL BEE. 5 mLACERHEF.
RGN BEEUREBERBMEERES, KRRXA
3mLkK. 3mLEBERE, MEETE, A6mLS5% &
CREA RN, BOEAERTZREAEBE 1 mL/
mine

EIAR: KBRT S0°CTRARSWT, RZYWA 1 mLR
SHIEER, RICES 1 min, IRFLEERS, # HPLCNE.

=. INBEH
&% Waters Alliance 2695
it XB-C18 (4.6 mm X250 mm, 5 um)
NS Waters 2487 59Ma 28
MR 240 nm
amaiE: Al BFXIRFIE AR (EFIFE 2.10 g FTIRERAN
2.16 g FIRFEERT, MINLY 980 mL AR, BT PH E 3.0
&, EAELILEAR)
B: Zh5.
AT FEMER, A:B=80:20

HE: =B
BT 20 uL
R 1 mL/min

& 12.5 mg/kg FIHEL R = BB A INEILEE

B (%
E-4id 1 2( 5] 3 FHEUREE (%) | RSD(%)
\ =EaE 97.3 | 102.8 | 98.0 99.4 3.0

R2W mhE MCX HE, 2.5 mg/kg FNERP=REILZIR
e les]

EE (%
& . (°)2 FHIEIE (%)
BEL 72,0 80.2 76.1
1 =mEw

T T T T T T T T T
400 450 500 550 6.00 650 700 7.50 800 850 900
pel

1 SIS 2.5 mg/kg A iheh =R SRS RIS EE

iTlER
#HS Ei::pu aE
COMCX360 Copure® MCX EfEZEER#E, 60 mg/3 mL 50% /&
SF130-45-PTFE PTFE/®13 mm/0.45 pm/ BHFH 1001/ =
MF047-45-MCE MCE/®47 mm/0.45 um/ 7k & 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 pm/ BHFH 200K /=&
V2-AL 2 mL RGBS ARG, HH5R 1001/ &
SC2-1 2mL BEGREKE, A0, 9-425 1001/ =
SPEMF12G 12 UEARERERAERE, WIBILK 1N/ =
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XL INREES Y

ILinth =R SRR EE - ZIMEMIELWSZE (Copure® MCX)

{GB/T 22388-2008 [FHI 3.5 3L Hl P = R &R 5 7E)

=RERBTER. B8, 7 FX78 C3H6NG, BE=. N
ILAFIRFPHEEZERANT, SEAEARNENRES
MHWAEERMBMMERRT, ERTENRRES.
B, —RERETREEERTER, HEHEXEEEN : A A
BIFEWEMANEILER. BERIMRENTH REEG ,

= B e Fe R P R
M=REEEE, 11000 pg/L =B AT A R EISE

EHESER (GB/T 22388-2008 EHI A SIBMP =R

RN TG E) RE—E, UM AERHIT T MR, N
BREZKET, #RIEREIATF 80%, RSD < 10%, .
HEMMEER, IHEFSE,

- t¥l:l=lllﬁm 2 KT F 2 mg/kg B FLD R = R ESRRAREIEE

. o o e . 30,0~ =FeE External UV_VIS_1
EBTE L g FRTFFABELER, MATSmMLS% =8 [ mausmin
ZEARA 2.5 mL 285, RHTESEBARE 10 min, .

BIRHIEE 10 min, 12000 r/min B0 5 min, B E&E®R
FR—TFHBELED, BE ERBE—R, SHFRIRIR, 2001
BIRBRERAZIM—REERE L, B EE®RS mL, A 1501
5mL7k, BS, EAFRMR, 2.

=. #¥5% (Copure®MCX, 60mg/3mL) 0

A 5mLBE. 5mL ik 5.0]

D ERESOR .

W 5mL K, 5mL iz 0.0 20 10 6.0 80 10.0 12.0

St 6 ml 8% EkEES R

WES AR, SOCTART, REYWA L1 mLRzE E

TR, RIOES 1 min, SERIEE, ENE, s

=, s EREE

BB ERENIRES, ARDERHREVRESNA

200 pg/L, 500 pg/L, 1000 pg/L, 2000 pg/L, 5000 pg/L, |

10000 pg/L BItR=, 1SEIFRERLE, oo

M. Y& o]

BILEMY 3

188 WIREIL(Y, Thermo Fisher U3000 .

@it Agilent ZORBAX SB-C18 (4.6 mm X250 mm, 5 pum)

ENHE: A BFXERAIRT B: 2k 5o

AT Al B=85:15, 12 min o e ——

IR 1 mL/min & 40°C N T mizmsmrem ’

KMEE: 240 nm HIEE: 20 uL ITHER

H. ZBER "E it 8%

xR 1 IAMP=RERIAREUT LI R COMCX360 COpure@)GzﬁXgE]fLﬁmE’ 50% /&
kT EgE1 [EER2 EWE3  FHYEKE =~ RSD . ———

(%) (%) (%) (%) (%) SDC-3000-D biocomma® Z&RIERSIN 14/%

omps T ws | we T e [ wr | sa o WOTIERE BELET R w0v/a
20mg/kg | 80.6 90.1 86.9 85.9 483 <o 2mL BERAKE, REPTFE/AL 0 o

BERE, 9-425

7 7 L%} W \T h
VOAL 2 mL2GURBERIR, HFRER 004/ &
11.6*32 mm, 9-425
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EHIAPEH (a) S MEYEEEE
BN (Copure® EHEIENE
)

(GB 5009.27-2016 BmER£ERINE BmPEH (a)
EERYRED

—. HmITE

ERTEBEY RS 0.4 g T 15 mL BOBERMA 5 mL IE
oW, SRIE 1 mine %1k,

—. SPE #%1t (Copure®BAP, 22 g/60 mL)

A AHERNEFERRA 30 mL EE2kEK.
RS FERHEANAE SRR, R,
SAEA 40 mLIECE - ZSREUAR (3:1, v/v) 5kt , WETRER,
EHANR, (FELERRAERER, EFEFETETE, )
EAMR: REBRS0CCREEBEET, M1 mLZBE
&, T 0.45 um JEEE, FLEMMWE,

=, INBFH

1% & Waters Alliance 2695

@IEFE: XB-C18 (4.6 mm X250 mm, 5 pm)

MBS : Waters 2475 RFeHeiNIgs

MR REHRK: 406 nm BARKK: 384 nm
TENAE: Al ZRE B: K

HAI: FEMR, A B=88:12

FREE: 1 mlL/min BIEEFR: 10 uL

M, SCIRLER

7 10.05 mg/kg EYIMARREFH (a) EERMEIULER

= (o
&5 : E"&f”) , THEKE (%) RSD(%) }

¥ () | 910 | 918 872 90.0 273
22000 1_’7&—#(8)];6

200004 1
180.00
160.00

140,00

EU

120,00
100.00
80.00

60.00

40.004
20.004

T T T T T T
4.00 6.00 800 10.00 12.00 14.00 16.00 18.00
e

1 ARIIKTFH 0.05 mg/kg EYIHTEIEH (a) EEANIERABBIEE

THiES

&S Ei::pu ak
COBAP6022G  Copure® EHEEMERAME, 22g/60mL  12% /=
SF130-45-NL B /®13 mm/0.45 um/ Bl % 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200F /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHl%H 200K /=
V2-AL 2mL RGBS ORI, FHEL 1001/ =
SC2-5 2mL BEEBREAKE, A0, 9-425 1001/ &

ELE I NREES Y

B RPEH (a) EEISNRY 53 FFED
iBEREZERN)5 % (Copure® FHEE
PFENTEBIE)

(GB 5009.27-2016 BmTLERINE BRmPEH (a)
EERYURED

—. HmEE

FERIMEEY AR 0.4 g F 15 mL EOEHRIIAN 5 mL IE
2¥E, RIE 1 min, £H%1k.

—. SPE %4t (Copure®BAP, 500 mg/6 mL)

E EHES FEHTFERAFRXA S mL Z&8 k. 5
mL IE 2 k&

LEEFME: EERIARPRMLR, TIN5 mL IE 2Lk,
FEREBR;, N6 mL ZRHRTHRR, WERBR (B
NS FREFIRERA 1 mL/min)

EIARR: EEURTIM 1 mL 28, 40°CRMREERT, B2
BBEARZE 1 mL, JRHE 0.5 min, £ 0.22 um JEEILE, #
HPLC i,

=, (UBEH

& & Waters Alliance 2695

@iZHE: InertSustain-C18 (4.6 mm X250 mm, 5 um)
HMES: Waters 2475 & HEA8 NI 25

KM REHRK: 406 nm &R K: 384 nm
WEhiE: AT ZBE B: K

AT FEMER, A B=88:12

I 1 mL/min HEERFR: 20 uL

M, LRER

% 10.05 mg/kg B HABIEH (a) EEARMEIULLE

B BV (%) FYEULE (%) | RSD(%)
1 2 3
¥ (@) | 101.1 | 107.2 | 106.8 105.0 32
e 1 %9 ()
100 1
oo
2 o
o
20
1 AIIAKTFER 0.05 mg/kg EYREFRIEH (a) EEADNRIEEIEE
iTHES
®"e R a%
COBAP6500  Copure® EFHTES FENTAE, 500mg/6mL 303 /&
SF130-45-NL B /®13 mm/0.45 um/ BN Z 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K % 2004 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHl% 2004 /&
V2-AL 2mLiF@ESRa DR, $P58 10010/ &
SC2-1 2mL BEEREEE, TAO, 9-425 1004/ &
SPEMF126G 12 (EEEE A EEE, WIS 11N/ &

SPEMF12G 12 (IEEERAEREE, KRB

1M/=
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XL INREES Y

B 7 SRS ETHENNEMRZEITSZE (Copure® PA)

EREBHIXMEREER, BUFXR BE EFUKIFm
ANER, ik, B, B8, BRAKSF-RIENR
THETMR. SREBHETFRAMNKE. BFEE, 56
7158, BIASE, BWIOZNAE;, BB —ENSEE (8
EEM. EUHNBUEN) , IZBARREARRE.
Hit, BERWEMEEFNER™RERTEENRAR
==41=1

AL RUBRBRERAZERENRUE, FRTSMEEE
EENERRPITRE, BERA. A4, BIEL. RRA.
BERAMSBERNGT R, KT EREEE, REES, EH,
HEABRUER.

—. HmiEix

1. REFRIREHZEY

FREIAAE 2.0 g(FEHE 0.001 g) FSOMLBLEH, M
AN 25 mL ZERIKBR, WEES min, 50 *CEBEZEX 15
min, 8000 %% / ¥ EL 5 min, NEBBREF 50 mL &
DER, A1 mL ZESKAREERR 1R, BLE
BHLEBR AZERKBRESESOmL, BIERFE
BR. AEMREIREUR 10 mL, 50 CFRASKREE 2 mL
KA, I 10 mL 5% REKBRBE, BIEAFELR,
A 20% ITREARIAT AR pH=3~4, FLEHF.

F: ZEBEKAK: ZET00mL, §/K4mL, BKER

E I

—. #&%1 (Copure®PA, 500mg/6mL )

JE: fORF 6mL FREER 6mL K&,

L B ERFROREHE, FEALR;

Wik RORA 5 mL KA 5 mL BRESHE, TV

SRR 7 mL 5% SCRERARGEE, WEERER, F45°C
BMAGREEZE 0.3 mL A4/, 1A 0.02mmol/L ZE A
& (pH=9.0) E&E 2mL, RiER4S, i PTFEJERE, £,

=, UBEH

128 HABEIEN, ThermoFisher U3000

i+t Agilent ZORBAX SB-C18 (4.6 mm X250 mm, 5 um)
SEAE: A 0.02mol/L ZERS%AR B: FEE

HRAR: MR, k1

SE: 1.0 mL/min

& 30°C

WEEE: 10 uL

QMBS EKIMUITIES

MR KSERE: 400~800 nm, ITERENE R KN 415
nm; L. DR, RASL. HEHE. BRANEEKR
520 nm; =EMERERA 630 nmo

x® 1 BEAREZER
2. k \E\ %FIL\ E@,*u Ygﬂﬁtﬁ?%ﬁi ﬂ:ﬁi] /min A/O/o B/O/o
EUAEE 2 g F 50 mL BOER, 10N 25 mL ZEEaKA 0.01 90 10
REIRED, JRHES min, 50 °CEBEIREY 5 min, 8000 &% 12.0 65 35
/B 5 min, BUEFERET 50 mL BOEF, MA 19.0 > 4
15 ML ZEEkEERN—R, BLUBAHLER, 2B 25 %0 %0
SAARESE 50 mL, BAESRIR, HEHIRIVEE Y > -
& 10mL, 50 CFRAKREE 2 mL L4, A 10 mL 5% 340 a5 p
HEZKARABR, BAEAFENUR, B 20% ITREBRAR 35.0 9 10
WEHBR pH=3~4, FLi*, 420 90 10
M, LIRER
INAREIUWSCIGLE R
7 2 ARk FEIYRESR
EIE %
Bi74 e V5] [i:12) HmsiBiR Bk
3.0mg/kg 5.0mg/kg | 3.0mg/kg 5.0mg/kg 3.0mg/kg 5.0mg/kg | 3.0mg/kg @ 5.0mg/kg 3.0mg/kg 5.0mg/kg
TR 103 100 87.5 96.4 9.7 98.7 89.3 94.6 87.6 93.1
AN 101 102 92.9 97.9 9.3 102 98.4 2.1 92.4 95.3
G 93,5 101 98.1 103 87.3 935 86.4 90.2 88.4 94.8
=P 97.5 99.0 89.5 922.1 9.1 9223 89.9 96.7 81.1 93.9
=h3 101 98.4 89.1 93.1 86.4 91.2 85.5 93 87.6 2.8
FR 102 101 90.5 95.6 95.9 9.1 87.7 93.2 95.2 93.2
= 92.9 91.7 95.2 90.7 9.6 97.4 90.7 96.4 94.1 97.5
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ELE I NREES Y

DR BHE. ExBER. ABRNERPEEHGEE

- 145488
F MRS 415 am.
1T ——iﬁw;\,‘,\,____——
- FEMEEFE4LS nm

1-FFET SABEREL
. 2-EARAL 4 M 520 nm
3-REAELT
4-BES
S-AEERET T -
F5 MEE 42520 om

AR
2-TAHEEL
3-BEBSET
4+BHEE

ERER S

A ML $5630 nm

A 4630 nim 4 BRI (5.0 mg/kg) 7 T G I E
A — 1ATE
A5 MEE 415 am

LIRERRIKTE (5.0 mg/kg) 17 MEEFIGER

A #7888

AR 415 nm

1-FRET
2w |
318 BEST
4 (ESE

S-ABEREL
2 MR 45520 am

1EREL
2-FaREEL ST == o= == ===
= 3-HRAEaL - 4 3 4520 nm i
1B EE 2. 3-ESEE
A5 MW EE 4630 nm
2 aEE T T =
AUTR630 am A B 5 ERFRIKT (5.0 mg/kg) o 7% EHIEEE
— - _ ITHER
5B ik {2E
)BT (5.0mg/kg) T HEGAIGEBE
COPACR66 Copure® PA #ftiE, 500mg/6mL 0% /&
A 1t SDC-3000-D biocomma® ZERFERSN 18/%
FEMEFEHE415 nm
PTFE $tz0d 7888, B2 13 mm, FL120.22
SF130-22-PTFE 10040/ &
um, BHLR /
2mL BEEBRAKE, HE PTFE/ A6
2-1 1001 /&=
- 3¢ R, 9425 ™
i LT 2mL BLUREE R, FHEL 11.632
wan - VAL mL BairEERE, FHRELR 004/ &
. SR mm, 9-425

A MEE S 520 am

4-BEE

F MEE 630 nm

3 EIBIIRAIAT (5.0mg/kg) 7 HEGTIGEE
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XL INREES Y

FHRSREETHENMNERZEINSZE (Copure® PA)

(GB 5009.35-2016 RmEREEXKIT & RmPEHEBTIBNE)

—. Hmigil wEhig: A BEE B: 0.02 mol/L ZER$RE AR
HERTREN 2.0 g IRETF 50 mL BOER, SO 20 mL K, AR BERR, k1
#RAHIREX 30 min, 4000 r/min B0 5 min, EERFREA. =1 BRERRS Y

Bl /min A(%) B(%)
—. SPE #¥!%#{t (Copure®PA, 500 mg/6 mL) - >0 9.0
G BEEREEATE 5 mL BESE, 5mL kP, 123 égg jgg
ERESE: B mLEBRREE, FERER; A3mL s0 c00 100
ki, BREEERE/ BEOAR (6:4, v/v) HEERHR 1 0 950
EB, ARARMR, T/ B 5 mL 10% SKERETE, 35.0 5.0 95.0
WEEERIR. (BB LERE. BUIRRITHIREE 1 mL/min R 1.0 mL/min
) BEREAAR: 20 uL
LR BERRERZE S5 mL, BX1 mL £ 0.22 pm K
REETE, AN, m. S
H: BIER PTFE MBS, BeEmMRiEEY % 210.0 mg/kg HM A ERE BFIFARMEIRE
BEETRIEREIKERERR. s : E'Wz (%) . TEEME(Y RSO
TERE 90.5 88.5 88.9 89.3 1.2
=. UBEZHY el 107.7 | 107.1 | 106.6 107.1 0.5
iQ%: Waters Alliance 2695 FRAsLL 109.4 107.1 110.0 108.8 14
BIgEH: InertSustain-C18 (4.6 mm X250 mm, 5 um) Zii igj‘z 1321 19095'09 1gj§ ii
1SR Waters 2996 S 5Ma IS ‘Iﬁ‘jﬁ > T oae a5 oo i
MK 254 nm
0.007
0.006 1 IFiEE
2 x4
0.0054 4 3 BRAELT
0.004+ 1 2 3 é Elzgg
_ aooo] 6
2
0.0029
0.001+
0.000+
1 IR 10.0 mg/kg BRM R EMRE BRI RAEEILE
iTHER
%s iR s
COPACR66 Copure® REAZEMEZEENE, 500 mg/6 mL X% /&
SF250-22-PTFE-HL BOsZEEIEE2s, ©25 mm/0.22 um/ KE 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200K /&
MFOQ47-45-PTFE PTFE/®47 mm/0.45 um/ BHLH 200K /&
V2-TL 2 mLERRRRIRA O R, T HEL 1001/ &
SC2-1 2mL EBRREKE, A, 9-425 1001/ &
SPEMF12G 12 (IEEEER G EEE, WA 1N/ =
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ELE I NREES Y

BmP 11 e EaTIEIRZEISE (Copure® PWAX)

EENAANERREE. BHEANESRNIER, BER
AR, BFREE EBNRER. REMFEFHR, ER8RE
PN RErZNAE. ERAAREETIEUER. B
BENIFmARE, 2. ahEhEamm, 2B AE
SEEYR, BRENSHENEUEL. Bit, SEY R
PERERHNERTEENERRENRE™ROMAE, GB
2760—2014 (B @MAMFER D ERE) BBHTERET
BREENERRENTEE. AKEFLXT FAEFEMER
PEREEFVENERERSE, ARREEE, B
RF, HEDNER,

—. FFamiEE

L1 RAERES D ERRE RRE. RERSE)

FREXIAAE 2 g F 50 mLEOES, 1IN 25 mL ZERKAR,
JRBE 1 min, 50 °CABAEIREY 15 min, 8000 %% / By
5 min, BREBERET 50 mL BOES, MOAN 15 mL ZE
[KBREERW LK, BLEEHLER, BAZBESK
BRERZE 50 mL, RBYUGEFRINK. HERREIREUR 10
mL, 50 ‘CTFRREBE 2 mL E£4A, MO 10 mL 5% BEE

—. #¥&M%tt (Copure® PWAX, 150mg/6mL)

SEL: R A emL BEER] 6mL KSEL;

TE: B ERFRMREE, FiERER;

Wi R A 6 mL kAl 6ml BRESHE, T/ NE;

FBE: 6 mL 2% R BEARER, WEER®K, F45
CRAMMGRIEZE 0.3 mLAA, IMAZBEZAR (pH=9.0)
8% E 2mL, RIERS, I PTFEJERE, LHl.

=, NBEH

128 HRABBIEN, ThermoFisher U3000

it Agilent ZORBAX SB-C18 (4.6 mm X250 mm, 5 um)
REhAE: A: 0.02mol/L ZEAAR B: B

B A: SRR, k1

FE: 1.0 mL/min

HE: 30°C

BEEE: 10 uL

MBS : KM NIZS

MBS R SERE . 400~800 nm, THEE. EMEMNER
K7 415 nm; L. DKL, MRAELI. BERE. BFRA.

AR, BIFEAFELR. FAMELT. FREELIRNIERK A 520 nm; =IE., FEMNE
VAN . FAEH 630 nm.
L2 &dmERANEE (e, EXNA. BERE) = 1 R
T
i1 2 LEBLE 20 mL & B =
Tﬂ'\ﬁiﬁﬂ% g\? 50 m~ =W & F, TMA20mLA EEL; Bia] /min A% B/%
SREE L min, SRIEIRIE 10 min, LA 8000 % / DB\ 5 0.01 90 1
min, & LBER, BMRAEHBBIAF, MA 25 mLZE 12.0 65 35
KUKBRERMIAER, JBIE 1 min, 50 "CEBAEREE 15 19.0 55 45
min, 8000 %% / DB 5 min, BNEFREF S50 mL B 225 50 50
DER, MA 15 mL ZESENERESRN LR, BOE 230 = >
- L e i N P 24.0 35 65
BHLEBER, ACESKBRESES mL, BIGERFE 240 35 o
EUR. ERRREURENK 10 mL, 50 CTFRSKREZE 2 mL 35'0 % 10
A, DN 10 mL 5% REACERIEMR, RN LR, 20 % 0
NAREIR SR EE R
& 2 INtREIREE
EIKEE %
Bi5 RE BEAR FieEmIRE Eix E PSR e
3.0mg/kg | 5.0 mg/kg 3.0 mg/kg 5.0 mg/kg 3.0 mg/kg 5.0 mg/kg 3.0 mg/kg 5.0 mg/kg 3.0 mg/kg 5.0 mg/kg 3.0 mg/kg 5.0 mg/kg
TiRE 99.6 96.6 94.9 96.4 90.1 99.9 91.1 98.9 85.1 92.4 95.5 92.1
L 99.6 101 92.9 97.9 87.3 102 93.7 97.2 88.8 96.1 82.7 90.6
Ti4L 93.5 102 98.1 103 94.8 101 98.4 100 86.1 97.9 88.4 86.5
i 92.3 94.1 84.6 86.1 83.4 89.2 91.1 88.5 87.2 91.7 84.7 89.8
FEmE 1 101 97.1 97.7 102 96.2 103 96.1 94.8 87.3 94.6 89.9 84.9
Jiii=Ean 98.5 104 97.5 101 90.2 97 98.4 101 93 100 84.1 87.1
HE#® 92.3 96.1 99.1 98.1 92.8 101 95.3 103 94.0 98.0 87.0 99.9
£ 2 86.9 92.4 96.6 99.4 87.7 94.1 97.6 94.2 86.0 97.2 82.9 97.7
BT 92.3 96.7 92.5 99.6 88.1 95.9 92.8 96.9 89.7 96.9 95.1 100
FRMELT 94.8 96.5 94 97.4 97.8 102 89.5 92.7 95.4 97.7 90.9 96.9
=& 86.9 92.3 84.6 86.1 90.6 99.1 89.6 93.5 92.3 96.1 84.8 91.2
£ 3 87.2 96.8 95.5 103 86.4 93.6 75.2 7.8 82.5 94.9 84.5 88.5
IEmME 4 859 94.3 98.4 100 93.9 97.8 80.6 83.3 87.4 95.6 87.0 99.9
TREELL 783 82.6 80.9 83.2 85.6 92.3 80.1 85.2 783 86.5 82.9 84.4
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BN / 55Y)
e

145488
20 3. 4. SIEMEE
ARTFEHR41S nm

iR RE. L B ExXARNERREETBIEE

g
2 35 40 SIEWE
FEIREHE415 nm

1-HRET
2T
3-BRBSET
1LEEE

SABERT
GBS
TR
AR 520 nm

1-5R41 SEEREL
2B BT
3-BEREED ¥ T-FREEET
+EEE A& MEFE4£520 nm.

AR IERE $630 nm

Hl
il

111 MEMEBARERR (5.0 mg/ke) BIEE AZBRAMAT (5.0mg/kg) 11 FhE G5 BIEE

147TiRE
2: 3r 4 SREMFE
AR 5415 nm

R ST
Sl . empbiT
ERCTE TERT
AR 520 nm

LR

- 2 Em

AEMERHAE30 nm
— .ﬂL_, - AR

2 3=

FMREH630 nm

137

B3 4 Simhe B 5 EEIIIRAIAT (5.0 mg/kg) 11 FhE@AIEHE

A TEFEHEALS nm

14T
2. 3, 4, ShEME
AR 115

= SARERLL
2 BT P

1ERT SamERET

= = n i 2-paEEel . SERMEAT
sgmESEL | e
E== AL HE520

3 HERSLT - EET
ENCE= AR 520 nm

2.3

FEIMFEHE 630 mn 1-REE

*‘A’M AR MRS 630 nm

SIRBERIIAKT (5.0 mg/kg) A 11 FhE GBI EIEE
6 ERAIIATE (5.0mg/kg) H 11 BB EIEE

ITHER

=S R a%

COPWAX6150 Copure® PWAX E#HZEXHE, 150mg/6mL 50% /&
SDC-3000-D biocomma® Z & RIEEAIY 148/%
SF250-22-PTFE-HL PTFE $tz0id3E28, HIR25mm, FLIR 0.22 um, ¥KH 1000/ &
SC2-1 2mL EBREKZ, AR PTFE/ AGERE, 9-425 1001/ =
V2-AL 2 mL BGURBERIE, HPEL 11.6°32 mm, 9-425 1001/ &
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%P 8 HEREGFINSZENE (Copure® PWAX)

EREBFTUNERREE, FMRE, EBMEN, &
BEEETNACERR Z, BRI HESS
mNEERNF, EdEFEASN AGRRRIERRE. B
%, BEXRENER. BIHfES, TUESKEBFIN,
ZROBSEEEEREEE, SR EERRE, sihiE
B, A A RBE EIRIURP AR EARIENTUESR,
AIKIBER/VER. RBIAFED EHREAFEMm,
UZBERKAREN, BEBABFRBEENL, 58K
HEEEERN, RINET HERPITEE. BEE. i,
FRASLI. DiZeil. IBRA. REMARELX 8 FHEME BT,
AARREERIA, REER, HEH, SDEEHERN
FRo

—. HEmRE

FREX 2.0 g IWAEF 50 mL BOEH, AN S mLIREREA
& (120 g/L) , BRAOGE, ZESKAR25 mL, RIEES
1 min, #BEEE 15 min, L 8000 r/min &/r 5 min, BY
EERFFAS0 mL EBOLER, BIOA 15 mLiZEUVRES
REV 1R, &HEBR, EAE50mL (EEERBRXELD) ,
EX 10 mL B3R, £ 50°CTFTRSREE 2 mL, BIIA 10
mL 5% BREEKBR, BIBIEARRENRK.

F: ZBRKAR: ZET00mL, K4 mL, BKER
Fll

. #&Mm%#ft (Copure® PWAX, 150mg/6mL)

JE: RORFA 6mL BEZA 6mL KIEL;

B BERFRUREE, FiEAER;

Wik ROREE 5 mL KF] 5 mL BREEE, HhT/ME;

FeBt: 8 mL 2% | REARAH, WEREKR, T 45
CRIW(GKREEZE 0.3 mL &4, A 0.02mmol/L ZB3%3
& (pH=9.0) ERZE 2mL, RITES, I PTFEEME, £,
=, USBEH

Y25 RGN, ThermoFisher U3000

@it Agilent ZORBAX SB-C18 (4.6 mm X250 mm, 5 um)
SRENAE: Al 0.02mol/L ZEREAR

B: FEE
AT WENR, k1
i 1.0 mL/min R 30°C
HEE: 10uL HMES: KIMQNEE

1M 8% R KBl 400~800 nm, ITIREMER KA 415
nm; . TR, BRSO, B%E. BFRA. REFLN
EREA 520 nm; FENEREKA 630 nm.

ELE I NREES Y

xR 1 BERBIER
Bi&] /min A/% B/%
0.01 90 10
12.0 65 35
19.0 55 45
22.5 50 50
23.0 45 55
24.0 35 65
34.0 35 65
35.0 90 10
42.0 90 10
M, CIRER
PFREIW SRR
£ 2 IARAKFEA 5 mg/kg EIULESR
- EIUEE %
Bisn 1 2 EHEUE %
ITRE 96.5 94.7 95.6
EiieAn 97.4 101.3 99.4
T 94.1 95.3 94.7
il 101.6 98.7 100.2
H%® 98.5 102.6 100.6
IBERLL 93.8 92.4 93.1
=IE 94.3 96.5 95.4
TREFLL 89.3 85.3 87.3
MEHEETBIELE
1-HEE

HETE 415 nm

]

e

- == ==

14T SAREHT
. 1EEEL oFERL
SEEET HEES20m
J‘ LEEE
LOEE
M be30

0
]
b
]
1 i
b

LIHFSRIAT (5.0 mg/kg) 8 FEETIBIEE

ITHER
55 bi::pu (2E=
COPWAX6150 Copure® PWAX E#EZEENAE, 150mg/6mL 50%/&
SDC-3000-D biocomma® Z&RIEESIN 18/%
SF250-22-PTFE-HL PTFE $tz0idi888, B 25mm, LR 0.22um, FKR 1001 /&
SC2-1 2mL BEBRREE, B PTFE/ AGERE, 9425 1001/ &
V2-AL 2 mL BgiREE R, HHEL 11.6*32mm, 9-425 1001/ &
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XL INREES Y

B hESIERR 1| SAYNE (Copure® EZtER 1| EAH)

{SN/T 3536-2013 H OB mPERIMEAR 1| SEEN A ED

RNEFNRERE AR EAMNNBELEETERER
B, fEARTRARY, HRRAZ2MR+HEEN. 8%
AINFI R MRBEREL 2N XBREREZ—, Bt
BIEAFERBREGRERATERELNAN, EEAEE
FEENBRE —ENEERIBEENCRBRER
Wp e, KBPEASWRRSEHES.

EREMEEBEE RS, BT EREERN - 5% KRE
BIEZENERNETNERES I SENHE HFRER
BE, @BFREERZENTAKE, RABRRES
ENEESRIMOMEENE, KU, MIREIWERSERE 94-
100%, RSD fE/NF 5%, #HEMIAER,

—. PEAEibIE

1.1 $2EY

ERMEEME 20g(FEHWE001g) FS50MLELE
(WaE)PR, MA20mLEFE-SKE (FE: &K K
=7:2:1) FiRiERZ8BIRHIEE 10 min [F#8A 30 min, A
J& 8000 r/min B 10 min, EEREN—X, &HLBER,
ZERHEKBRWNF 60°CRAVGREE 10 mL, RYG
Rpgt.

1.2 %1t (Copure® E&14# 11 A, 500 mg/6 mL)
35UF 3.0 mL BES. 3.0 mL 2% BRERKAREN Copure®
B4 | M (525 COSX6500), RERK LRF S
REVRIMABHEZEEE, AEDBIMORA 3.0 mL 2% PR
BB 3.0 mL BEEMS/NE, #HTF. A 10% &K
BE6mL, T, (BEMEREBEERREHE1LI~2HE/
) WEARRTHRBAWES, F60°CFTRIRNELT.
MON 1.0 mL —RKRIEER, IiE (0.45um PES &) =
B NRAF, R,

13 Z3ETHRR
FIFEREEE, R ERDBHITRHRIE,

1.4 FRER R SI&

HERIREGE 2R | FRETIER , AKERSIRL 0.1. 0.2
0.5.1.0.10.0 ug/m LEFRETIEAR, LIBRER I 82 (X,
ug/mL) AERAR , FEIREMVEYIRTE 484 nm A& E
EIER Y AT, BIYEROERS , R AR &R X i
TEEITHE,

. INEBEH
%% Thermo Scientific UltiMate 3000

&g CommaSil®?AQ-C18 (4.6 mm*250 mm, 5um)
MEE: EIMEMZS

MF: 484 nm

TEhAE: A: FREZ B: 20 mmol/L 285

A FEMR (A B=8:2)

FE: 1 mL/min

BREAFR: 10 uL

=. FLIRMIRER

R 2 FIEPERER | INtREIUR RIS

WNIE IARKRE (ng/kg) EIUE (%) FHIEULER (%) RSD (%) ‘
99.8

|
il 100 95.0 96.3 3.14 ‘
94.2 \

KRR ERR EARALRRHIEIRERL, BXAKN 0.9992,
7 0.8434, EEEN 0.0054, LIt X AR
BRI 1 2

y=08434x+0.0054 @
16 RE=0.9992.+"

AL
o

4

o

0 0.5 1 15 2 25
WKIE/ Cug/mL)

1 EAYER | A7 e,

T B3SRBS | ORAEEEE (VRRE 100 ug/kg)

ITHER
5Bs Ei::pu (2E]
COSX6500 Copure® BM# 1| £+, 500 mg/6 mL 0%/8
SDC-3000-D biocomma® Z & RIEESN 18 /%
BN24 24 FLERERANY , BRI RE 16/%
SSF130-45-PES PES, #L#Z 0.45 um, K% 1001/ &=
SC2-1 2mL EBRARKE, B PTFE/ AGERE, 9-425 1001/ &
V2-AL 2 mL 2GR EERR, HRER 11.6'32 mm, 9-425 1001/ &
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ELE I NREES Y

BmP N- —FRETHEUE (QUEChERS £4 GC-MS/MS JM5i%)

—. EAEE

ERATARAGS. K= RES ST N- ZRETHE
(NDMA) BIUE

=, S

B - BB Agilent 8890-7000D, ElJE;
ZERICESN (525 SDC-3000-D) ;

BNl TGL-16A; ZFE: @igal;

BEF (58S 009903B) ;

QUEChERS ZH#heEl (525: COQ050335) ;
QUEChERS #ft& (£35: COQO015335) »

=. HmaibE

EWRTEAEMENER 10 g( B =E 0.001g), EF 50
MLEBOLOES, MAI0OMLZE, BMAYKRFM
QUEChERS ZEX#E, SRIEEHIREX 15 min, 9000 r/min
B0 2.0 min, %% LB 5.0 mL F QUEChERS &k &,
SBIERESS 15 min, L9000 r/min B 2.0 min, B EER
T 0.22 um BHIEEE, 8K L GC-MS/MS NE

M, (MERFH

BRI E: SEBE - BEXEIEY Agilent 8890-7000D
SHEEMH

4.1 BiEH: Agilent HP-INNOWAX(30.0 m*0.25mm*0.25 um);
42FEFHR: $MBIRE 40°C, 10°C /min EREFHRE
80°C, BLL2°C /min FURZEFEE 100°C, HBLL 40°C /min
BOERFFRE] 240°C, 1R4F 2 min;

43 HS: &5 (2 99.999%), ==X 1.0 mL/min;

4.4 HEOBE: 220°C;

45 FRI ROm#HE, 1.0 min FFE,;

4.6 HEEE: 2.0 uL;

PG &M

47EBEA: El, BET0eV,

4.8 BFREE: 230°C, WLMEE: 150°C;

4.9 FR%RE: 250°C,;

410 MEA: REENES (SRM);

411 BEHES: &S (= 99.999%);

4.12 AFIFER: 8.0 min;

XTI R UM EII TR

R INDMA EME#HER (C AEEBTF)

BMEHR RGESE RYmin  MMEFX (m/z) REEEER (CE)/ev

IR IR
7= 2 NDMA fIntxRE| U SRIeeE R
Ham | IERE (nug/kg) | EIURE (%) | FHEURE (%) | RSD(%)
3.99 93.5
tf 3.99 96.2 94.8 1.42
- 4.00 94.7
3.97 99.9
517 3.99 97.7 98.3 1.39
3.99 97.4
N 3.96 94.9
:F@QE 3.99 87.6 90.0 4,71
= 4.01 87.5
3.99 90.5
=34 3.99 88.2 89.2 1.33
4.00 88.8

X102 <l EIC MRM (> 441) ganheyu+st#3D

X102 1 EIC MRM (> 441) lachang st#3.D

I Th -
o
‘}LL 1098 5 ‘
. N .
1102 <EIEICHRM (> 44 ganyouyuestiaD
‘}L 0z ,\ TFatm o
o _ AU I
%102 +EI EIC MRM (™ -> 44.1) xianxia+st#3.0
ol R
1102 +EIEICHRM (> 441 52220

14
l A L -
&5 ) 95 f) 105, il 15 2 125 3 135

Counts (%) vs. REERHA (in)

1 NDMARRIESR GREE 2.00 pg/L) MEBIAREVREEF (m/z74.1->44.1) BEE

NOMA- 5 Levels, 5 Levels Used, 5 Pinis, 5 Pins Used, 0 QCs

© 4103 y=219462677*x - 2617252

£ R2=09%503%

8 441 TypeLinear, Originignare, Weight None

g 42

oy
3
36
34
32

Y S Ay e A A A
0 1 2 3 4 5 6 7 8 % M0 0 2 B wu B B 7 B 10

PR

T
0
Concentaion (ng)

+MRM (10222-10.384 i) (74.1>%) 5222
2x0!
(g) 42- “1

4
3
36
3¢
32

3

a1

28
26
2.
22
2
18
16
14
12
1
08-
06
04
02 i

‘ NDMA 1027 74.1->42.1 15 EEEEEEEEEEEE R I RES
‘ 74.1- > 44.1* 5 3 NDMA Fi%E
iTHiES
%S iR (2E=
C0Q050335 QUEChERS ZEEVEhE +50 mL Bl 50% /&
C0Q015335 QUEChERS /#1k& 50% /&
SDC-3000-D ZERIERSMNY 18/%
009903B BRTF 100 4/ 1R
SF130-22-NL BRSHTIIESE, BHRE 13 mm, LF 0.2 um, BHE 1001/ &
SC2-1 2l BEERES, At PTFE/ AERRE, 9-425 1001/ &
V2-AL 2 mL BEIREESIE, HHEL 11.6732 mm, 9-425 1004/ &
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XL INREES Y

FHlaaRiRIE#H=RANE (Copure® QUEChERS #LE)

{BJS 202204 S HIAPHEMBESE 11 F U RBESNED

A7 BJS 202204 AEE, BILT QUEChERS E30&
&L - BEBUE A RN E 2 6 PR M I E AR L

FiE, #HTEPSZKFERME, ERERE 85%-95%
SEER,
—. iz

ERITEMEENET 1 g (FBHE 0.0001g) EF 50 mL
BEEBELED, A5 mLAIKSERES, BARMAS
mLZBEM 1 g K, RIECES 1 min, 85 20 min,
1£ 8000 r/min FEEEMN 5 min, HENLEBEZEAR,
e,

Z. E&EEk

BX 1.5 mL % % £ /& T QUEChERS %k B & (& 5:
C0Q002029) , AIEEZH & 1 min, BEDE, WX 0.22
um GHAEIERE, £ LC-MS/MS ME,

=. ERiRgEh&amnsE
DRERITES I EERARSEENEEER 1 g (B
F0.0001 g) H51, RENAKTEISTHAENR,
RAEE2RERIVERR, EBHIRRERN 0.2 ng/mL. 0.5
ng/mL. 1.0 ng/mL. 5ng/mL. 10 ng/mL EFRirEmL,
M, (YERKH

4.1 BIEEY

{Y28: UPLC-MS/MS (Thermo Fisher TSQ Endura)
3 Commasil® BEH-C18 (2.1 mm X100 mm, 3 pm)
JREhAE: A: 0.1% BER/K (& 5 mmol/L ZER%) B: 2B
SR 0.3 mL/min

B 35°C

HEEE: 10 uL

MERAI: BEMERL, k1

xR 1: BEXBRER

Bdial /min A/% B/%
0 80 20
1.5 80 20
2 20 80
3.5 20 80
4 80 20
5 80 20

4.2 FuBkF M

BFiR: HESI EBIEREE: 3500V

$SES: 40arb

BFERE: 380°C

WSREN: 2arb

R2ADEF. REFEIMFEREF K

HWAURE: 350°C
CHNEER

E=4 {REEEYiE] /min BEF FEF
A e 2.96 268.1 147.0*. 131.0
A, ERER
R 3 WM MEMATEIW LIRS R
B
. 2.0 ug/kg 10.0 pg/kg 40.0 pg/kg
R mmw "0 mgs 0 e R
(%) n=3 (%) n=3 (%) n=3
TR E 91.8 6.53 85.8 4.88 88.4 5.10

[r—

1IARKTER 2.0 ug/kg BB RIS 2B TRE

T8 090 111 a0 1sa 172 a7

20223 243

02
200 2. ol

z3aas asn  ag0 ses 4z ad ass  am

2 IIATOKFA 10.0 pg/kg BIMETTRBEIE I E 28 FRE

3 IARAKTF ST 40.0 ug/kg B ETTHIE BE S BT RE

THiES
Bs 3% 2K
€0Q002029 50 mg C18+50 mg PSA+100 mg MgS04, 15mL B 50% /&
SDC-3000-D biocomma® Z&;RIEESN 158/%/
SF130-22-PTFE PTFE $t=0id7E28 B2 13mm, FLZ0.22um, BHlFR 1001/ &
SC2-1 2mL BEREGE, B PTFE/ AGERE, 9-425 1001/ &
V2-AL 2 mL2GUREERIR, HPER 11.6°32 mm, 9-425 1001/ &

146 | www.biocomma.cn




SRR

IREES

B3 4 MiEYEKER UPLC/MS/MS I (Copure® QUEChERS)

{BJS 201703 2 HFHEMEKHZLINED

—. PR

EMRTREY 10.0 g EMENEHFETF 50 mL BLOES, A
20 mL & 1% BERZEEAR, 2500 rpm REEGEA 5 min;
SAEMAN QUEChERS ZEXEhE (4 g BKFREREEMN 1 g X
KBEERSH) , JZEDFENIRIE 30 s, SRAE 2 min; BLL 5000
r/min B0 5 min, EZBEMKDE, LEZEERF#1.

by = .7 ) 304

WEENEBRZERE 5 mL &F QUEChERS 15 mL &#4tE
(300 mg TKFiELEE. 100 mg C18) 1, 2500 rpm ;RIE

B4 2 min, LBL5000 r/min B0 5 min, BELEEER 4

mLFE— 15 mLBELER, 45°CKBRRET, AFRE

EARZE 1 mL, & 0.22 pm B EEE _EMNH.

=. trefECH!

FREXNZ= A2 HiEsm 10.0 g #20R EiR—

TEERRIK;

DHRIFEEEE

R, AREE

TEBER

M, MK

BIERMY
{%28: UPLC-MS/MS (Thermo Fisher TQS Endura)
@i%E: CommaSil® ODS (2.1 mmX50 mm, 1.8 um)
SREAE: A 5 mmol/L ZE85%

B: B2 (0.1% FER)
TERAI: BEMER, k1

< ZHBRME, R

EEESTERMANE T B ERIRIR
BE1mL, BHMESRENEFRSITE

$SES: 35arb
BFEEE: 380°C

HSEN: 3arb
HEEE: 420°C

R2EADBF. RENERFIBT—RER CAEEBT)
et {RZeiE /min BEF FEF
FEE 322 3449 133.0%, 106.0
6- FEEIZH 3.97 2242 142.5%, 238.9
4- IRAZER 3.45 184.8 161.0%, 125.1
2,4- QXA 3.86 218.9 126.7*, 110.7
h. LIRER
R 3IEHH 4 MEMEKBRIMFEIRER (25.0 ug/ke)
_ EE (%) TEY  RSD
Bt 1 2 3 4 £ (%) (%)
HBE 96.96 | 88.74 | 96.19 | 91.44 93.3 4.2
6- FEARIZS 83.47 | 86.42 90.84 | 83.81 86.1 3.9
4- AXRE R 93.66 | 87.35 89.32 | 86.91 89.3 3.4
2,4- “SXK|AZH, | 78.48 77.82 78.50 | 75.41 77.6 1.9

cpbifiB b b b8 88008888 $$$$$§

= 1 BEARIER MNEEZETHEIRFKRA: 4-AFXEIHE. 24 Z2FSH
Bdial /min Al% B/% . 6- FERIZK, FEX,
0 % > ARSI
i‘; Zg Zg 1. ZEHRAI UPLC/MS/MS K, 33885 B #5408 BB
e B o IR, W6 TR, RNRFERESITE TR
i o 5 HITER, REBKE,
5.0 95 5 2. fEtMfE (BJS 201703) &, REX 4 mL IREUKR#HIT AL,
ER: 0.3mlL/min #H&: 35°C ##¥=: 5ul BOEREIEURRANER, BELMRZER, BEOE
B LRFRAREANELRETRRE 4 mL, £2EMENERR
WZIE: HESI HBIEZEE: 3500V 5, EiYE 5 mLiIBEUR AL, BEEEN 4 mL 21LRA
RE B
iTHaiES
®=e ik 2
COQO050025H 4 g TRERTE. 1g T/KEEERTN, S0 ML BLOE 50% /&
COQ015014H 300 mg FiE&%E. 100 mgC18, 15 mL BLE 50% /&
SDC-3000-D biocomma® Z & REEREAIN 1&8/%
SF130-22-NL B /®13 mm/0.22 um/ B FH 100490/ &
MF047-22-MCE MCE/®47 mm/0.45 um/ K& 200K /=&
MF047-22-NL NL JERE, B2 47 mm, LR 0.22um, K& 2004 /&
SC2-5 2mL EBRAKE, AQ, 9-425 100490/ &
V2-AL 2mL s E S, HP5L 11632 mm, 9-425 1004/ &
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XL INREES Y

BEI PG ALIRIE (CLB HALEREALHE)

—. FEmiRE

ERMEERMMER 1.0 g (FBHE0.01g) , A 10mL
ZBE, RIEGRES, @AEREE 10 min, 8000 r/min E i) 3
min, EBERFE—FABLER, BEE LRBE—R,
EFFREER, BEVEH 10 mL50°CTFRMES mL LT,
MMAZEAETR 0.5 mol/L EE WA R, BIMNEE415K (4
1~22#) , RiERS, g,

. E@Ek

FEHITER: BN—E228, MAFER 2% S|kHK
BK, BIIANGEBAK, BEERIRIIEER, F0E,
AT ER.

BVE: CNB BRI E A&

SEHTE: 288 6 mL, TR 5 mL fkoxid i

L BESIENENFAURIE, HATERS LS
FOREBLE, —FHiIE

WS STINBAIK 6 mL Mk, BIIAZREMNE, BE
MERERELE, REMANZEZE 5 mL ik

Hht: 5 mL 5% FRERZ R ZER ARk

WELIREBR, S0CTARET, AlmLZBEESR,
i PTFE B&, #F_EM.

=, (UBEH

% 28%: UltiMate 3000 (Thermofisher Scientific) , B
DAD #ui 28

@ikt Agilent ZORBAXSB-C18 (4.6 mmX250mm, 5um)
TRohiR: ZBE /0.2% BEER7K =95/5 (V/V)

A 1 mL/min

H&E: 30°C

HESE: 20 uL

WMFE: 478 nm. 520nm

s o twavm

W w FOR Y @ 0 C T T T R T

1RER 500 ug/L MFFHIIMERRIBEILE (478 nm)

3 . UV_\IS_1 WVL4TB o

2 BRI FLRAEIEE

IARAREA 1 mg/kg BRI ER S FENZE (LE) &
CLBARLALTRAAKE (TE) FIERLNNLE, &
B RLRSS, BARIERERIRD

R 2 AR ML S

Bix¥ hE A1 R2
P, FIELER s -
B | y=0.0013X-0.0033 0.99987
u 4= = SoIA 4t
R 1 MR A AHELIAREIR R0 E R pitzralll y=0.0013X-0.0011 0.99991
Bi74  MIERE (mg/kg) FIIENE (%) RSD (%, n=3) S y=0.0021X-0.0130 0.99987
0.2 83.36 1.80 AL IV y=0.0019X-0.0150 0.99984
BRI | 05 91.86 116 R o . i
1 HeERWERA USRI ZHa RS A MAREEE,
1.0 94.04 3.39
0.2 100.3 233 THiER
42 3 %
FFHI Il 0.5 100.8 2.39 L) i 2%
LB LB I E ) , BmLX =
o 9891 586 COCLB66 CLB AAIERSE, 6mLX5% 0%/
SDC-3000-D ZERIERAN 1&6/%
02 IL10 e PTFE $t=Uidi88s, B 13
\fsas 1z mm,
gL SF130-22-PTFE 1004 /&
BRI 05 99.73 1.64 2 022 um, BHE ™/
10 9623 269 o1 2mL BEERES, I
0.2 92.06 1.97 B PTFE/ A BREERE, 9-425 =
BRI IV 05 97.13 1.07 2 mL LR S,
V2-AL | 2mLERIRRS 1004/ &
1.0 92.76 2.11 HPEL 11.6*32 mm, 9-425
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ELE I NREES Y

IR B BLIE NN 2 FENEEIHEZEINS % (Copure® B4 FEN
BB )

K5 RER TR P FLLENE

—. BRI x 1 BRI
AERFREURHES 0.5 ¢ F 15 mL BAOES, MAS5mLE il /min A(%) B(%)
24, BHEES 1 min, B 5min, 3000 r/min & 1 85.0 150
5min, BLLiBR; LRSS BEEIRMA R, SHFELER, iz 222 155'0"
F 40°CTFRMGRBEL 4 mL, %1k, N 050 o
—. SPE %t (Copure®MIP SuDan, 500 mg/6 mL) 20 85.0 15.0
B HRID FENDEMEREA 5 mL ik, 21.0 80 10
EREROSERL RPN SR BMASmLESERE,  FoE: 1.0 mL/min

AERHR, BI5mL ZBZEHTHEE, BOEBIR, HREARR: 20 pL

EWAHE KRR 40°CCRAMIET, 1 mL ZBEES, Rl

o L M, LIRER
min, 2R HPLC ik, e

% 2 5.0 mg/kg BHUH TR INEIU S R

=. INEEH B (%)
" , K FHYEILE (%) RSD(%)
%% Waters Alliance 2695 1 2 3
&%t CommaSil® 0DS(4.6 mm X150 mm, 5 um) AR 969 | 995 | 995 98.6 L5
. . L
MR Waters 2487 S24Ma IS ARAN | 862 | 83 | %0 903 >
. Fizaradll 934 | 976 | 96.0 95.6 22
M 478 nm —
; . FRI IV 89.0 = 1012 | 953 95.2 6.4
WER: A: 2B B: 0.1% FERKAR
0.040
1 AT
0.035 2 HFHLIL
1 3 JAFHL T
0.030 4 HFHLIV
3
0.025
5 0020
<
0.015 2
0.010 4
0.005 l l “
0.000 ‘l - J\J A J
2.00 4.00 6.00 ‘ 8.00 10.00 12100 ‘14A00 ‘ 16.00 18.00 ‘ 20.00‘ 22.00
S
1 KR 5.0 mg/kg HALRERIBEEE
ITBER
5e iR |
COMIPSD6500 Copure® HFHI S FELEE A, 500 mg/6 mL 0% /&
SF250-45-NL B /®25 mm/0.45 pm/ BHFH 1004 /&
MF047-45-MCE MCE/®47 mm/0.45 pm/ 7k & 200K /&
MFO047-45-PTFE PTFE/®47 mm/0.45 um/ B % 2005 /&
V2-AL 2 mLEBRRIEA T O SR, HHELR 1004/ &
SC2-1 2mL EEREES, AO, 9425 1004/ &
SPEMF12G 12 IEHEEEN I EEE, WIBEA 1™/ &
CS46150500S CommasSil® ODS ##, 4.6 mm X150 mm, 5 um 1R/ =
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XL INREES Y

BB A AL NOERZERSGZ (Copure® BRLIIENERE)

(GB/T 19681-2005 B mHAHFHLIRKIEMEN T % SRR EEIEE)

—. iz

FEFRTRENERHRS 0.5 g F 50 mLIFWE.OEHR, MA S5 mL
ECk, BARNS min, BOIRLEER, EERINAA,
BHECKEIAR; ARSIRERIARAKRLY SmL, &,

Z. SPE %4t (Copure®SuDan, 1000 mg/6 mL)

JE: EMRFEEEERRIA 10 mL EESEEK.
LEEMER: FEAZRFRMAFTERER, MAL5-10
mL [ESiEMiE CHERERNESHENRET NEIERHT
JAE) , BA 60 mL7.5% AR/ E2REBRER, WE
R

R FERKEA0CCEMERET, RIRESZE S mL, RIEES,
TERRI IS HPLC i

BT BESERR

xR 1BERREMN

Bi&] /min A(%) B(%)

85.0 15.0

5.0 85.0 15.0

7.0 95.0 5.0

21.0 95.0 5.0

22.0 85.0 15.0

27.0 85.0 15.0

FRER: 1.0 mL/min

HRFAIR

20 pL

M. LR
*

2 2.0 mg/kg SR LIS BIOFIMEIRE

I — Bl (%)
=, EFf & S WEME () RSDON)
3&#& . Waters Alliance 2695
. . L 1009 | 99.6 | 100.1 100.2 07
@i%tE: InertSustain-C18 (4.6 mm X250 mm, 5 um) —
TS W 2487 S AN SS FEL 950 = 915  99.0 95.2 38
willss: Waters LS SR 990 | 1020 | 9538 98.9 31
AN (TN < -
AR 478 nm BV 1028 1072 | 108.6 106.2 3.0
MEHHE: A ZBE B: 0.1% BERKARK
0,040
1 AT
0035 2 FRFHL I
2 3 AP T
0,030 4 FPHLIV
00257
] 1
5 0020
< ]
0015
0010 3
0,005 k 4
0000
—— T ———————
400 6.00 8.00 10,00 12.00 14,00 16.00 18.00 20.00 22.00 24.00
s
1 FIACER 2.0 mg/kg FATRMBF RIS HE
ITEES
&E iR a
COSD61000 Copure® HRHINE B, 1000 mg/6 mL X /&
SF250-45-NL B /B25 mm/0.45 um/ BHF 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7k & 200F /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BH% 2005 /&
V2-TL 2 mLIBERRRIRS T O SR, FHEL 1001 /=
SC2-5 2mL BEEREES, FHFO, 9-425 1001/ &
SPEMF12G 12 (IEMEERAEES, WA 117N/ 2
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ELE I NREES Y

FHNZ L) LB G INH hRER S SEREE LC-MS/MS JllE

(Copure®HLB Lim)

(BJS 201706 RmFPAERIEMSIERZTNED

EER, ERPRBLNSRBHEN—XHETLEY,
BEID I AR BFIR R ST BAA IR U, R MmARANELE, &
EANRE, LHEZA. KiK. B/IBREAZZIRE,
WHRLLSE T 2R,

EREYRA HLB Lim E#8EEE, BT LC-MS/MS &
MEMMB L) LEA DM P RBLENSRBBZREENS
%, ZEMRREER, RIIMES, IREHEMNE
W (90%~110 %) RIXMEAIRSD (< 5%) , BETE
mhEBEMNESRBRENEEEED .

R2LADEM BIEBFRAESH—UER C WEEBT)
8EF FET HERE IREE BFUS

P
fLamER (m/z) (m/z) eV eV =
J— 83.000 67.000* -28.040 -59.310 ESI-
SRR
85.000 69.000 -26.030 -64.430 ESI-
. 99.000 83.000* -33.370 -48.740 ESI-
SEViY

101.000 85.000 -48.540 -52.940 ESI-

SERIRAR 89.000 71.000* -33.190 -29.160 ESI-

BREEAR | 107.000 89.000* -37.860 -12.140 ESI-

=. ERER
®3 FRHMELD RGN P SRREM AR REER

HE (EWEW FIWKTE (ugkg) EMEE (%) RSD(n=3)/%
1.1 #¥ aadEY wot SEREE 400 99.5 0.714
1.1.1 &t Sty 200 99.7 0.713
ERBMEUSEEORMY 1 g (BHE 0.001g) BT 50 B)R  mE 150 110 253
mLAEBOER, MABSFEMENGRE, BEIAT0 0  BEEE 0 10 0681
mL 884K, SBEERS 5 min, BAMBIIA 13.0 mL PE, e a
A, HBAERE 10 min, #x%EEX 30 min, 10000 r/min E /E‘%@gﬁg o
B0 10 min, B EBE&REFRK. o
1.1.2 B4 LIRS 554 i
AHIER 2 ¢ (FHZE 0.001 g) HHEEF 50mL AEE D -
B, MARSEMERIFR, EHMA 5.0 mL0.1 % =
BB, TURRS, BT 45 °CAGARRE 20 min, R -
#3% 5 min, BEAERIMA 10.0 mL B E, 584, 10000 r/ i —
min B 10 min, BB e ﬁ 7
12 @B B
TRENL 3.0 mL iR E3E&, 3 HLB Lim E#EEER, B |
£91 mL MR, WEESHER, SEORAREE - RELFOEIE, o
2_£ é)f;?:f: v BRER ) RS
188 RIBEIE - BELFIEN, BRABHEEETE (ESIE) =
i Acclaim Trinity P13.0um 2.1X50mm Column e
SEDAE: A: 20mmol/L BEEAR  B: ZBE e
B MR, MEL -
D 0.5mlL/min - AR =R OBEE: 4uL -
& 1 BRI i w o
BiEl /min Al% B/% b t P
Initial 30 70 N A
3.00 10 90
700 10 %0 1 FMHAE%) LEA NP aBRESE ekt 2B TRE
8.00 30 70 ITHESR
10.0 30 70 He R a3
2.0 FiE COHLB3200-Lim  Copure® HLB-Lim &fb#E, 200 mg/3amL  50% /&
%?/ﬁ EE,UEE'@%?,}? (ES| /}?) SDC-3000-D bioSorTfrT1?®%’éfﬁ/ﬁﬁfﬁ':’€l1)‘( 1&6/%
BB SEEEN (MRM) szt | ot/E
SHSR (CUR) : 35.0 psi < (CAD) : 9 psi o1 2 ML BERRES, W
BFUEE (IS) : 4500V  BEFIERE: 500°C Sl PlE T et
BES (GS1) : 55.0 psi WBIMNAR (GS2) : 55.0 psi V2-AL 2 mL BEUREFEEA, 1004/ &

HHEL 11.6*32 mm, 9-425
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XL INREES Y

RAAPRENTHEWNERZENSZE (Copure® S WTIEAH)

F5EERT R AMPRALTIEIEN

—. HRIEE
HEHMENERHE10gTF50mLELER, MAZE 10
mL, S®HE 2 min, 4000 r/min B 5 min, LEKREBSE
F—BLED, BABLETRMA 10 mL ZBEEERN—
R, BHLEER, F2.

=. SPE #£%ft (Copure®ATO, 2000 mg/12mL)

E MENTTREERIA S mL RE. S5mL ZBEE
o

LR EEAEEBEFRMANGEELR, WERER;
MON 10 mL 285 - RESAR (2:1, v/v) R, WEERR,
&F.

BEIARE ARBRT 40°CTREEET, B 1 mLZERAE,
£20.22 um JEEE, HERURBEIEINE,

EAE: A: BBEE
B: 0.5% ERERIK
R A BEER

=1 BERBREH

Btial /min A(%) B(%)

50.0 50.0

5.0 50.0 50.0

15.0 80.0 20.0

20.0 80.0 20.0

25.0 90.0 10.0

27.0 50.0 50.0

30.0 50.0 50.0

S 1.0 mL/min
HEEAFR: 20 uL

M. XEER

7 210.0 mg/kg BAHPHA LT IMEIUL LS

— I (%
=, UEREH E20d L 2( ‘) ,  THUEME (%) RSD(%)
%% Waters Alliance 2695
ML XBC18(4.6 mm>250 s BHA 1066 | 1061 | 113.7 108.8 3.9
BIRHE: XB-C18(4.6mm mm, 5 um) BHT 107.0 | 103.7 | 103.4 104.7 19
MBS : Waters 2487 L4988 TBHQ | 824 | 786 | 887 83.2 6.1
MR 280 nm
0.
0.0454
0.040 ’] TBHQ
- 2 BHA
3 BHT
0.030
2 0.025+
0.015+
3
0.010
1
0.005+ j\
4.00 6. IUO 8. IOD 10'00 12'00 ‘MIUO |6I00 18'00 20'00 22'00 ZAIOD 26.00
Pl
1 SFAKES 10.0 mg/kg & A HTRE AR BRI E
ITES
5S ik (2ZE=
COAT0122000 Copure® i@ 7€ A, 2000 mg/12 mL WX /&
SF130-22-NL B /13 mm/0.22 um/ BHF 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 pm/ /K& 00K /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ A% 2004 /&
V2-AL 2 mL RGN O MR, FR54 1001/ &=
SC2-1 2mL BEBEREFS, O, 9-425 1004/ &
SPEMF12G 12 EMAER G ERE, WA 1M/ &
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ELE I NREES Y

BRAHhIREEIEHEREENNE (GC-MS/MS F{IEAIRE) (Copure®

ARETAE)

(GB 5009.191-2019 Bm&Z£EXRITE RaPIAREREEHERES209NE)

—. KRSIK
SREBENRESSAEY RN ISP MN—XEE
SRY), BFANANEHBEEERBERTAKBEEREAS
HEMNARE, HER/DEFERTEINERT 2R
H 2016 F£LUk, SRES8AERBRIEE E4EMAER
‘BRPCESRYREEAZNGEN WESEENNE,.
B EWERR biocomma® Copure® SIRELZBIE, &%
GB 5009.191-2019 (BREZLERINE ERPEAERE
RERFEREE S 2MNE) B A THATLE, WERAH
R KR EEAE B EREE 1T MR I0IE, KA GC-MS/MS 1L
ZRIREER. £WiE, XA CopureR ARET A, @
E> 90%, CVE< 5%. AIHEBHBERQMNER,
—. EREE
ERTER MBI EERSRERFRE3-S-1,2-K"=
ES 5B B BE (3-MCPDE) #12- & -1,3- R EE RSB BR B
(2-MCPDE) BYME, WMLERUNEE 3-8 -1,2- A=
f2 (3-MCPD) #2-&-1,3-A_E (2-MCPD) it&,

=. HmaikE

YERR FREN & B SR 0.1-0.2 g(¥EF E 0.001g), BF 15
mLBOES, A 100 uL EREERMUEESAIR (K
E 1.00 mg/L) , BS.

AON0.5 mL FREFUT Bt - 2B 2B (8+2) RAR, MMA 1.0
mL REZTA - REAR, lREEF, RIEES, EERM 4.0
min, AN 100 uL 7kKZER&IER [,

AN 3.0 mL 20% B9 NaBr &, B5, A 3.0 mLIEE kR,
AIEEH 30s, BB, FEECKE, EE#HT—RES
ke, KBEERFRK.

BAKEAR2EE N Copure® [AREZTAE (KS:
SLEB255000-GL) &, ARKERUS, F# 10 min,
BZBZE - ECk (6+4) #HiTHM, ABAAE (F)
KIBEWSERBK 12 mL, RREEF (4902 mL) , 10
ANFFER 1.00 mL, SRIRES, 1%,

FUERFIIAN 50 uL CR T BEEKMTTER, BE, B
SEETF 70°CTFH74 20 min, AEEZEE, MA 3.0 mL
MABERK, RiE, FRESE, BKEEE, WEEE
HAET 0.22 um BHUIEEE, IBREBZHE/NRF M GC-
MS/MS E

M, {N2EEH

NERSHE: S - BEBILY Agilent 8890-7000D
SHEEMG:

4.1 @3 Agilent HP-5MS (30.0 m*0.25 mm*0.25um);
42EFHR: WHBEBES0 °C, EF 1.0min, L2°C/
min BERZRFEF) 90 °C, B LL 40 °C /min BEXRFAEF
270°C, 1##F 5 min;

43 HS: &5 (= 99.999%), FEZH 1.0 mL/min;
4.4 HIEMBE: 250 °C;

4.5 HEA: ROMHE, 0.5 min BHIRE;
4.6 #ESE: 1.0uL;

ik :

47HBEA: El, BET0eV;

48 BFIFEE: 250°C, WLEAFERE: 150 °C;
4.9 BB E: 280 °C;

410 MEAN: KSR (SIM);

411 RHES: &S (= 99.999%);

4.12 BFIGEIR : 5.0 min;

SRS MBSEIN TR

® 1 SREBTEYENSFR

HamER WiE | EREF (/) EHETF (m/2)
3-MCPD 144 D5-3-MCPD 253 275
D5-3-MCPD 1744 - 257 278
2-MCPD 744 D5-2-MCPD 253 75
D5-2-MCPD 7447 - 257 79

M. HEMIRER
® 2 BRAHMAREIL SRR LS

Ham bi)=| EUEE (%) = TFIIEULE (%) RSD(%)
107
3-MCPDE 103 105 1.98
106
B
9.8
2-MCPDE 922 94.3 2.01
95.9
! | : TIC
1 I I
2 i \ JI =
m/z=253
g 3m § HAS v s
" m/z=257
|
|
ofl
B SEEGEY GRE 100 ug/) TIC REBBFREGHEE
iTHER
= iR ak
SLEB255000-GL AREEAE, 58/25mL 0% /8
SDC-3000-D SREERAIN 14/%
BREHFITESE, BE13mm, FLZ 022 N
SF130-22-NL i, BAR 1004/ &
: 1B, TEERD,
o1 aml EEREAES, A8 PTFE/ TORRS, | /8
9-425
= v:|~\) e R 6*
VAL 2 mL BSUREHRIE, FP5 11.6*32 1004/ &
mm, 9-425
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XL INREES Y

HIRPZ MU ZEE NS ERINE (Copure® MAX EIfHZERH)

(GB 5009.278-2016 BmET£E XA BmP L RN ZEREERNE)

ZZRMZ BB T REAMIFIB—M, HEARER.
BEF. mALF. BEHR, IERELINERPER.
REERREMAERAET 2 -REOZB _MEAERS
AIFEEAMN. AFERNRSMENMAFERERN
BERKEE, EREPFAAFHINS ZREIER W,

EREMHERPRERS. FUEEESR, BIE
HER - SMREREBENEZ_BRNZE_MWHNEE,
HREZABFEAENEELE, WEXEREEREFN
BEAM. ENE, HAMIREUWERE 100-110% 2 8,
RSD fE/VF 5%, HEMIRER,

—. Haitig

1.1 428

FEARIVBES , FREN5.00 g (F6H%) 0.01 g) 2 50 mLELE,
MO 25 mL—4&oK, RiEES, BAEREE 20 min, 8000
r/min TE.L 5 min, ##%_EER. FRFESRE—RX,
BHMRLEER, BOF2K.

1.2 &1k (Copure® MAX EIfHZEX#E, 150 mg/6 mL)
RORMER 5.0 mL FREEA/KE LT MAX/ Vit (COMAX6150) ,
BY 5.0 mL R RS, ARFMRIMA 5.0 mL 7kF0 5.0
mL BEME I, FESBRER, EF. B 4.5mL5% B
ERRRER/KATR (FRER: FREZ: 7Kk =5:20:75) #EH1TkM, WisE
FRR, EFIME

320230221 #10 UV VIS 1 WVL:254 nm.

L 0 2w s oo

2§55 10 15 50 25 30 35 40 45 50 55 60 65 70 75 0 85 50 95 100

1 Z2-RMZ B WRIERRIBEEE CRE 2.0 mg/L)

1344

FHRFIIN 0.5 mL ZRUHKAB R, RIEES, B 20
mine EAZE 5.00 mL, I8, HOREEENE,
ZSWEAREH: FREN0.54 g =/, MA0.1mL
B2, FRKERE 100 mL,

B

L4 dETARE
FIREREEE, R ERSBHITRHIE,

. INEBEH

&% Thermo Scientific UltiMate 3000

@i%tE: CommasSil® AQ-C18 5um 4.6*250mm

MEE: KIMOMEE (KMEE 254 nm)

JRohiE: A FBEE B: HTERKEZ-ZERMESAR
(pH=4.0)

HRR A FEMERE (A B=15: 85)

FRER: 0.8 mL/min

R 35°C

HEAETR: 10 uL

=. TRMLER
= 1 IR 2 R0 Z B — SR U SR 3R 45

108 |
Z:EiiZM 200 110 109 221 |
- 108 |

mij
08 05 10 15 20 25 30 35 40 45 50 55 60 65 0 75 80 85 90 95 100

2 BRMPZ ZRIOZ B HWITRAREIEE (IFRE 20 mg/kg)

ITHiERE
-] 2 a%
COMAX6150 Copure® MAX EFEZENAE, 150 mg/6 mL 0% /&=
SDC-3000-D biocomma® ZERHEESIN 18/%
MF047-22-MCE MCE, FL{Z 0.22 um, /K& 1004/ &
SC2-1 2mL BBERER, B6 PTFE/ AGERE, 9-425 1004/ &=
V2-AL 2mL BLUR eI, FHER 11.6*32mm, 9-425 1004 /=
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SRELR Z BXTRRRES FREYTME (Copure® ALN)

(GB/T5009.140-2003 fRk s Z Bii&RREL SRETNE)

— de =2 A
. BENA

ZHRERRERSR, BIRRER, B—MRMEANMF EHIEFD) o
KERBHKNBTNERSYANRRERREE. KE
MEMR P L REIRAREN 3.0 g/kg.

ARMARILTEEER - RREREENEIRE H8Y
ZERERERENNTG A, FmERRE, RS KBER
FEEARK, RASRREEIENNE, L18IE, MiFE
=SB E 95-105%, RSD E/INF 5%, HEER.

. INEBEH
{%2%: ThermoFisher U3000
&g CommaSil® AQ-C18 (4.6 mm*250 mm, 5um)
HNEs: EIMEN SR
K 230 nm
REhAE: A HRES
B: 20 mmol/L Z %%
AT FEMR (A B=3: 97)
FRER: 0.8 mL/min
BIEAFR: 10 uL

=. HEPE

3.1 B GINAR

BE 25 mL BERHF S0 mLBELER, DFEEHRN
A 100 pL. 500 pL. 1000 pL B BiiEREER SRAT A& IR,
BIT=ZNKFRIIIARRLE, BMFITHEE (n=3)

3.2 H#AREAE (Copure® RMEE LR, 1000 mg/6
mL) ¥ LERER (4.2) 951820 mL EEBAKER,
SEAJIE 8000 rpm B x5 min, EERESHHENRERL

M. SCIS4ER
4.1 RIEME& R EIEE

LR TR PR A T 2%

ELERAYE

INREESY

y=132x-0.0009

R? = 0.9989

2 .
5 -
&
» e
5 - 1
o @@
5 10 15 20 25
WKIE/ (pg/mLd
1 Z B RRRRER SR AT A B AR
: —— . L,,, — . A~~~
2 IR A RBVRAE B I E
P | A
I — |

3IRER Z BB RER ROV RAEEIEE (IARRE 4.00 pg/g)

4.2 IIAREMRERLER
IR R Z B BEBRER SR INAR SRR B R L RIF K 1o
& 1 IRHP Z B ARER SR INAT O U R £ R

’iﬁﬁ (@Fﬁﬁﬁﬁﬁ 5mL #ﬁé@kiﬁﬂﬁ)_ , WEIE®&, FKA ‘ w5 | e IAFREE FHERE (%) RSD{%)
BORERRER, MA2.5mL R (FE: 20 mmol/ | (ng/g) (n=3)
L ZE% =3:97) , SHKEDER, ARADEEEELS 400 103 195
mL, SRAE, BEBS, & 0.22 um BAEE NN, TR | oEmERE| 200 28 L
\ 400 105 0.145
33ERTARE
FREGREE (RIAMER G - 2EERERE) , RERDE
HITER,
ITHES
5Bs Ei::pu {2E
COALN61000 Copure® & K384, 1000 mg/6 mL 0% /&
SDC-3000-D biocomma® Z & RHEEANY 18/%
SF250-45-NL B, L2 0.45 um, BNFR 1004/ &
SC2-1 2ml BEEEES, B PTFE/ IGERE, 9-425 1004/ &
V2-AL 2 mL BEurEERE, HHEL 11.6'32 mm, 9-425 1001/ &
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XL INREES Y

RBZAP=REREENANERZENSE (Copure® C18)

(GB 22255-2014 RmTZLEFNE RRP=SFE (EHER) HUE)

—. HREN

HEHIFREY 4.0 g BT 50 mLEOE S, 01220 g/L 2B
0106 g/L WEE W FHIARS 200 uL, #EA, MK 10
mL#R$%E 30 min, B0, BE EERTFS—50 mLEBLERF,
Bk 10 mLiZ ERSBEERN—K, 8HMRXLER,
BKEBSE20mL, &F4&k.

—. SPE #%1t (Copure®C18, 500 mg/6 mL)

JE: 2RIE 5 mL BEE, 5 mLKEREF

LREFNGERR . TREX 10 mL EIER B, R 5 mL AKMiE,
T/, BA4mL BEER, WERER (BDLERE &
B REIEHIRIRIE 1 mL/min /)

EFAR: KRBT 40°CRMELRT, AKERE1mL,
i 0.45 um FERR_E.

BigiE: Agilent 5 TC-C18 (4.6 mm X250 mm, 5 um)
#iMEs: Agilent Technologies ELSD
TEhAE: AT K

B: 2k
® 1 oA ERNRZE
Btial A B
70.0 30.0
4.0. 70.0 30.0
6.0 60.0 40.0
12.0 60.0 40.0
14.0 70.0 30.0

FE: 0.5 mL/min HEEAEFR: 20 uL
M, SCIRLER

R 27K 12.5 mg kg RBEF A = SUSHERYMINOIREE R

| & A (0] THEME (%) RSD(%)
— N Ui A1) 2 (% (
=. NBEH \ 1 2 3
128 Agilent Technologies 1290 | SEEEm | 92 | 94 | 988 988 04
ELS1 A, ELSD Signal (201809\20180905-tgs 2018-09-05 10-20-56\7787538-5+2--136.D)
Lsu | ;;
%
16 g
f*
\
| |
16 -
] | ‘
||
|
14 |
|
| |
[
124 | |
|
J [
] I
R S o o - R I—
T T T T
9 10 1 12 min
1 FIKTR 12.5 me/kg KBS = SEEHLNEEE
ITEER
5e R (2ZE=
COC186500 Copure® C18 EI#E%EX4E, 500 mg/6 mL 0% /&
SF130.45-PTFE-HL BRI, 013 mm/0.45 um/ KR 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ k% 2005 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHLE 200 /&
V2-AL 2 mLiRBRBE ORI, TH5L 1001 /&
SC25 2L EEEAKS, O, 9-425 1004/ &
SPEMF12G 12 (IEHEEE T, IRIMEL(E 15
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ELE I NREES Y

EXEL R EHE B EIHEZERNS E (Copure® C18)

A755E A FERER IR Fh A B 2 B 04T

—. FmIEEY

EN—EEIRENNGMR, BERS; ERIEPRSRE
10.0 mL F 50 mL EOEH, MARERIVE (0.8 mL B
B8 +2.5 mL = ZRIIKERZE 1000 mL, pH£H 4.5) 30
mL, SREEESH 2 min, BFE 15 min, AEARIKERE
50 mL, 4000 r/min .0y 10 min, $IE&E B,

—. SPE #%ft (Copure®C18, 500 mg/6 mL)

A C18 EHEZEBMFEAFIA 5 mL BEE. 5 mL K&k,
EREFNGERR: MO 10 mL F &R TEMBEREH, AS
mLESREHABBERG, FERHR, BTN,
F 6 mL BREZRR, WEERR,

EHAMR: KBRT 40°CTRRELT, Bl mLESIR
BURIARR, £ 0.22 um FEREEIE, HEBREEIENE,

=. INEFH

mohtE: AL 2R
B: BFEA (2.0 g FImBEEBMA 500 mL 7k
BRE, TN 1 mLBEEE; MIKERZE 1000 mL)
A BRERR

= 1 BERBREZMS

B4i@] /min A(%) B(%)

35.0 65.0

4.0 35.0 65.0

15.0 65.0 35.0

18.0 65.0 35.0

22.0 35.0 65.0

25.0 35.0 65.0

SR 1.0 mL/min
BRERFR: 20 pL

M. KEER
& 210.0 mg/kg IREHRATHAVARINEIMLE R

i% %&: Waters Alliance 2695 B (%)
. ‘ 2R FYEULE (%)  RSD(%)
@it XB-C18 (4.6 mm X250 mm, 5 um) | 1 2 3
K Waters 2487 S5ME TSR | #1033 | 1005 | 1007 1015 16
MK 218 nm
0.014-:
: 1 A
0.012-.
0.010—:
2 o.ooa-:
0.006-:
0,004"5
0.002-:
R T E————
8.00 8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50 13.00
55
1 FHIACE R 10.0 mg/kg bl AR ME A2 2 E
ITHES
%S iR (2E=
COC186500 Copure® C18 E#EZEENHE, 500 mg/6 mL % /&
SF130-22-PTFE-HL BEZHH TR, $13 mm/0.22 um/ KE 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7k & 200K /&
MF047-45-PTFE PTFE/®4T mm/0.45 pm/ BHl% 2004 /&
V2-TL 2 mL BIERL ORSRIE, HBREL 1004/ &
SC2-5 2mL EERRES, AFO, 9-425 1004/ &
SPEMF12G 12 (IEEEER G EEE, WA 1tN/=2

www.biocomma.cn | 157



XL INREES Y

Ra PRI NNERZENSZE (Copure® HLB)

ABRREMHNSHEAFINEER, TUBLESENEK,
BEAMBRMBENNARMIERF. ZELLEET GB
5009.120-2016 (EMEFPEEWH. ARBHINE) FrIHIL
BA%, BT AEERERPRBNEEZEIRNES %,
A RERMEFERERGROFIN, AFIQEEE, BIKRELT,
—. HRIE

FREX 5.0 g & F 50 mL BOEH, Ik 20 mL, AN 0.5
mL B9 1.0 mol/L B{ERAR, JREERS 2 min, BARREX 10
min, B 1.0 mol/L BEERAHIA pH /9 2.8~3.1, BKERE
ZIE, 4, 8000 r/min B 5 min, BOFEEERS
mL FE—FARE, 5%k

—. #&m4%t (Copure®HLB, 500 mg/6mL)

R BEAEEEUEERFIMORA 5 mL BER, 5mL K&k,
R MALRFFRUREEBZEEER,

W IO 5 mL 10 % BREKHREEZRE, FERER.
R AN 5 mL 50 % FREEKIE &%/, WIEEERR, RS,
& 0.22 pm BB, £l

=. INEBEH

Y28 RABBEM, ThermoFisher U3000

@igiE: Agilent ZORBAX SB-C18 (4.6 mm X250 mm, 5pum)
TEhtE: A 1.5 g/ BERE B (A3 1.0 mol/L BEERA
WIAAN 3.0 /&£A) B: 50 % FEKAR

FERRAI: BEER, E 1 S 1.0 mL/min
HEB: 25°C W= 20 uL
MEE: KM MR : 214 nm

® 1 BERBRIER
Bdial /min A% B/%
0.0 95 5
14.0 95 5
180 5 95
210 5 95
220 95 5
30.0 95 5

M., SERRLGR
INAREI U SR Ln LE

2) ETFNEETREREEE

168 0224 #9 [manually-H D-BK

UV IS 4 WVL-214 am

LoaNwBRODmo

21300 40 50 60 70 80 90 100 110 120 130 140 150 160 1{740.
E12FHRR (£8) REGEER

S‘Tﬂ?on’n« #11 {manua - D102 UV IS 4 WVL-244 o

| —

Lo NWE DD N ©

5640 &0 60 70 80 60 00 110 120 50 140 T50 160 1703
2 IR 0.10 g/kg T FARERAREEE

191%%2 0221 #14 [manually D-100-2 UV VIS 4 \WAL-244
! I

)

9;

8;

7

6:

5;

4

3;

2

1

0;

-4

mij

X130 40 50 60 70 80 90 100 {10 120 130 140 150 160 17403
3INARAREE S 1.00 g/kg MIZ FHRERIEEILE
1[IVET bk

?:_i%gm'rn #1174 y UV VIS 4 WAL-214

R

LO M NWE QD N®©

30 40 50 60 70 80 90 Moo {10 120 {30 140 150 1610 %uir.a
E4EEPRE (TA) RIEGEIEE
10

UV VIS 1 WVL-244

20720221 420 [manyally

_

LosnwEao N®oAD

X130 74050 60 70 80 90 100 f10 120 {30 {40 150 160 %%’.3
5 IATAREER 0.10 g/kg NEBHRRRIEEIEE

& 2 MIFEINER A M
IATRE FHYEME RSD (%, ; -
£ (%
5 k) B (%) £ (%)  n=3) ;
5T 0.10 99.93 |101.56/ 103.16 | 101.55 1.59 2
- 1.00 9498 | 95.77 | 92.73 94.49 1.67 f
0.10 96.00 | 95.83  97.92 96.58 1.20 E )
E@' 100 9232 9149 9055 9145 097 130 40 5.0 6.0 7.0 8.0 9.0 0.0 1.0 120 130 140 150 16.0 %.3
6 IARRER 1.00 g/kg MEE R RIEEIEE
ITlES
&S 323 (2E]
COHLB6500 Copure® HLB, 500 mg/6mL 50% /&
BN24 biocomma® %5 ek A mMIY 1&6/%
SDC-3000-D biocomma® £ & RhE RSN 16/%
SF130-22-NL NL $tEtiEiE%e, B2 13mm, 742 0.22 um, BHER 1001/ &
SC2-1 2mL EBRREKE, B PTFE/ ABERE, 9-425 1001/ &
V2-AL 2 mL BEuREERE, HHE54 11.6*32 mm, 9-425 1001 /&

158 | www.biocomma.cn



BRI A B MER S R EHHZEEY
5% (Copure® SAX)

{GB 5009.157-2016 B REHERHINE)

—. #HmiE
FERTZERERYD 5.0 g F 50 mL BOBEHIINKE 50 mL RfE 1
min 28395, 4500 r/min . 10 min. BYLE&R 5 mL, &M,

—. SPE #:%{t (Copure®SAX, 1000 mg/6 mL)

JE: SAX EEZEEVEEAFIA 6 mL BEE. 6 mL AKE K.
EEEMER: FEMEZEREPRMNRRERR, FERH
W&, DN S mLKGHE, FEMER; 2 mL BHEFERGE
HBR (6% EHER - AAR) KRR, WEERKR. (B4
R EBR S A2 P AER R IF <1 mL/min)

EHRES: ERBAESE2mL, 022 um EETE, f#
HPLC L4z,

=, INEBEH

%% Waters Alliance 2695

EIEFE: XB-C18 (4.6 mm X250 mm, 5 pm)

HM2R: Waters 2487 £L9ME M 2S

MK 214 nm

REnAE: A EBER B: 0.025 mol/L BiEa —S3#
A FEER, A B=5: 95

FREE: 1.0 mL/min BREARFR: 20 uL

M, SCIREER

& 10.2 mg/g BRI BN ARINE LS R

ELE I NREES Y

QuEChERS A EBF R APE
BB AYAS

I EERTRAHETRGEZEIE N,

—. FEmEE
FREXEAM 1 g F 50 mL QUEChERS $EXE A, 0 10 mL
30% EREE/KFAR, WHE 1 min, BIMAS mLIESE, R
i€ 1 min, 4000 r/min & 5 mine HFEECKRE, FlR
BREFRK
. H#mEk
B 1% % 16 78 & 6 mL F 15 mL QUEChERS 4 f£ & (Cat.
No.C0Q015219) #, & fiE 1 min, 4000 r/min & i 5
min, BX 1 mL E&E®&, 12 0.22 um BNEE, H VMR,
=, NBREH
%% Waters Alliance 2695
B InertSustain-C18 (4.6 mm X250 mm, 5 um)
¥M28: Waters 2996 DAD & 28
MK 210 nm
TREDAE: A K

B: FEZ
AN FEMR, A B=90: 10
IR 0.5 mL/min
BREATR: 20 uL

& 10.1 mg/kg BAMPABBIZAAMEIWERER

EIULE (%) EIEE (%)

B 1 ) 3 EHERE (%) RSD(%) 2R 1 5 3 FHEIKE (%) RSD(%)
AR 825 830 845 833 1.2 | WEERE | 998 | 974 | 1086 101.9 5.8
s 93.5 89.0 | 935 92.0 2.8

orzo] 1 EEE o00s¢ 1 1 P
o] 2 iR
g 0.0036
o]
ouao—; 1
aum—i 0.0000
2 aoeo—f
E -0.0018
0050‘: 450 525 6.00 6.75 750 825 9.00 9.75 10.50 1125 12.00
OOAD—E B
i 2 1 0.1 mg/kg BFRPEEM LIS TIEEIEE
i ITES
] = iR {2E:
100 200 300 400 ;‘o: 6.00 700 8.00 900 10,00 €0Q015219 FIEERRE AR LE, 15mL BOE 50 % / =
1 Ik 73 0.2 me/g BRI HIB TR SF130-22-PTFE PTFE/®13 mm/0.22 um/ BH% 1004/ &
iTHiER MFO47-45-MCE MCE/®4T mm/0.45 um/ K% 200K /&
L i a% MF047-45-PTFE PTFE/®47 mm/0.45 um/ AH% 2005 /&
° SAX BB & .
COSAX61000  Copure® SAX EI#HZ£EW4E, 1000 mg/6mL 303/ VAL Il BEEEAT OHSE, SH5R 1001 /8
SF250-22-NL B /25 mm/0.45 um/ BH R 004/ & o PP
MF047-45-MCE MCE/®47 mm/0.45 pum/ 7k % 2004 /& Sc2l 2mi BeRREE, W0, 9425 101/8
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BH & 2004 /& SDC-3000-D biocomma® 2 ERIERIN 18/%#
V2-AL 2 mLIFBEBY ORI, FH5EL 1000/ =
SC2-5 2L EEEAKS, O, 9425 1004 /&

SPEMF12G 12 (I EEERAERE, KRB

1™/ &
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XL INREES Y

S cha RES R EHRZEEN S

3£ (Copure® MAX)
(GB/T 234952000 &SRR, WIRLEATIREASHAY
WE BRI IEE)

—. PFmiEE

EARERAY 10 g T 50 mL BEOEH, N 0.25 mol/L
TS WFHAK 2 mL, #S, BN 1 mol/L WZERH
Bk 2 mL, #4, 4000 r/min B 10 min, EiERTE R
—. SPE ##1%1t (Copure® MAX, 60 mg/3 mL)

& MAX EAEZEEBEERARTA 3 mL BER. 3 mL K&k,
EEERGERL: 7 MAX EFEZEEUE LI 5 mL &ERER,
FERER. B 3mL2% &K - KAERKR. 3 mL BEME,
FEMER; #HT/ME; B2 mL 5% PR - BEARIER,
IR (B B, SRR REERE 1 mL/min)
EIAMR: BRI 0.45 um JEEE, LR,

=, USEEH

1% & Waters Alliance 2695

®IEFE: XB-C18 (4.6 mm X250 mm, 5 um)

MBS Waters 2487 R4MaMIZE MK : 230 nm
TEAE: A: 28 B: BAERENE AR (9 BIFREX 2.5 g Bk
BR_SHMBMBRE T, MAEHEESRE 1000 mL)
AN FEMER, A:B=10:90

FRE: 1.0 mL/min HEEAEFR: 20 uL

& 125.0 mg/kg FYHHRBERBAMEIUEER

S (%) |
B 1 2 3 PHEUE (%) | RSD(%) ‘
R 97.6 97.9 100.4 98.6 1.6 ‘
0.24
1 KRR
0.22]
0.20]
0.16
0.1
2012
0.08
0.06
0.04
0.02]
0.0
100 200 300 400 500 0 700 | 800 900 1000 1100
1 KA 25.0 mg/kg AR R RGN RIEEIEE
iTaER
55 Ei::pu aK
COMAX360 Copure® MAX EIfBZEERHE, 60mg/3mL  50% /&
SF250-45-PTFE PTFE/®25 mm/0.45 um/ BHRE 1001/ &2
MF047-45-MCE MCE/®47 mm/0.45 um/ 7k %& 200K /=&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BH& 200K /&
V2-AL 2mLiRBRERA OFRE, FH5L 1001/ &
SC2-1 2mLEEBREFES, O, 9-425 1001/ =
SPEMF12G 12 (UEMEEREG ERE, RIBEIR 1M/ =
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fa¥ e R ERAS MRV EIFE ZEEN 5
& (Copure® MAX)

(NY/T 2297-2012 {A#} PR RERFNLLRERBVINE SRR
HeEE)

—. FEmRE

ERMEUARIER 20 g F50mL BOES, N 2% &K
B 21 mL, EBERRE 10 min, RHIEEX 10 min, ABRIIN
0.25 mol/L BT S E AL AR 2 mL. 1 mol/L IZERSFAR 2
mL, SRFEEAS. 5000 r/min B0 5 min, BXEER 5 mL &%
ZE25mL AEHTF, A 2% SKARERE 25 mL, &,
—. SPE /%1t (Copure® MAX, 60 mg/3 mL)

& MAX BFEZEVEERAFTA 3 mL FBEZ. 3 mL K&K,
LHEMER: £ MAX BIMEZERME BN 5 mL &R,
FERER, B3 mL2% &KBER (v/v) « 3 mL BEZH%,
FEEMGR; T/, B2 mL 5% REBERRTE,
W R (B B ERSRRFRFERRE 1 mL/min) o
EIAR: EBURE 0.45 um JERE, AN,

=, UEEH

1% & Waters Alliance 2695

@ittt XB-C18 (4.6 mm X250 mm, 5 um)

HMES: Waters 2487 ZRIMEMEE #2MKE: 230 nm
TREDAE: Al ZBE B: BARREREHAR (9RIFFEX 2.5 g B
BR_SHNBEREZH, MACARERE 1000 mL)
WA FEWRL, A:B=10:90
AIE: 1.0 mL/min FERERAR
M, SCISLER

& 125.0 mg/kg KA E RG] LS

20 ulL

EIUgE (%
} B/ 1 2 (%) 3 FIYEURE (%) | RSD(%)
| EPE 981 990 | 103.1 100.1 2.7
i 1 KRB
)
0.164
1.00 200 300 4.00 5.00 e 6.00 700 8.00 900 | 1000 11.0C
1 AT 25.0 mg/kg T PR BRI B A & 2
iTBER
Hs i3 (2E=
COMAX360 Copure® MAX EI#EZEERHE, 60mg/3mL  50% /&
SF250-45-PTFE PTFE/®25 mm/0.45 um/ A% 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ /K& 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 pm/ BH% 200K /&
V2-AL 2mLiRBIEL ORI, FHER 1000/ &
SC2-1 2L BEEREERS, WAO, 9425 1004 /&
SPEMF12G 12 (I EHERAEES, BB 11N/ &




ELE I NREES Y

FPSEPAPER, WNEISNAIEHZEINGZE (Copure® MAX)

(GB/T 23495-2009 R@PF PR, WHERAERRNNE SRREGIEX)

—. tFmiEE

EFRFREVES 10.0 g F 50 mL BOES, AKX 21 mL,
ERIAN 0.25 mol/L W B S AK 2 mL. 1 mol/L
WZBEREAK 2 mL, SRIEES, @BFRE 10 min, &%
$2EX 10 min, 4500 r/min B/ 5 min, BY_EE&R 5 mL
1o

—. SPE #/%1t (Copure® MAX, 60 mg/3 mL)

JEW: MAX BIMEZEUEFERRIERORE 3 mL BEE. 3 mL K
a1

LR £ MAX BIAEZEEUE EMARESLAR, &KX
B 3mL2% SK3R&, 3 mL BERBME, FENRLR,
T/ A5 mL 5% RERBEEARGE, IERR®R (B
D ERE AR REARFRE 1 mL/min) .

EMAR:. KRRFS0CTEAREERET, BREERE?2
mL, 0.22 um JSREEIE, BN,

M4 230 nm

TREIAE: Al Z2FE
B: BAEAERE AR (DBIFREN 2.5 g BEFR S5
BERE T, MAAREZRE 1000 mL)

SRR AT MREERR

R 1IBEEBREMS

B8l /min A(%) B(%)
5.0 95.0
7.0 5.0 95.0
10.0 15.0 85.0
12.0 15.0 85.0
14.0 5.0 95.0
20.0 5.0 95.0

A 1.0 mL/min HEEAFR: 20 pL

M. RIELER
7= 1100 mg/kg FTSEESPRFRRR. LAERRIAINERER

_ g B (%) FYEMLE (%) RSD(%)
=, IUBEH 1 2 3
%% Waters Alliance 2695 pAEEy | TS | 882|895 835 87.1 3.6
it XB-C18 (4.6 mmX 250 mm, 5 um) EE | 843 843 823 | 29 L4
I Waters 2487 S5MaER e e iy
0807
i 2 > Liies
0,60
0‘50-5
2 0.40-;
0.30-5
o.zo—f
0.10-5
o.oo—f
1.00 1.50 2.00 ) '2l50 3 2)0 '3.'50. 0 4.50 5.00 '5.l50 '6.60' 6 I50
B 1 FOVKT 100 me/kg BASER AR \; WA R RIS B
ITHES
5s 730 (2ZE=
COMAX360 Copure® MAX EItEZEEXE, 60 mg/3 mL 50% /&
SF250-22-NL B2 /25 mm/0.45 pm/ BHE 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ k5 2005 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHE 2005 /&
V2-AL 2 mLIREAIRET O &R, FHREL 1001/ &
sc2-1 2mL BEEAEE, WHO, 9425 1004/ &
SPEMF12G 12 (IEAEEE A EEE, WIBEA 1™/'
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XL INREES Y

RAEYHPREFRICNIEHEZERSZE (Copure® C18)

EERERT “WRH" FREESENET

—. BRI
EHFREY 0.5 g BT 50 mL BAEH, NI 500 ul =&

M. LR
7 10.5 mg/kg B AEYDHPERMEBI AR INE LS

Yz, FAA 3 mL 2% NaOH 3%, 3RAE 10 min, 384, - I (%) PSR (%) | RSD%)
4000 r/min B0 10 min, BHKE, REYWEE 3 mL2% 1 2 3
NaOH BREBERIN—R, AHAE, BHHER Ok K RARBE | 124 | 708 | 116 736 .8
Eg,_\i :1:15’ V/V) ﬁ’ﬁ pH =)~ 3 ZI‘Eﬂ, %}Eﬁo SID%5 0 ES 86.2 86.6 92.2 88.3 3.8
=. SPE %4 (Copure®C18, 500 mg/6 mL) bR
SEL: C18 HEMATA 5 mL ZH. 5mL A5E k. 025 '
LHMKB: NERRSBER, FERHR; M5 mL
Kk, FERER; BTN, N5 mLZEEER, K
SRR (LR, SRBUTIZTOREEIE 1 mL/min )) .
EHIER: SRR T 50°CRMEETF, B 1 ml 80% B B LAt e haa s - tag i
7}«@’&;%%2’ 2045 um ﬁ*}l,};ﬁﬂﬁﬂ,}f{, T#J:ﬁl'/m“ﬁtc 1 AR 0.5 mg/kg @m;m;:%%ﬁwg@;mmmm@g
=, (R .
138 Waters Alliance 2695 2 BRMHER
®IEM: InertSustain-C18 (4.6 mm X250 mm, 5 um) " .
KSS: Waters 2475 50 IS =
WIMEE: SRR 229 nm "
EESEE: 320 nm "1
MEDME: ALk B HEE T T T T T e
RBAI SRR, Al B=200 80 B2 FIKER 05 mg/kg@%aﬁaﬁmmﬁﬁmumﬂa@g
FE: 1.0 mL/min
SRR 20 pL
iTHiER
e ok oz
COC186500 Copure® C18 EI#HEEENHE, 500 mg/6 mL X /8
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BHlH 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BH & 200K /&
V2-AL 2 mLIRBRIES O GIE, B P50 1001 /2
SC2-5 2mL BEERAKE, O, 9-425 1001/ &
SPEMF12G 12 (IEAEEE A ERE, WISEIA 11N/ &2
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ELE I NREES Y

RAEHPEREIENEHEZENSZE (Copure® Silica)

FEFEERT WA REREMESENE

—. HmigE
ERRTREN 2.0 g i F 50 mLBOES, A 10 mLIEZKR,
FHIE 10 min, £,

=. SPE ##/4%ft (Copure®Silica, 500 mg/6 mL)
&ML Silica HEARIA S mL BEERERK, B5mMLA
BRSEH, 5ml IE kP,

EFEMER: NERARESTIHE, FERBK;, M5 mL
ECRIREES, BY, 2BRBEIEFR, FERLRE;
M5 mL20% ZERZEE / ESkaR (1:4, v/v) ik, &
ERER, WmTAE; B4 mL BEER, WERER (E
B B REREREEIE 1 mL/min ) .

ENE: EREAREESE 4 mL, £0.22 um BRI
o, M ENNI.

=. INBRH

BEEARR: 20 ul

& 12.4 mg/kg BAEYMPERIER R INEIRER
EI45EE (%)
1 2 3

FHYEULE (%) | RSD(%)

1133 | 1135 1148 113.9 0.7

105.5 | 1042 | 106.7 105.4 1.2

1 RERBER

T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Eed
1 AR 2.4 mg/kg HEYPARRARE OB RAEEIEE

1%23: Waters Alliance 2695 " A
@it InertSustain-C18 (4.6 mm X250 mm, 5 um) )
NS Waters 2475 54 TS 2
R AR 229 nm RSTRK: 320 nm
TRENI: A: K
B: FEg "
HlAT: SE%RR, A B=20: 80 B e et s el
ME: 1.0 mL/min 2 SFRIKTH 2.4 me/kg @maﬁeﬁmw?z@;muesma@g
iTHES
%S iR (2E=
COSIL6500 Copure® Silica EEZEME, 500 mg/6 mL %/&
SF130-22-PTFE PTFE/G13 mm/0.22 um/ BHLE 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 pum/ 7K & 2005 /&
MF047-45-PTFE PTFE/B47 mm/0.45 um/ BHLE 2004 /&
V2-AL 2 mLIRBRRBRE ORI, THEL 10040/ &
sc2-5 2mL GEEAES, TAO, 9-425 1004/ &
SPEMF12G 12 (IEEER G EEE, WA 11tN/=2
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XL INREES Y

R ERERERSENE (Copure®
HEERE)

(PiE ARIFEZH 2015 hk—5P - #E)

—. PFmiEE

BV EHM 2 g, BEAE, AN 10 mL KEEA#E,

—. SPE &%t (Copure® 18N+, 6 mL)

JE: 25 mL kK, IHRE 1# /.

LHEMGR: SREIAEEL 2 mm, MAESERRE
EHEF, FRE FEIFEUE 2 mm B, B 7% 8 25
mL ik, FEMER. B 50% ZE 10 mL %, WE
B R o

BB AR T 65 CKRABPRBERBET, BN
30% ZB2 1 mL{EZ AR, FAMIKRER,

=, ERaERY

EEIR: ER GERIR

BAF: EREE - K- =28 =60:30:0.7

miEE: 3uL

BeR: X - ZXE-BEBRIORSEAR (BN Z2XRKR1 g,
FIZ 1mL, BB 5 mL, MNREEZE 50 mL, ES)
BEaH%E: BMUEGHR, 105°CINAEN S S EEN, £
TR, #ieEER, EESNBRRENUENTA,
NAFER R,

3t 4 FARSRRNBREFITRN, LRKE, 4 SHEERS
RFEFERIBAME, RPAZBEETEEEBREER, »
Rig%=,

*
o

A &> )

Al 2. 3SAEEE, RFAT 035, 4 SHRER, Rf/)
F 0.35
FERA, RHEMMEEEERERREE,

ITaES
s i3 ak
C06252-AC Copure® BEEFHE, 6mL 0% /&
SFEMF12G 12 (IEAEZEEN A ERE, IR 11N/ &
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IR PR IRE RIS MR EEEE
BY%55% (Copure® HLB)

{GB/T 5009.204-2014 R mE L ERITERMP R IGEH
BV RE D

—. HEmiREY

FEFRFREY 1.00 g (#5#8%) 0.01 g) BIREATMEZET 50 mL
BOEF, A 10 mL 2, IR%EE 10 min, 4000 r/
min B0 5 min, LEEREBZE 100 mLEFEMAF; B0
ANIOMLZBEERIN—R, aHIE&, N4mLK,
S50°CHERR A EL 2 mL AR, &H.

—. SPE #/%ft (Copure®HLB, 60 mg/3 mL)

SEME: HLB EABIA 3 mL BEE, 3mL K&K,
LEEFNRR: EXEAREE, 103 mLKEIRERELE X
BeifEBIET, WELIRLR, mT /I TE (B LR
FRRE R EIRRTE 1 mL/min A) .

EHER: FRERINKERZE 6 mL, £0.22 pm JEEIEIE,
# EHMNE,

=, UEEH

&% Waters Alliance 2695

B InertSustain-C18 (4.6 mm X250 mm, 5 um)
HiMES: Waters 2996 DAD #illlgs

MEE: 210 nm

TEnAE: AL K B: Fiz

FEBAR: FE%ER, Ar B=90: 10

A 1.0 mL/min HEEAFD 20 pL

MO, SCIRLER

& 10.3 mg/kg MFK A IBELIZAY R INEULE R

} am O wwmkg ) | RSO
| AAEBGE | 870 893 | 897 88.7 16

00

1 1 WIGBREL
0.008

0,006
2 0,004

0.0024

0.000

T T T T T T T T T
5.00 550 6.00 650 7.00 750 8.00 850 9.00 950 1000 1050  11.0C

o

1 AN 0.3 mg/kg ShE PR BB NN RABEIEE

iTBER
5s Ei:323 {2E]
COHLB360 Copure® HLB E/BZENE, 60mg/3mL  50% /&
SF250-22-PES  EEBRNGHEUITIESS, ©25mm/0.22 um/FAR 100 4/ &

MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200H /=
MFO047-45-PTFE PTFE/®47 mm/0.45 pm/ Bl & 200H /=
V2-AL 2 mL RGBS ORI, FHEL 1001/ =
SE25 2mL EBRERE, O, 9-425 1001/ =
SPEMF12G 12 (IEEEER A RS, WIS 1N/ &




ELE I NREES Y

B5hS A8 B 89 UPLC-MS/MS IIZE (Copure® MCX)

{BJS 201905 B+ A B KINED

—. FmIEE

EWARE 2.0 g BAEBEFT 50 mLBEOLES, 1A 10 mL
% 0.1% PEBHBEKER, BY, BT REMNEL 2500
rpm S®AE 15 min, 5000 r/min B0 5 min, &4k,

—. #&%tt (Copure®MCX, 60 mg/3 mL)

SE: MCX HERRA 3 mL BESEL, 3 mL KFHE,
ERRNRRR: BN EREFSR 1 mL IIANEE WA/ NER,
BHERTHRERR, MRXIMA 3 mL0.1% BERIER.
3mLK, 3mL BEMAEEZERE, FERER. A6
mL 5% /K REARIETRE, WEXRE, F45°CR
"ERTF,

EHMAR REAS01I%EBRNZEKAEARESEL
mL, SB458 0.22 um BRiEER, #H_ENMIR,

=. BRI

0.1% FRERRYERESK AW BX 1 mL BFER, A 50% HREE/KA
REABZE 1000 mL,

0.1% BRI ZEEKAER: BR 0.1 mL BE, i35 mL 2k,
BAKESZE 100 mLo

M, {BIEH

BIEEN

{Y28: UPLC-MS/MS (Thermo Fisher TQS Endura)
Bt CommasSil® ODS (2.1 mm X100 mm, 3 um)

SENFE: A: 7k (0.1% FRER) B: 2k

GBS BMERR, R 1

® 1 BERBRER

Bia /min Al% B/%

0 80 20
1.5 80 20
2.5 5 95
3.5 5 95
4.5 80 20
5.5 80 20

FE: 0.4 mL/min 3B 35°C  #EME: 1ul

g4

BFR: HESI (EBFEI)
BSEAN: 12arb
BFEmE: 350°C HWSIRE: 420°C
R2ANET. RENBRFEBF—HEK CHAEERT)

 #% RERE/min BEF FEF
‘ ZFIEA B 2.96 443.2 399.095%, 355.083

B, ERER

FEIREZEEBE: 3500V
HWAEA: 10arb

= 3 FEED T I B IAREIRSEIRER (10 ug/kg)

| - EIE (%) FHEN  RSD
| 1 2 3 4 E ) (%)
‘ TFAB | 102.32 93.27 95.36 86.41 94.34 6.95

ARINKFR 10 pg/kg EMEPFT A B N GLE R LM
HXREIMT:

TR B

Fufnfn i fudufnfufnf

o fuutuFnu B B B B
=

luodanmingB
Y=-1507.13+22660.9°X R"2=0.9998 W:Equal

ITHER
B"s i35 (2E=3
COMCX360 Copure® MCX EfEZEEXHE, 60 mg/3 mL BE/E
€S2110030DS CommasSil® ODS &34, 2.1 mm X100 mm, 3 um 1R /=
SDC-3000-D biocomma® Z & RIEREAY 18/%
MF047-22-MCE MCE/®47 mm/0.45 um/ /K% 200 /&=
MF047-22-PTFE PTFE JERE, B 47 mm, FLF 0.22um, BHHR 200F /&
SF130-22-NL FEREH=UEERS, B 130mm, FLE022um, BHR 1001/ &
SC2-5 2mL BEEREKE, A0, 9-425 1001/ &
V2-AL 2 mL BBSUR BRI, 9-425 1001/ &

www.biocomma.cn | 165



XL INREES Y

#HORmPS A8A B AUIENAY
El#8ZHY%5 % (Copure® ALN)

{SN/T 2430-2010 #H OB AP T FIEA B KU N 5%

—. PR

FRENERMTRS 2.00 g( #5HAZE 0.01) F 50 mL BOLER, BRI
20 mL 20% REFES L, FRiTESS RS2 min, B
FBAEHEEX 15 min, F 4000 r/min B0 5 min, EiEREEEEL.
—. SPE %t (Copure®ALN, 1000 mg/6 mL)

A PMENEAERRSER 6 mL ECDE K.
LEEMER: BRERMWR 10 mL AR ERLE /N,
1@/ #mRedhuatiaidEG, 538K, MA L0
mL IE SBEitks, FFEMER, T /M. B 10 mL 2% &k -
FRER ARG/ NV, URERERR R

EMAMR: ERET S0°CARET, B1mLBREES, 0.22
um TR, # HPLC BRI,

=, INEBFH

%% Waters Alliance 2695

®IEFE: XB-C18 (4.6 mm X250 mm, 5 pm)

MBS : Waters 2475 &AM ES,

MR &R 550 nm & 81K 580 nm

RohAE: A K B: HEE
FEAIN FEMER, A:B=25:75
S 1.0 mL/min HEEAFD
fo, CIER

R 225.0 pg/kg B F FHEA B BURIIEIME R

20 pL

B (%
B . 5 (%) , TSEE (%)  RSD(%) }
TR B 86.0 88.0 88.0 87.3 1.3 ‘
260.00] 1 1B

240003
22000
20000
180,00
160.00]
2 19000
12000
100,00
8000
6000
000

20009

1 ARIIZKFEA 25.0 pg/kg BRI T E 387 B K MIERABBIEE

PRElh E DES — RESAYEIAZERY
7% (Copure® HLB)

(DBS53/015-2013 Rm&T &M AT E RRPEDER_
FENE SRREEIEX)

—. FmITEY
EER—R, &/,
—. SPE #%ft (Copure®HLB, 150 mg/6 mL)
SE{K: HLB fEARTA 6 mL BEESE, 6 mL kT,
MR BRS mLIE EZESE, FEREE, BS
mL 5% B EE K ML, FERLE, wTF/E, A5mL
80% FREZ/K AR, WERMERIAR (A LR, MRS RS
FERTE 1 mL/min ) o
WL SERURER 0.22 um JERETNE, M EMNIR,
=. INEBEH
%% Waters Alliance 2695
I InertSustain-C18 (4.6 mm X250 mm, 5 um)
102 Waters 2996 DAD 12§
M 220 nm
RENAE: A EBEE
B: Kk
A FEER, A:B=45:55
FE: 1.0 mL/min
HREATR: 20 uL
Mg, LIRER
& 15.0mg/kg MEERFESKR -RFENRMNLEWER

B (%

& (%) THIEIRE (%) RSD(%) |
1 2 3 \

BO P 103.7 | 103.2 | 103.0 103.3 0.3 ‘

1 EDR"PE

0.0204

0.015q

AU

00104

0.005

1 AN 5.0 mg/kg IR R E SRR~ RES N BRI EIEE

ITHER

55 Ei::pu a%
COALN61000  Copure®ALN E#EZENHE, 1000mg/6mL 30% /=
SF130-22-NL BH /®25 mm/0.45 um/ BHLHR 1001/ =
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200F /=
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHRE 200F /=
V2-AL 2mLiz@IERar OERE, S H58 10040 /2
SC2-1 2mLEBRERKE, AO, 9-425 1001/ =

SPEMF12G 12 (U EEEE G EEE R, WIBIIIE 11N/ &
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ITlER
5 Fiz:pu ar
COHLB6150 Copure® HLB E#EZEEME, 150mg/emL  30% /=&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BHF 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K % 200K /&
MFO047-45-PTFE PTFE/®47 mm/0.45 um/ BHH 200K /&
V2-AL 2 mLiRBRERL OfFmil, HH58 100N/ &
SC2-5 2mlL BEBREES, A0, 9-425 1001/ &
SPEMF12G 12 (UENEEER A RS, WIS 1N/ =




RE A REFEER S A EHHZEEEY
5% (Copure® MAX)
A FERTFREPKREREERRSN

—. HmITE

FiA LML FHREY 20.00 g (FEHAZE 0.01g) BT HMIMA
A1, 0100 mL BBEE / |0k / kAR (80:1:19, viv/v); & (GE)
HIREZTHE. AFKETRE 10.0 g (FBHZE 0.01g) , MO 80
mL BES / &K / KARAR (80:1:19, viv/v); BE, ER
TEHIRIE 1 h, EBAIREY 30 min, i3iE; Fil#EIEKRER 50
mL, & GE) RXEFEUER 40 mL, B 80°CAAH (MIN#BA)
RAEEL 3 min, F4k.

—. SPE /%1t (Copure® MAX, 60 mg/3 mL)

A MAX EAEZEEAEERAITRORE 5 mL BEE. 5 mL K
&

EEERERL: £ MAX EAEEBE EIMARFRUER, 7
T, B 5mLke 5mL BEHE, FEMTER, BTN
;5 6 mL 2% FRERFRER A RERG, WERERR (L.
SRR AR HIARTE 1 mL/min BIA) o

EHARE: ERART A0°CEEBRASREZHTRELT, A1
mL BEEARARR, £2 0.22 um IEEREIE, e RIEEENE,
=. INBEH

1% Waters Alliance 2695

it XB-C18 (4.6 mm X250 mm, 5 um)

MEE © Waters 2487 ££5MEMZE 4N : 267 nm
montE: Al K (ZBRIE pH=2.5) B: HBEZ

ELE I NREES Y

Nt hEEEE NN ERZENS

i& (Copure® MAX)
KA EERTFIH P EEREEN

—. HmEE
FRERY3H 5.00 g (KSFAEY 0.01 g) 5150 mL B L&, 1120 mL 7k,
#&5% 5 min, F 4000 r/min B:0 8 min, %1k,

—. SPE /%1t (Copure® MAX, 150 mg/6 mL)

& MAX EFEZEBEAORI 6 mL B2, 6 mL K&K,
EREEFRRL: IOANRPRWR 10 mL, FEFRHE; A6 mL5%
27K, 6 mL BREEHIE, FERLK, HmTF/IME; 16 mL5%
L - FEARER, WERER (BOIEEGREN 1
mL/min) o

EfAR. TA40°CRREEBWEERT, 101 mL #ER5
AR, £20.22 um BRI, #EICRBEEIENE.

=, NBREH

1% Waters Alliance 2695

B InertSustain-C18 (4.6 mm X250 mm, 5 um)
HM2S: Waters 2996 DAD #3258

MEE: 280 nm

TRShAE: Al 2% ZERKAR B: HEE

FBAE . FEER, Al B=70: 30

FE: 5.0 mL/min

HIEATR: 20 uL

m, TRER
% 15.0 mg/kg P HESEEAFMEIKLE R

w A FERR, A B=22: 78 ‘ EMEE (%) ‘
N . N B FHIEURE (%) = RSD(%)
R 1.0 mL/min HEAETR 20 uL ‘ 1 2 3 ‘
EEEE 90.3 923 83.1 86.6 5.5
m. SRR | |
% 11.0 mg/kg REFKBERNFMEIRLER s
B (%) oore] ! 1 EEE
B THYEE (%) | RSD(%) | o -
1 2 | 3 | &
KEFER | 966 976 | 901 %4.8 41 o
o 2 0.008
0.0184 1 *ﬁ%%ﬁﬁ 0.006+
00169 0.0043
0.0149 1 0.0029
00124 ’ T T T T T T T T
g 0010 6.00 7.00 8.00 9.00 10.00 R 11.00 12.00 13.00 14.00 15.0C
00023 1 FRMNATH 5.0 mg/kg T TR BRGNS RAE @IEE
0.006+
0.004+
0.002 . o
1.00 150 2.00 250 - T 3{)0 3.50 400 45C 1]’%15 l%\
Re—1 . P!
1 FRMATR 1.0 mg/kg SRE KB BRGNS HAREEE il tLE 8%
. COMAX6150  Copure® MAX EIBZEERHE, 150mg/6mL  30% /&
iTHiER > ¢ “E
s . J— SF130-22-PTFE PTFE/®13 mm/0.22 um/ Bl % 1004/ &
COMAX360 Copure® MAX EIfBZENHE, 60mg/3mL  50% /& MF047-45-MCE MCE/®47 mm/0.45 um/ 7k & 2005 /&
SF130-22-NL B /®13 mm/0.22 um/ BHLFR 1001/ & MF047-45-PTFE PTFE/®47 mm/0.45 pm/ BHLE 2004 /&
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K % 2004 /& VAL I mLEEEEAT RS, BE5R 1004/ &
MF047-45-PTFE PTFE/®47 mm/0.45 um/ HHl% 200K /& s LS T IO
V2-AL ImLEEEESr ORSHE, HB5L 1001/ 8 g m LD iRl /55
SC2-5 2mL ﬁ@,?ﬁﬁﬁ%; Tﬁ?—FD 5 9-425 100 /I\ / % SPEMF12G 12 'fﬁlﬁ]*ﬁﬁﬂyfﬂ’f%gy E&I%ﬂﬁ: 1 /I\ / %
SPEMF12G 12 (IEAEEEN R E, WIBELE 1™/&
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XL INREES Y

in¥nchINER A B9 HPLC SI7E REET—— S

—. HEmigE
FERFRERI A dR 2.0 g( FBHZE 0.01g) T 50 mL WA E
F, HON 10 mL ZB5 (HPLC4Rk) , ®FKE 3 min, 50°C#8

Absorbance [MAU]

A#2EY 15 min, 12000 r/min B0 5 min, B EF®RF— /——‘M

FarwBilEd, REBORERBFEESRN B, "

BHFHZENE, BYEBEE 10 mLF 50°CRVGET, L 10% .-
TR AR (V) BE, fR. EPPIR R —

=, Eaak

(LD HLB, 200mg, 6 ml (RIBH) . st ety e = SR

FELA 5 mL BRERHD 5 mL ACE W EMEERUINME, ERESRMR,
BAERTRHELL 6 mL 10% BEE - KAER (V/V) DR
TN, FRAERESIAEERT/AE, B5mL10% 2
FRZBs - BEZAR (V) HBt, IWESIBEBR, 50°CR

WGEF, A1 mL 75% FREZ - KAR (VV) B4, BB
EER, FEN. ' w

8
5

Absorbance [mAU]
g
2

g
g

o
°

°
°

&

¥ 2§: UltiMate 3000 (Thermofisher Scientific) , &2 G S
DAD #3158 E3 2L BIRITRE R 0.5 mg/kg HO3E A i1
BigiE: Copure® C18 (4.6 mmX250 mm, 5um) 0.7 20210604 18 manualy migrtea e VYISt w224
TRENAR: BRER / 7k =75/25 (V/V) FRER: 1 mL/min 700
38 30°C WS 10 uL MR 224 nm o]
M. XER 5+
£ 4.00
R 1 PR NE A INAREIW RIS R 2 voo]
#&  IRKFE (mg/kg) FHIEME (%) RSD (%, n=3) 2
0.500 99.58 4.91
B)L=8& WA,J
2.00 93.25 3.22
% 000]
5.00 92.47 3.99 .
%%ﬁ{&ﬂﬁ 0'500 103,8 3.59 0.0 1.0 20 3.0 40 Tmz.[umm] 6.0 70 8.0 9.0 10.
BEAY 2.00 94.13 4.20 4 EERIEEE AN A BIEE
¥ 5.00 96.02 4.33
8 7 20210604 #19 [manually integrated] YLOS UV_VIS_1 WVL:224 nm
250 3 20210604 #4 [manually integrated] STD2 UV_VIS_1 WVL:224 nm 700
11-BPA- 4633
6.00
2.00-
5.00
1.50 %. 4.00
E, g 3.00
g 1.00. 5 (1-BPA-4.637
5 200
2
0.50 1.00
0.00 V\J\'J
0.00
7“""0.0 1.0 20 3.0 40 5.0 6.0 7.0 8.0 9.0 10.
050 Time [min]
oo T T T T T T e e T T T e T o T ado B 5 ESRAEEE QI RIBRED 0.5 mg/kg M A I%E
1 REEH 0.5 mg/L BOIRER A T4 el
ITHES
-] i {2k
COHLB6200-BL Copure® HLB 3Z¥81E, 200 mg, 6 mL 0%/:
CS46250DS Copure ® ODS &iZ#E, 4.6 mmX250mm, 5um 1R /=
SDC-3000-D LERIERSN 1&8/%
SC2-1 2mL BEREES, A PTFE/ AGRRE, 9-425 1001/ &
V2-AL 2mL BEUREERE, HH54 11.6'32mm, 9-425 1004/ &
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ELE I NREES Y

BRERRMBIENVE (Copure® REIZEHZEN T AHE)

{GB/T 22807-2008 (REMER LF LK /NI EHINED

{ENISO 17075-2007 R&E — W Fi{ie

—. FmITE

1. FREX 2.0 g BIMERIRZ S &, TREX 100 mL B S/ERIZEER
W (22.8 g =KBEERE AT 1 Lk, RBEAIET pH
F8+0.1, BARSIESHEES) MAEREHR, =
AR,

2. ENWE SR/ EEF 3 h, FEECr*,

3. EEERE, B EERSEERRTRRARTIE, &
Ffb. MERKN pH{E, MHF 7.5-8.0, MRAFTELEH,
N EEHIZE.

—. SPE #¥/%1k (Copure®PA, 500 mg/6 mL)

SE: 5mL BREE, 5mLsk, 10 mL ZERK,

LHEERMMER: B 10 mL R RS, WERERTF 25
mLAEMF, A 10 mL ZBURER, —HUIE, BEE
BREBREZE,

=, AMEESENE

1. BEUELERART 25 mL BEMRT, AXIRBERE
BEMB 3/4, MMAN 0.5 mL BEERARM 0.5 mL ZEXRE
BHAR (1%, Bl ) BEBRESR, B4, #E 15min,
2. U HBERE ERREER, ERBLER,

3. RS, FENBUEEINERT 25 mL B2,
FINEGEF, BEREIRES.

4. % ERBEKEA 1 cm thEIAE 540 nm MMERFE,

TlER
®"S

COPACR66

Copure® BB RZEIMEZEENE, 500 mg/6 mL

% (VI) 2E8NED

1. RIERRZLRH]

Fofll 1 ug/mL B9RMHSITERR, A 7 N ARIKRERNZE
REFIRIEM L. BR—EAROITERR, MAZEH
FRERRES, 15 min b, RNLUTRBRZERF
BEHITES, FASH. UARNERE (1 ug/mL) 1FR
X, LARCELEA Y ML SR rh £,

06 y=0.67546x+0.00191

R’=0.9999Z

0.5

0.4

%0:3 /
- 0.2 /
0.1 /

0

0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.
RE(ug/mL)

2. FEFRT 0.4 ppm MAREIURLER
x 1 REHRT 0.4 ppm IIAREIURES
| EIHE (%)

& FHEIE (%)
‘ 1 2 3

RSD(%)

‘ NS 87.9 87.2 87.3 87.5 0.45

a%
0x%/8

SPEMF12G

12 UEREE A ERE, BIBEIA

1N/ =
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XL INREES Y

HfmPEAERREHENNEZESZE (Copure® AZO)

{GB/T 17592-2011 454 mE B AZRKIHTNE)

—. M

ERERMIRE, BRY5 mmx5 mm Mg, BE. M
SEARERFREN 1.00 g(¥HE 0.01 g) F 50 mL ERBEE
R, 0N 17 mLFRE (70£2)°C BITIHERRE HAR, B
RE#/EA, BAORE, EREREITRES, EFE
18RE (T0£2)°CHIZKAFRRIRE 30 min, EAAEMIEET
DR, RlE, FIFREEE, MO 3.0 mL EZTRERWNA
&, HIEARE, BREBEBET (7022)°CAABFHR
J2 30 min, BXH/E 2 min RRHIEE R,

Z. SPE ¥4t (Copure®AzO, 60 mL)

(1) BERERZRIE, FEKRK 15 min, B 4x20 mL
ZRDTUR R R N 8RR, 8RERE IR,
REBZBERENRERES, WEZRIEBRTBIRE

=, UEEH
GC-MS 1%
B HP-5MS(30 mX0.32 mm, 0.25 pm) S{E B Y E
HHEO: 220°C
FHEIERE: 40°C (f2#F 0.5 min)
LA 20°C /min FHEZE 150°C (1R 1.5 min)
L 15°C /min #HEZE 210°C ({#£#% 0.5 min)
4 10°C /min FHEZE 250°C (1% 3 min)
S AN
FE: 0.9 mL/min

FFAFR L 1l

b

St

[5:4

M. FINLAR
& 185 10.0 mg/kg EAFERZREUE

#RAR, ey REZETE] (min) [EME  EFERERER
Q) BERKENBRELMRENEANEREFETEST SRERRRR 5.492 80.8 >50%
e Ak LE, T3S CEAMNEERETS T AREERILL X RERL 6.508 83.8 >70%
mL, BREZASARERIBER, EEREEET., BL1.0 24- —SEBWE 8.367 62.2 >50%
] — i i 2,4- ZSEXHE 9.307 53.0 >20%
mL BRXER, HIEEE - Rig 9. : >
3,3'- “HEBRR 17.110 89.1 >70%
1 AR
s 1 2 MR
32,4 ZHREFE
55000 4 2,4 LT
5 3,3 - “HIEBEER
45000-}
e 3
350004 2
o ’
250004
0 f
- | |
10000 4 ‘
5000 | l
(V| | | | |
i (LW .\ |
Time—) 6.00 7.00 8. 900 1000 1100 1200 1300 14.00 1500 1600 1700 18.00
1 BHZAAERBETFRE
TlER
®"e R %
COAZ0060 Copure® fBRZEHME, 60 mL /=
V2-TL 2 mL BRGSO, HREL 1001/ &
SC2-5 2mL EGREKE, O, 9-425 1001/ &
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=

AKhBHHESE BL AUE (Copure® HHISEE Bl REFEHH)

{GB 5009.22-2016 BmRE£ERINE RmPHMBEFE B i%M G HREVNED

AREFBEFENBERATREZEABTEBESE, BER
FRULETSRRYE, TAGAIRIMRER, FRKXK
FAREBESERRBRTRAAFAZREA ERIEAN
YN RARE,

REFNERBAAER. OBRERS. RREFSFMS.
EREMEEEI MM, BT REXEM - SM&EE
BIERKRIEENEAKRPHEBEEEERBL (AFBl) 28
7%, HEFLIRNGE, fRBENTRL, EREDN,
B RATEEE, ZRIE, MATEWRETER 95-100%,
RSD {E/NF 5%, #HEMHER,

—. HAminE

1.1 $2EX
KKEHHEE, WREUEZ 5.00 g(#HZ 0.01 g) F 50 mL
BOE (%&)®, A 100 uL RUEAFIER (10.0
ng/mL) E& B, MA20 mL ZEEKAR (84+16) ,
SATEHRSHHZEN 20 min, 8000 r/min &) 5.0 min. BY 4.0
mL $2BUR, A 46 mL PBS 38K, B %1k,

1.2 &1k (Copure® HHEHH Bl REFMH)
BRErMiTEETEREREE L, BRI FRUE
BRI EESEER Bl REFME (555 COAFMBI103) ,
TRIEHITE 1~2 8 / #be SABRMORIIN 5.0 mL PBS & 47A
A 5.0 mL —Rokikise v, FESIRER, EF. A1.0
mL FREZEITHR, XA 30s, AERREFHEN
#A, LC-MS/MS Mists

13 dBTARE
FIREREEE, R ERSBHITRHI,

. IEEH
®iEHE: CommaSil® BEH T-C18(2.1 mm X 100 mm,3 pum)
MENHE: A 5 mmol/L ZERZAR
B: B (& 0.1% FER)
IE: 0.3 mL/min
& 30°C
HES: 5uL

BFIR: HESI

AEAN: EBFER (ESH)

#SES: 30arb

WSESA: 8arb

BEFEEE: 300°C

HSRE: 350°C

R2ADEW. MFEBF—RER F AEEBTF)

B BEF FEF BFEN
HESHRBL 313.1 241.1. 285* ESI+
13C17-AFB1 330.1 255, 301* ESi+
=. FTIEMiRER
R IKRKPEMESER Bl IIFREIURESEIeLER
. MIRRE  EME  TSEME | RSD
BUEE  eke) | (%) (%) %)
| 98.3
 EHBEE B 1.00 95.7 96.4 173
| 95.2

1 BB ER Bl RERIMFMELRATNEES FRINEIEE (1.0 ug/L)

.........

EERIER . BEEBIR 1 ITMiES
N - Py .
* 1 BELRRER &S R @i
o~ A% B/% COAFMBI103  Copure® #iiBHE Bl @HME, 3mL  20% /2
0.0 90 10 SDC-3000-D biocomma® Z&RIEESY 18/%
12 40 60 BCBS100F-1000 BEASE AR (PBS) 1000 mL/ #E
2.1 10 90 i 2mL BERAGS, PPN
sC21 E3f8 PTFE/ TELRR, 9-425 HODA
. v % ImlBGBEERNE, BHSRILED
V2-AL 1001/ &
5.0 90 10 mm, 9-425
6.0 90 10
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EEFR

ol

EYhh BT SE B1 BUUE (Copure® HHIES = Bl REEMH)

{GB 5009.22-2016 BmR£ERINE RmPHEMBSFE B i%M G IREVNE)

HEHMBESRENALMRARZSNERSER, Al 25K
Fam, THREEEMEXRZINSERATE, NRUW
BRENRERARREFSRRNSKEREFENES
EXZSERT, ERGB 2761-2017 R ELE B EXK
JHAFT B1 BRZ9 20 pg/kg,

RREMZEERLER. BKES. BEEFENS.
EREMESESFRNE, BUTREFNE2VES
RIEGBEBEERIZANE AFT Bl 219 5. WHEE
REG, f@REFNESEE, ERIESH, BUZRAINA
T2, £WIE, MNAFEIUKESERE 90-100%, RSD E/NF 5%,
e MIXE R,

—. PEAaihiE

1.1 $2EX

FRENEEZS 5.0 g( #5M8ZE 0.01 g) BERT 50 mL BOE (H
=), A 100 uL AMUEARIER (10 ng/mL) &
B N 20 mL ZRE7KAMR (84+16) , REEIRHIEEN 20
min, 8000 r/min B 5.0 mino. BY 4.0 mL 12BUE®R, N
A\ 46 mL PBS &R, BEF2K,

1.2 31 (Copure® B EHEH Bl LB FNE)

R rMEERTERAEREE L, §LRA2BFEL
BRRIEHESRERFMNE (555 COAFMB103) ,
MBRITHITE 1~2 78 / #o ARMKIRIMA 5.0 mL PBS &4
A 5.0 mL —RokitkiiE, FEEERER, EF.
A 1.0 mL BEE#TREE, XHARITRAE30s, ARARE
BE/NMEA, LC-MS/MS i,

13 d1ETERE

THFEURAE, B ERSBEHITRI,

. IUEEH

Bi%HE: CommaSil® BEH T-C18(2.1 mm X100 mm,3 um)
TREhAE: Ar 5 mmol/L ZERERAR B: BEZ (£ 0.1% BER)
FiER: 0.3 mL/min & 30°C MES: 5L
FERRER . BERRR 1

® 1 BERRER
Bdia] /min A% B/%
0.0 90 10
12 40 60
21 10 90
48 10 90
5.0 90 10
6.0 90 10

BFJRE: HESI AR
#SES: 30arb
BFEHE: 300°C
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EEF#EI (ESI+)

WAES: 8arb
WSEE: 350°C

K2ADBM. REEBF

% (NERETF)

B BEF FBEF BFER
HIMBERBL 3131 2411, 285* ESI+
13C17-AFB1 330.1 255, 301* ESH+

=, FERMHER
KIEERPEMBEE Bl IIIFEIUWKREER

SIS e w0 G0
| 953
BBBEEBL 100 93.8 95.4 178
‘ 97.2

[EE—

1EHBSREBIARER (L0ug/L) MRUENFNEREFRNEER

i

2REMTEHEBER Bl (ARE) MRAURNITNEEREFRNEIEE

3EMPEMBSER Bl (ARRE 1.00 pg/kg) MEMIRARNE RS FIRINEILE

iTHES
%S A 2t

COAFMB103  Copure® ##hB=E Bl R&xMME, 3mL  20% /&

SDC-3000-D biocomma® Z&RIEESIN 16/%
BCBS100F-1000 BEERERE AR (PBS) 1000 mL/ #i
s =3 4 o+
el 2mLEBRREKE, 56 PTFE/ A8RKE, 1004/ &
9-425
i O TR 11,60
VAL 2 mL BEGREERIE, FPE 11.6*32 1004 /&

mm, 9-425




REPHFMESTEMNE (Copure® HHIESE B1 EFMH)

{GB 5009.22-2016 BmRE£ERINE RmPHMBEFE B i%M G HREVNED

WRENRETREMNERIET, SERIBENFR
MREBL, Hp, EHBESHRESERERERL S,
REZHEMBESE BL (AFBL) SREFANEBEERE
NEFMBLNE, EEENEEMEERETNROAR
MMz ek,

RRENZEZEEHEERH. BRES. BEETEMNS.
EREMEEEEFRME, BT REEN - a8&RE
BIERBFISAMEAKD AFBL B2 A, HIFER
BfE, @RZENTEK, ERIEHH, BURAREES.
ZI0F, MAREURESEE 90-110%, RSD E/INF 5%,
BMEER,

—. BEAEiRE

1.1 $2EY

HELMIE, TREEZ 5.0 g(#H=E 0.01 g) F 50 mL
BEOEB (HE)P, MAL100uL BUERIFITER (10
ng/mL) E&. M 20 mL ZREKAR (84+16) , JAKE
3% 2 EX 20 min, 8000 r/min & 5.0 min, EY 4.0 mL
IREVER, MO 46 mL PBS &K, B,

1.2 %1k

BREFMITEETEMEERESE L, ¥ LReHFmawikE
BRI EhEEER Bl REFME (555: COAFMBL03) ,
TORISHITE 1~2 8 / 7. SRFHORIAN 5.0 mL PBS &#7A
A 5.0 mL —RAGHIIE, FESIRER, EF. A 1.0
mL BEHITRA, XARIIRE30s, ARBETEEEEFHRE)
#FR, LC-MS/MS iz,

13 3T=HER
AHFEUREE, = ERSEHITIR,
. INEBEH
@i%tE: Commasil® T-C18(2.1 mm X100 mm,3 um)
SREDFE: A: 5 mmol/L ZEEAR
B: HEE (& 0.1% FER)
FRE: 0.3 mL/min
#&: 30°C
HEE: 5uL
g BEGEER 1

® 1 BERBER
Btial /min A% B/%
0.0 9 10
12 40 60
2.1 10 9
48 10 90
5.0 9 10
6.0 90 10

BFIR: HESI

#|SIEAH: 30arb
BEFEHE: 300 °C
R2ADBI. MHIBF—UR CHEEBF)

RAEAN: EBFERN (ESIH)
WSES: 8arb
HASBRE: 350°C

B BEF FEF BFER
#HBEEB1 313.1 241.1. 285* ESi+
13C17-AFB1 330.1 255, 301* ESi+
=. TIEMRLER
xR 1 EFEHESE Bl INFRLEIUKSEINLE
‘*ﬁﬂﬂ“lﬁﬁ IARRE (ug/kg) EIUREE (%) FI9EURE (%) RSD (%)
| 108
HSS PV
by 1.00 104 105 2.52
| 103

2 REFEMBEFE BLIMFIBMRATNEEBE FRINGEEE (IARRE 1.00 ug/kg)

ITHiER
=S 230 aK
COAFMB103 Copure® #phEE XK Bl R&#MiE, 3mL 0%/=
€S2110003C18 Commasil® T-C18 2.1 mm*100 mm, 3 um 1R/ &
SDC-3000-D biocomma® ZERIERESIX 16/%
SC2-1 2mL BEGRAERKE, A6 PTFE/ AGRKE, 9-425 1001/ =
V2-AL 2mL BLUREERIE, FHER 11.6"32mm, 9-425 1004 /=
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EEFR

ol

FiphEHESE M1 RN REFEIZE (Copure® HHESE M1

R FHEE)

— 3l=

HEBES R ML, (Aflatoxin M1, 5 AFT M1) , BF &
HESE (Aflatoxins) —REMBMHILEYHHI—F,
EHELNEHEE (Aspergillus flavus) MFLEHBHR
(Aspergillus parasiticus) F=EBRBE=Y), SUHTER
DEBREMBRT S, AEBUEN. ATEENRE,
BEARIHRFTERS, TmERMALERE,

B S EYIREE GB5009.24—2016 (BRMRLERITE
BRPEHESEE MEBENNE) £2F, SRREBILE,
DRI AT 0.25 ug/kg M 0.50 pg/kg AAIKRE AFT
M1 h04% 3 3E. AFT M1 7E 0.05 ng/mL ~ 5.00 ng/mL &
ER LI X R 3009 0.99995, F O ULEE 90.0 % ~ 92.5
% SEEIN, MEXIRERETE 2.97 % ~ 4.86 % SBEA. %
FEEEMMF. MTEWES, SRATFNTPHEMESE
M1 BYE&I

. BEAaiihig

2.1 ¥ RIEEY

FREX 4 g 4F90 (#5152 0.001 g) T 50 mL BOEH, SRIE
SRAEEHE 30min, 1IN 10 mLEBEE, JRHE3 min. ETF 4°C.
8000 r/min B 10 min, X LB K8 mL FR—35 &1
50 mLZ.OEH, 8000 r/min Eily3 min.BX6.5 mL &R,
A 40 mL PBS #%8, B4, 41k,

2.2 B IRSE
BRETRENGEEENENEEEE (REEHEEN
25°CEH. )

REENHANRAERERG, ¥ LAHRRSIIHE, A
TAREA 1 mL/min~3 mL/min, #FERETE, MA 10
mL —ZkK, DUIRERRMN L, FKETE, TR
AEFTHE 15 mLBELE, M4 mL BERREME,
FOEIEHIE 1 mL/min~3 mL/min, AFRE, #BFENE,
WELEHERM R, 7 45°CTRASEEMIE AR RN EIRET,
BEHRoHBERZE 1.0 mL, FE 30 s AfREEY, i 0.22
um BREE, WEERTEERP, LML,

23=FF%RE

231 88ETH: B—XEFN 50 mL AZEBLE, T
BUS#F, BB ER 2.1 2.2 #HITIREL %1k, K48, B
SRR LN,

2.3.2 THAXKER

FENE=A4h4g (FBHME0001g) HEBELER2.1F12.2
BTIREN. AL, REE, BSUER VNI,

=, RERVIITEBRR

MERVITIERR: 23 ERREATETER (100 ng/
mL)) 5puL. 10 pL. 50 pL. 100 pl. 200 pL. 500 uL =
10mL BEMRF, BYBRcHEESEZE, AFT M1 AUk
E730.05 ng/mL. 0.1 ng/mL. 0.5 ng/mL. 1.0 ng/mL. 2.0
ng/mL. 5.0 ng/mL,

M, {YBIEH

4.1 Big&MG

Y88 ThermoFisher U3000 i&E %Y

@it CommaSil® AQ-C18 (4.6 mm X250 mm, 5um)
TEnAE: Al K B: ZBE - BBEZ (50+50)

A FEER SHEERREHE: AT0%; B,30%
FE: 1 mL/min B 40°C HEEE: 50 uL
IR A 360 nm; ZEHEK 430 nm.

B, LR

5.1 &MSEE

xR 1 EMXARMEXRE

tam GHENASE R
AFT M1 Y=10613.941X+41.1583 099995 |
5.2 INAREIUL
%= 2 MNFREIURER RSD
0.25 pg/kg 0.50 pg/kg
&Y [EMkE  FEMK RSD  EMRE | FEYE | RSD
(%) £ (%) (%) (%) I (%) | (%)
AFTM1|87.7/966/933 925  4.86 87.3902/926 90.0 | 2.97
5.3 B1EE
s S ——

\
10 ’/.‘

RSSO T IED
TERFTIT=TZ376"" =

S TS eV R
15,

10 /
5 A /

40{nts” T-AFTIT-TZ370 =
25,
12 —

@ 10720 30 40 50 60 7.0 80 90 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.6““0.0

14prhEmmBER AFT ML M@ IEE

A A2 AIARRE 0.25 pg/kg, B3 ANIARRE 0.50 pg/kg

ITHiES
) Fi:3u a3
COAFMM103 Copure® EMBHE M1 REFEAE 0%/
SDC-3000-D biocomma® Z & RHEESN 18/%
BN24 BEEABREIRN 158/%
SF250-22-NL BRSIEIER, B2 25m, 742022 um, BHE 1001/ &
SC2-1 2mLEBRREKE, A6 PTFE/ A&RERE, 9-425 1001/ &=
V2-AL 2 mL BsurEERR, HFHEA 11.6*32 mm, 9-425 1001/ &
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idEch £ B SR A BE (Copure® #EhBSHE A B FEMHE)

(GB 5009.96-2016 RmAEREEKIT & BmPHMBEER A FINE)

MERMAHEPRZANEEZN NG, MEEZFE. 0
TUREFEH#IES S TR ESZE A(Ochratoxin A,
OTA) B955 %, MRKHEAIRAR OTASZAIMME, =3 A
TREREERE.

BRREBIEE S REFNEN OTA BEHEEHK. |
XS, BREFENS, AT OTANNE. Ex4Y
ZEBESFmMNE, BITREFN - sRREEIEEN
EMHEZH OTA S8 A%, BEFERENE, SR&%EM
R, RASMREBIBNESTRNENE, LWIE,
PNAREIERSER 90-100%, RSD {E/NF 5%, #E M E K.

—. PEAEihIE

1.1 12EY

FRERDNMERS 5.0 g( $EHHZE 0.01 g) F 50 mLBLE (%)
R, IOIANSRLEN 1.0 g, BIOAN 20 mL 80% BEKAR,
SRIE. IR5%883R%IREX 10 min, 8000 r/min B:: 5.0 min
B LEERAIEAESTE, BX 5.0 mL I2EUER, MAN 20 mL K,
RAFRN.

MBIEHIE 1~2 78 / Mo AARMRIMAN 5.0 mL PBS &4
AR 5.0 mL —RKiFIE, FEEEBREE, EFo
F 1.0 mL RES#HITHER, XHFRIT2AB30s, REEKRE
MR, HREEIENE.

13 dETAXR
FIREGRAE, & ERPBHITRI,

. INEEEH

%% : Thermo Scientific UltiMate 3000

&gt Commasil® AQ-C18 (4.6 mm*250 mm, 5um)
M RIS CRARK 333 nm. &5HEK 460 nm)
TENAR: Al 2% 28k B: ZBE

HlRAI: FERR, A B=50: 50

FE: 1 mL/min

BEERFR: 20 pL

=. FEMAER
= 1 MEER AR B B R A MNAREIKR LI LS

RITEE ARARE Bl E FEyEgEE RSD
1.2 %1k (Copure® MBS R REFEMT) i (ng/kg) (%) (%) (%)
BREFEMEEETEMRERES L, § LR FHetH ‘ 9L4
B R ESEREEME (555 COAFOCH103) , HILBRRA | 100 940 928 138
92.9
e e i mission_4. 333 s 460
g: ' e
> s
2, 14
T 13
1, 12
1, 11
1, 10,
1,4 9,
o &
: 6
. 5, 1-0OTA -9.867
2 4,
4] 3,
» 2,
-8 1,1
-1,
1 ER .
B mi 2§ T0 20 30 40 &0 €0 70 80 90 M0 10 120 T30 a0 150
9 | Bt SRR EEE Q.
B URERRIEEHE 25ug/L) B 3 MHE R REEEE A WRIEEEE (IR 10 ug/ke)
iTHRiER
5S ik a
COAFOCH103 Copure® FEBHE A -EEAE, 3mL 0% /8
CS4625005AQ-C18 Supersil AQ-C18 4.6mm*250mm,5um 11R/&
SDC-3000-D biocomma® Z&ERIERSN 1&6/%
BEERERE AR (PBS)
SC2-1 ImLEGERES, BE PTFE/ LGRS, 9-425 1004 /&
V2-AL 2 mL BSiREHRE, HHEL 11.6°32 mm, 9-425 1004/ &
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EEFR

ol

RmPHiiESE A SERUNREFNEZE (Copure® HMSSR

A REFHH)

FEEERTRAPHEESE A SENEN

—. PR

1. KK

FREUMBEFERIAK 5.00 g (FEH#3EI 0.01 g) BMEEIS0 ML E
D&, 1025 mL70% BREEKAR, #R% 30 min, 4000 r/
min T 5 min, BXEBERS mLF 15 mLBLOER, 0
10 mL BERE PR, SRR,

2, B

FREX 5.00 g (#5H8% 0.01g) BAMEI 50 mL EOE, N
1 gNaCl, 20 mL 70% BREZKAR, &% 30 min, 4000 r/
min FE.0 5 min, BXEE®&R 1 mL, AN 4mLK, B
A,

3. &

FREX 5.00 g (+5H8%0 0.01 g) 2% 50 mL BEOE, 101 70%
FRE/KERZE 20 mL, 87 5 min, &% 10 min, B EERK
1mL, MON4mLiK, ESE%K.

4. EET

FRER#EEE 5.00 g (%6H%F1 0.01g) AHTEI 50 mL BLE,
MIRELAR (FREX 150.0 g LA, 20.0 g lREREMATH

WRRFSERL: IO 20 mL ZAGHERETF, DFOHE, Fig
THBGRE, T /E; IO 2 mL BEEEIEME =M,
TR A 2-3 # / o

BB A0°CTAREAT, 11 mLAEREES,
0.22 um JEFELIE, f# HPLC 234

=, UBEH
&% Waters Alliance 2695
@iZHE: Inertsustain-C18 (4.6 mm X250 mm, 5 pm)
MES: Waters 2475 & EASNI2S
Mg BEREK 333 nm
KKK 447 nm
TohiE: A 2B
B: 2% ZERKARK
WA FEREL, Ar B=49.5: 50.5
FRER: 1 mL/min
AT 20 uL

M. XKEER
& 125.0 ug/kg BmPHEMBEER A AIMEIKER

950 mL keR , MIZKEBZE 1L) 20 mL, 7 5min, &% am . TR smwe ) Rsoo)
5 min, 4000 r/min By 5 min, BXEEF®R 1 mLE 4 mL K 1112 | 1004 | 116 1107 11
BEEAEMAR, B2 K. @ 855 | 853 | 864 85.7 0.7
& 994 | 1001 | 104.1 101.2 2.5
5. BB e 950 890 | 92.0 92.0 33
EYESSE 5.00 g (#5H8% 0.01g) 2150 mL BOE, MBERSM BB | 922 | 958 | 892 924 36
Bk (10g/L) EBEZE20mL, &% 15 min, BREER 1 mL .
3 4 mL BAERE AR, SRS R K. 0.4 . 1 AR A
BEAZ AR TREX8.0 g &IbEA. 1.2 g BEEAE M. 0.2 g ;::
BERZSH. 0.2 g SUHEARTH 990 mLKF, AKRE .
E&AT pH=7.0, AKBFRBRE 1L 0.2
0.1
Z. REEMESWL (Copure® MBS EARKESE
HMiE, 3 mL) B R~ R T T R A AN
L BRI G 2 mLSEE, SRR, B 1 FIVKTH 25.0 ug/kg ﬁgﬁ%ﬁﬂﬁwa@m@@g
ITlES
5s 734 o
COAFOCH103 Copure® B HE A S EFIAE, 3mL 0% /8
MF047-45-MCE MCE/®47 mm/0.45 pum/ 7k & 2005 /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BH& 200K /&
sc2-5 2 mLBEEBRKE, FHFO, 9-425 1004 /&
V2-AL 2 MR EEEEAT ORI, HHER 1004/ &
SPEMF12G 12 UEEREAERE, WBILIAK 1N/ =
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BB
a
P

MR PSSR A RYIE (Copure® MAX E#BZEENHE)

{GB 5009.96-2016 BT LERINE BRPHMBSE A NUE £ % BFUEMZEIESUBRRERIEE)

MEEA—FBEERK, HREXLEXEE, ERSE5
ZEENHRERENXENRRFZ—, HPHEMES
£ A(Ochratoxin A, OTA) EMIMIFRENNERSEZ —

EREMESEETRMNE, BiTEEER - 88RE
BRENEMMNEZ A OTA A2 A A, HELRNE, &
BFXMEMRERTRVE, RASSREEENESRK
FEMEZNE, FWIE, MAREUZESER 95-105%, RSD
B/NF 5%, #HEMAER,

—. BEAEiE

1.1 388

T REMEE, TRBULEY 2.5 g(H5H=E0.01g)
F50mLELE (&) R, A 25 mL BEE - MRS
B (30 g/L)(KFRLL 50: 50) FiRbEHR % 28 Ik % IR ER 10
min, 8000 r/min B 5.0 min jg LB RAIRETIE, B
10 mL RBUE &R R,

1.2 %21k

SR 5.0 mL BEE. 5.0 mL BE - IRER S A& (30 g/
L)( fAFALL 50: 50) 5EML MAX ZEEME, RER LR#FSEWL
REURMANEAEZEEAE, AT 1 /s~2 7 /s BE
EEdiT, EF. REDBMKRA 5.0 mLi#kg®k (0.1
mol/L Sa AR 2/ 7K =(3: 50: 47) 5.0 mL7K.5.0
mL BREEMSNE, . IIN 5.0 mLERGR (FREZ: ZfE:
R 7k =40: 50: 5: 5) , WEABRRTHEERWEH,

F45°CFASKREIETF. MA 1.0 mL Z5 -2% ZERKA
& (AFALL 50 50), ®IEER, JIRE#HENMEF, L&
HEEENH,

13 dETEHXR

ARFEURAEE, 2 RS EHITIR,

=, INBEH

&% Thermo Scientific UltiMate 3000

®i%iE: Commasil®AQ-C18 (4.6 mm*250 mm, 5um)
M2 : MBS (BARK 333nm. &K 460 nm)

TRENFE: A 2% ZERIK B: 2B
FRAR: BEAREZERTERL
FE: 1 mL/min AT 5uL

=. TSR
K 2MHFEPFEMBER A IIREIUR R

‘ MR NFRRE (ug/kg) EMRE (%) FIIEIULEE (%) RSD (%)

o N 97.0

\ RHEES 20.0 101 99.0 274
£A

\ 95.9

80 fREA20230: SRR 2 Emission_1333 nm /460 nm

70, 1-0TA - 24.663- SN:n.a.

J

mi
-1%U2.0 740 6.0 8.0 10.012.0'14.016.0'16.020.022.0 24.0 26.0 26.0 30.0'32.0'34.0 36.0 36.0 40.042.0 4445.0

1 RERRIBEIEE (5ug/L)

1 n.no " v issi
WVQJ%A 0230): #14-{manually yang Emiss

n—1-333 Am-/460 nm

L O =N Wk oD N ®©

0020 4060 80 10.012014.016.016.020.022.024.026.0 28.030.0 32.0'34.0'36.0 36.040.042.0 ﬁ.ﬁs.o

2 MRS AFRRAR B IEE

1 G 5FA20230222 16 {manualiy- —yang+st Ernission—1-333-nm-/460-mm—

9,

8,

7l

.

5

4

3

2

1

0' .
mi

30 20 60 60 100120740760 160 200 220 240 26.0 8.0 0.0 320 3.0 6.0 38.0 400 420 44d5.0

8.%’%‘3 mBiialu] Mclm L II}' :Y ngL t Emissi n_1 233 nm JAB0 nm

7.

: b

6. hw“m L.

6.1

5.

5. 1-0TA - 24.662- SN:n.a.

4.

4

3.

3.

2.

21

1.

1

____mij
S840 23,60 23.80 2400 24.20 24 40 2460 24.80 25.00 25.20 25 40 25.60 25.80 26.00 26.20 26.40 26 .60 26.56.96

MBS PREHEEER A RRABEIEE (IFFRE 20 ug/ke)

2= N 22 .
=1 »mE‘iJ?fEE"zﬁ!EﬁEH%mTfF_ ) THEe
Bii&] ({mm Tﬁﬁggﬂ A lﬁﬂgﬁ B =e presen iz
20 88 1 COMAX3200 Copure® MAX EI#BZEERHE, 200 mg/3 mL 50% /&
10.0 80 20 CSAQC183059 Commasil® AQ-C18 4.6mm*250mm,5um 1R /=
12.0 70 30 SDC-3000-D biocomma® ZERIEESIN 16/%
19.0 50 50 BN24 biocomma® 24 L& gERMAX 16/%
30.0 50 50 T
310 0 100 SF130-22- iopure L ERR, 1004/ &
39.0 0 100 PTFE L& 0.22um, PTFE BH R
200 33 12 SC2-1 2 mLEEEREES, B& PTFE/ &R, 9-425 100 1/ &
45.0 88 12 V2-AL 2 mLiBSiR e R, HRER 11.6*32 mm, 9-425 100 1/ &
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HEHFR

ol

BmT-2E5EM UPLC-MS-MS IFE(GB 5009.118-2016 B T-2
SZME)

—. Hmizi SR 0.35mL/min
KK FREREZMFEBIA KIS 10.0 g, AN 40 mL 80% H R 30°C

f27K, ®HE 10 min, 8000 r/min By 5 min, #BEY 10 mL WS 2L
BRI 40 mL k5, RWBALRALREBE, B Bt

KR EFE: HESI
¥ FREX 10.0 g &, AFREERZE 20 mL, REERE BIEEEE: 3500V

10 min, 8000 r/min By 5 min, #EL10 mL L& &M WSES: 38arb

40 mLKFERCRES), RN EIRMATER RS, BRE M. HWSES: Sarb

£158 : FREX 20.0 g BT 50 mL BLES, BREBERE WREHE: 300°C

ZIE, #4, 8000 r/min B 5 min, #EY10 mL EER HEERE: 350°C

40 mLKBEBRS, FIRIBALEMTIEEBE, B %0 BB BEHEARSIET—E C HESET)

M. B {RBEFE /min BEF FEF
—. ¥zt T2 5% 2.05 489.1 245.083*, 387.155

TR R L3 20 mL A28, MBI ERIER 10 mL H., Rigas
MAL#ERD, ENERTHEEEARR, ABMA 10 %3 g5t T2 SEMARE KL LE

mL KitsE, FESIRERE, MmF/ . B2 mL Pig# iy FIKE EE (%) THEW  RSD
1THER, WERE R, B NIRBIZFIRERAEED 17 /. T (uglkg) 1 2 3 £ (%) (%)
B ERSERR T 40°CARREETF, M1 mL 70% ZEEK KK 20 9998 | 9875 | 98.06 = 9893 1.0
RIERES, & 0.22 um BRIEEREME _ EHLMIK. &t 2 10258 | 9944 | 97.56 99.86 25
T8 10 101.08 | 9511 = 95.65 97.28 3.4
=, USEEH
BIERMG FREBECH] . BHiEXRA 70% ZEKARECH,
{¥28§: UPLC-MS/MS (Thermo Fisher TQS Endura) T e,
B CommaSil® ODS (2.1 mmX50 mm, 1.8 um)
FohAE: Al K (0.1% FRER) B: ZBE "
AR BERR, R 1 ]
= 1 BERBER
Bia] /min Al% B/%
0 70 30
23 30 70 R R
20 30 70 1 AR 20 ug/L 89 T2 SR
4.20 0 100
4.80 0 100
5.00 70 30
ITHER
Bs i34 o
COAFT2103 Copure® T-2 ZZR%HEFME, 3mL 0% /&=
€S2150180DS CommaSil® ODS &i4E, 2.1 mmX50 mm, 1.8 um 1R/ =
SDC-3000-D biocomma® Z & RIEEAIY 16/%
SF130-22-NL B /13 mm/0.22 um/ BHE 1001/ &
MF047-22-MCE MCE/®47 mm/0.45 um/ K5 2005 /&
MF047-22-NL NL 8RS, EfZ 47 mm, FLE 022 um, K& 2004 /&
SC2-1 2mLEGRRES, 9-425 1004 /&
V2-AL 2 ML BBLUR ARG, HHEL 11,632 mm, 9-425 1001/ &

178 | www.biocomma.cn



BERPRSEEN UPLC-MS\MS lIZE (Copure® (R SEREFEMH)

(GB 5009.240-2016 BAXEERNE REFPRIERNNE)

—. HERiEN = 1 BERRER
EHRFREN MR E KRS 5.0 g(FEHBE 0.01g) F 50mL B8] /min Al% B/%
BOESR, A 20ml 28 / KAE®K (50:50,v/v), &HE 20 0 70 30
min, B & #x3% 10 min,4000 r/min B 8 min, #HL 8 mL 0-50 [ 3
4.00 40 60
E3E®, M 22mL 58 -20/PBS 8%, BaWAGE, £ 450 ; 100
IRTB LT HETR LR R 4.80 0 100
5.10 70 30
Z. Bmat FER: 0.35mbL/min  #FE: 30°C  #EE: Sul
ERBEERER 15 ML I REEME (25: ) , RE it

ERIEL~27 /#, A 10 mLPBS &R ML R ZE =AM
H, FE2HARER, MmN . B2 mL B - ZBER
(98+2) #ITHM, XMMIIEHE 2-3 min BIERH K.
RWERERRT 45°CARERT, 12 mL 30% ZHEK

BFIR: HESI
$=JE/: 38arb
BFERE: 300°C

BIREBME: 3500V
HWSES: 8arb
HSBE: 350°C

R2ADBF. RENEMMFIEF—RER CHEEBF)
SERRTEE, REE30s, 3 0.22 um BRIEEL EHTR,
AR, R 0.22 um B RRE A W RGHE/min | BEF FBF
FB2 2.97 706 336.26%,318.28
= Ngﬁ%{* FB3 2.63 706 336.26%,318.28

{Y28: UPLC-MS/MS (Thermo Fisher TQS Endura)

s .?: ‘gt
Bi%fE: CommaSil® ODS (2.1 mm X100 mm, 3 um) M, scIefER

=® 3 BmPARBFSRMITLIERINER

JREhfE: A K (0.1% FRER)

S — % -~
B: ZRE (0.1% FE) BiR  miREkg/  EME O pEME RSD
. . . £V kg 1 2 3 (%) (%)
SRR AT BEER, ME 1
FB2 80.0 97.5 975 102 99.0 2.60
FB3 80.0 89.5| 914 100 93.6 5.59

TRERECH . FAIaREhARECH

RT: 0.00 - 5.50
100

o5

o

Relative Abundance
A NN QWA AN D0 NN O W
N
0
@

2.00 211 245 3.35 356 377 3.88 413 4.39

a7za

492

520 544

024 o047 075 100 1.2 1.33 1

o's 1o 15 3o a's

Time (min)

1 KT R 80 ug/kg BIRDHREIEE

oo 2o 2's 3's ao

iTliER
HS Fiz:pud
COAFT2103 Copure® REEHEREFEME, 3mL
CS2150180DS CommasSil® ODS &i&#E, 2.1 mmX100mm, 3 um
SDC-3000-D biocomma® ZERIERSX
SF130-22-NL BRERSESE, HER 13 mm, LR 0.22um, BHER
SC2-1 2mLEBRRAKE, A6 PTFE/ AGRERE, 9-425
V2-AL 2 mL BLReEmil, FH54 11.6*32 mm, 9-425

50

5's

ax
50% /8
1R/ &
16/%

1001/ =2
1004 /&

1007 /=
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ESEMNNE (Copure® MAX RAIAE F3HitE)

(GB 5009.185-2016 RmZ£EXRNE RAPEFTERHNNE)

ERAEANERPZMRE RS, AR,
HEARetpxXIigkds, REBHR ZEEITEX
BKRF, BEMERARETENERZ—, KBEA
X AFREEREE.

EREMEEaTIRER, B TEBERN - aXREEIE
EMNEERAHPNETERSENHE, FREPBFR
MEMEERTZL. KEE, RASNREEEMNEEE
IMEMBZNE, IMREES. EWIE, MAFEUWEREE 90-
100%, RSD {E/\F 5%, HEMIXER,

—. HaiiE

11428

HEHRFTERE R 2.00 g(FEHBZ0.01 g) F15 mLBELE (#
=) gt

1.2 %81

51 6.0 mL BEE. 6.0 mLKENK MAX ZEUHE (K5
COMAX6500) , AR LR REBURIN N EHEZEEE,
ABECRIN 3 mL BZERIRIARHN 3 mL Kk, T
N4 mLBRERR, WERRK BOEHRERIEE
FIMRETE 3 mL/min £H, ERBKRFIAN 20 uL 28,
A0°CIEBKBRARELT, ACBRARESE 1.0mL, &
BE30s, 0.22 um B RIERIIE, WEERRTHEEFNRF,
ERBEEHITNIE,

13 dEEARE
FIRERIE AR, 2 ERSBHITRHRIE,

1.4 iR HIE

HERENEERESRMELER, BZBRKAR (ZE:
7k =1:25) #BEHIA 5. 100 50. 100. 200 ng/mL B9
WETERR, SIERERS, FIAREMLEITERHET
E21tH.

. UEEH

1% Thermo Scientific UltiMate 3000

BiEfE: Commasil® AQ-C18 (4.6 mm*250 mm, 5um)
MBS : KIMNE M 276 nm

TRENAR: AL K B: 2B

BIEHE: 40°C SR 0.8 mL/min
BRERFR: 50 uL TERAI: ELE

= 1 BERHIER

Bdial /min A% B/%
0.00 95 5
13.00 95 5
14.00 0 100
16.00 0 100
17.00 95 5
22.00 95 5
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=, TR
K 2ERAFERBFBRINFEUN LIS

ENEE IMRKRE (ug/kg) EMLE (%) FHIEIUE (%) RSD (%)
92.4
BEBE 6.00 91.7 92.1 0.405
92.2
100
BEBER 10.0 101 100 0.241
100
o NN S
0 y=-0.0893x 79219
18 R?=0.9999

B e
o R o

“:é 10
= 8
6
4
9.4189
0
20 50 100 150 200 250
WIE/ (ng/mD)
E 1 BEBHIMEHE
B |
|
“ | I
: I I
: I
- |
= ‘ 1 H N
: | | e, |
1 ’ . N J
"""""""" P e = I
i ,,,,,r\,»,,,, Y A U 7,] \JLL_
3FRAPESSTRENRERIEER (IATRE 6.00 ug/kg)
B N JL* (\J\ .
4 ERATPREBRVRIEEEER (NAFRE 10.00 pg/kg)
iTaiER
Hs b3 (2E5
COMAX6500  Copure® B&FREF3IHME, 500mg/6mL 30% /=
SDC-3000-D biocomma® Z&RIEESN 1&6/%
BN24 24 FLB RN 18/%

SN130-22-NL ERs=Udiss, BiE 13mm, FLiZ 022um, BHFE 100 /=
SC2-1 2mLEBRREES, B PTFE/ A GRERE, 9-425 1001/ =
V2-AL 2 mL RSO R, HHEL 11.6"32mm, 9-425 100 1/ &



WIRch4EEE B12 BYHRIENE (Copure® 4 E B12 REFEMiE)

—. FmITE

HERMBUESHAMEIRER 2.0 g( ¥BHZE 0.01 g) T 50
mL BOEAR, 1A 20 mL EEFKAER, REE 10 min,
#8715 min, B 10 min, %3 8000 r/min, #BEX 4 mL
EER, &

=, East

ERBIEBER 4 mMLMARBERMEF, HRE FEE
EMRER (RE2RT) , B 10 mLkME, FE2H
MER, T /NE. B2 mL REHTER, XRIHE
2_3min BIRERE R, BOIREZEREREZEL ImL/
min. TEURERAYERARTINN 50 ul B9 0.1% FRERK, Z/E
METF 50_60°CRAMEILET, M 1 mL B9 0.1% REKALE
&S, i 0.22 um AR ERRME EALME,

=. INEBEH

1X28: UltiMate 3000 (Thermofisher Scientific)
@i%E: Commasil® C18 (4.6 mm X250 mm, 5 um)
TshAA: 0.03 mol BEERERE MR (pH=3.5) :

Z i =85:15

KM 361 nm

FE: 1.0 mL/min

8 30°C

HEEE: 20 uL

® 1 IEIRPEER B12 ARERRIRER

o EIE (%) FEWE |~ RSD
- 1 2 3 (%) (%)
 BEEBL2 | 883 | 886 90.9 89.6 1.07
250 k4812
1 FRIIKTR 0.5 pg/g B4 2 BL2 IR EEE
AEED:

HAEZ BL2 REFNENERE (RARMELESR B12) A
1000ng, HEFMAP44E B2 B NETHEE, EEHRE
NERARR, EEAERIEER, TEHERSE,
RESED, @RI, Wk, K, —EEEHFRRE,
FEEXIR, BEMSELNER MR,
HERBL2 RRFNEERINEEMRE

Z/b 30 mine

HER, ZEME

iTaEs
ES Ei:pu a
COAFB12103 Copure® 44 % B12 & FMME, 3mL 5% /&
CS46250DS Copure ® ODS &i&#F, 4.6 mmX250mm, 5um 1R/ &2
SDC-3000-D SERIBRSIN 1&/%
SF130-22-NL BREHDIEE, BRE 13 mm, FLEF0.22um, BHR 1001/ &=
SC2-1 2mL BEGBERREKE, B PTFE/ ABEKRE, 9-425 100N/ &
V2-AL 2 mL BOURBEERIR, HHEL 11.6°32 mm, 9-425 1001/ &
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EEFR

ol

HY P EEESEFEINNMEHZENSE (Copure®226 SIkEE

i)

HEE S E (aflatoxins) E—MMHEHMSBNFEHEER
RAYRRESREFENREREF-Y), HEMBEEE—
IR IEIFF]— N ERE DI, RAFENHEHSSEIR
BHAZENRES N BL, B2, Gl. G2 U, BRES
FEERUNBRESRSEANNATER CENRELSE,
WSENREMEANERERREERAE, BHNER
FENTER. & DHERERTPER, BIBWEEE,
BEALRE,

EREYRARNBIMAN Copure®226 ZLIRERLT,
BiuEYRREHRESEBL B2, G1. G2 1MWK LC-
MS/MS il 7%, &AM B B=NKFHIAREU
FI97E 90-100 % Z 8, RSD/NF 5 %, BRIEEEIREE,
S5ERMRGEEL, BEANRESHKEEEUERIFN
nEB, EBENEVRTEBSSERNNESE S %

KEEERTAYRES M. FEREGIR. BREIFE.
HEERHES M. Wk, B4 LESRAMZEY)LHHE
mPEmMBEER BL. B2, Gl. G2 BNIE.

£ (GB5009.22-2016 BEmZTLERINE BmHP &
S5% B KM G ENNED o

—. PEmAiibi2

1.1 HRIZE

1) FREXS g i AEF 50 mL BOLESF, MA—EE2RMNENR
I IERIRZ RS /E#E 30 mine

2) AN 20 mL 288 - KAMK (84+16) , WEERS, BEF
BEK [ ek Ha S IERT IR 20 min, 7£ 6000 r/min
TEL 10 min, B EB&RER.

1.2 gl

1) mEBHEFRMA 10 mL # RIRER.

2) BRUEBRREAMRETHIENLER, FETERNK
HERE Ko

3) A HE EEDR L ERFRIRIURENH EF MRS EP
B,

4)BX5 mLAEIREVR, ®SWT, B 1 mLYER=EER,
ABE 30s AREIRE, IRFLIEE, EWDR.

. UEEH

2EIg&: WA BIE - 5B Bk I B A (X SCIEX Triple
Quad ™ 4500

@igtE: Waters C18 2.1x100mm 1.7um

ThiE: A: 0.1% BEgK B: ZBE

BD MR B 4 %A 80%A, 20%A (0 min~2 min) ,
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20%A (2 min~3 min) , 80%A (3 min~3.1min) ,
80%A (3.1min~5min)

FIR: 0.3 mL/min

R =R

BT 10.0 mL

PRIGFM:

wWNAENX: ZEFREEN (MRM) ;
= 1 BFRITHIR G

Curtain Gas (CUR) 35.0
Collision Gas (CAD) 9
lonSpray Voltage (IS) 5500
Temperature (TEM) 550
lon Source Gasl (GS1) 50.0
lon Source Gas2 (GS2) 50.0
R2BFIEESH
waMEHR  B8EF (m/z) FBF (m/z) | DP(V) | CE(V)
313.000 285.000* 100.000 | 33.000
AFBL 313.000 241.000 100.000 | 51.000
315.000 287.000" 95.000 | 37.000
AFB2 315.000 259.000 89.000 | 41.000
329.000 243.000* 98.000 | 39.000
AFGl 329.000 283.000 91.000 | 35.000
AFG2 331.000 245.000" 113.000 | 41.000
331.000 285.000 103.000 | 39.000

x CAEEETF

=. REER
= 3 EY HREHESRMREIN KNSR

Y P Copure®226 E9h A k& ElN B fhg
HE (nglg) El4fE RSD [EUE RSD/% ElgE RSD
R/% 1% R/% R/% 1%
0.2 95.7 3.12 95.4 5.25 90.1 521
AFB1 0.5 94.5 4.47 96.7 5.13 89.1 5.05
1.0 96.7 421 93.2 5.04 89.5 4.52
0.2 95.4 3.50 82.1 4.85 95.1 5.11
AFB2 0.5 93.5 431 92.7 4.75 94.2 5.01
1.0 94.5 4.52 97.2 3.95 93.4 4.25
0.2 95.9 4.15 97.3 4.31 97.2 521
AFG1 0.5 92.8 431 98.2 4.21 95.2 4.35
1.0 93.9 4.29 88.3 5.25 88.1 3.24
0.2 95.1 4.25 95.1 4.75 92.1 3.56
AFG2 0.5 97.1 4.25 92.1 3.19 93.5 4.27
1.0 93.2 4.20 92.2 4.27 91.2 4.13

ME 1 550, Copure®226 £ RS5EI A BEEHEY,
HMLFERN B @M. M*E3 T4, Copure®226 1. .
B =MKFBMirE W EY7E 90-100 % i8], RSD /©F
5%, A]LUHE KRB MER,



a5 )

P

PREEREREEEEREEEEEEEREE

e 505 e

f = i
B e g
s s o
[ £
= TR Ar Y SN - o PR P
E 1 RNERME LA AT RSN TIC BE (DBEYPEER - RALAIE @ Copure®26- 2R G FSMA B - 2L @ ER B @K - 20 ER)
iTHiER
EmfEs B R &
COAF226 Copure® 226 ZIhEeS it ERFBIHE, HBESEHEBL B2, Gl G2 BE/=
COAF228 Copure® 228 ZIfEE R LT BEEE, EHEB3FEBl. B2, Gl. G2 % /=2
COAF224 Copure® 224 ZInEeS0HE ERFBIHER B¥%/=2
COAF223 Copure® 223 ZIhAEE L HEHBEE ML M2 B5% /&
COAF229 Copure® 229 ZINRESIE HEMBER BXR/=
COAF230 Copure® 230 ZIhaE%LiE X3 BX/=
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ol

\

ERPRIMSSE Bl FENNBISIHEERLIEE (Copure® 226

IhEEFILHE )

(GB 5009.22-2016 B EHE S X B 1% G ixNE)

—. HmiEE

FREXFE4E M 5.0 g # 5, MO 20 mL 1REUR (84% ZFfF -
KAR) BS; BFEIRE 30 min, 8000 r/min B 20
min, W& EER&.

. #&%M (Copure® 226 ZIHEE L)

1) X EFRIIAN 5 mL #RIRER,

2) AU EBRKREIMNRETNRIENRE R, HETE2K
FE IR E K.

3) et L3R e RIERREIEESE SRR EP B
M,

4)BY 2 mL 2 CIRENR, RRET, B 1 mL{IARehEER,
TRFLISE, EVD.

=, UEBEH
fRi%{Y: TSQ Endura
B Hypersil Gol.D aQ (2.1 mm X100 mm, 1.9 um)
SRENAR: A: 0.1% BERKAR
B: 0.1% FFERFREAR
AT BEER, R 1

Bid] /min A(%) B(%)
70.0 30.0

3.0 70.0 30.0

4.0 30.0 70.0

6.5 30.0 70.0

6.8 0.0 100.0

8.0 0.0 100.0

8.1 30.0 30.0

9.5 30.0 30.0

RER: 0.35 mL/min
R 30°C
W2 5uL

BFiR: BIEE (ESI)
PAEEN: EBTF

BB ZREEN (MRM)
&2 BB F RS

Source/Gas
lon Source Gas 1(GS 1) 35
lon Source Gas 2(GS 2) 5
lon Spray Voltage(IS) 3500
Temperature(TEM) 275
Interface Heater(ihe) On

RIBHMESHRBIMNBEFNFEFEHR

WEREF | REEE (min) | RWEF  @iiEEEE (eV) RFlLens
EMBSE o 312.9/285.0 21.9 136
Bl 312.9/240.9 37.6 136

M. XKEER

7= 420 pg/kg LEMPEIMBES R BL BIRMEINER

B (%) \
B FHEINE (%) | RSD(%)
1 2 | 3 |
BMBEXB] 819 | 845 824 82.9 17 ‘

038 057 _ 108 134 163 194 242 262 299 33 373 395 428 450 40 520

379596 510 pso 705733 751 799 85 87189 0%

00 05 Mo s 20 | 25 50 a5 40 45 50 55 60 &5 70 75 80 &5 90 95
Time (me)

1 IR 20 ug/kg A AP EIMBFE Bl UM EBIEE

THER

#ES Fi::pu ar
COAF226 Copure®226 ZINEEEWIE BE/=
SF130-22-PTFE-HL BIEZEHTOTIER, 013 mm/0.22 um/ KE 1004/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200 /=
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BHH 200 /&
V2-AL 2 mL iREEIRL OGA, FHBEL 1001/ &
SC2-5 2mL BEEBREAKS, O, 9-425 1004/ &
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EXRBPEMBSRICNAIEEZET % (Copure® 228 ZIhEER L)

HHES X (aflatoxins) E—MHEHSENTLEHEEFE
LS RABRFRFENRERETY, HEWEEEE—
DNIKERF— N EREDEE, RAFENEHESEIR
BEAFEMTE DN BL. B2, Gl. G2 WM, BRES

SERMUKBRSRSEANNATE R ETEARELRE,
WESRNREMEAANEREEERRAE, ETHNEE
SENTER. &, DEERPER, B BYEEE,
BEALERE,

EAEYIRART B EMAN Copure®228 ZINEESLIT,
BIUEXRMPEMSSEBL. B2, Gl. G2 WA LC-
MS/MS ®MFE. ZAHZEE. . B=NKFRIINIREU
L IY7E 90-100 % Z i8], RSD/NF 5 %, IRIERIEREE,
S5ERMERELL, BEERKRESMBR & 2UEREFN
5, EBEAERNPEHESRIONNEE H k.
AEEZEATAMRESR. SRRESIR. BREFE
iR ESIR. BAkE. BB ERMNELS) L HEE
mPEMESE BL. B2. Gl. G2 MIlIE,

20 (GB 5009.22-2016 BRXELERIME BRPEMH
E5Z B HEM G ERNE) o

—. HmaibE

1.1 #MEIRE

1) FRER 5 gid#¥F 50 mL BOER, MA—TEERMUER
HIERIRZ REEE#E 30 min.

2) TN 20 mL ZR5 - KAR (84+16) , RiERS, BF
BEF [ RIERZESTIERPIRS 20 min, £ 6000 r/min
TEL 10 min, B EF&REH.

1.2 HmAl

1) BEIBIXEFIMAN 10 mL # RIRER.

2) ¥ Copure® 228 %Inge it (535: COAF228) %
B MR ETNIRIEN IR E R, HETEEUEE B R,
3) BAMELIAVENERRICRINEEH LK EP
B,

4) B 5 mLAMIREVR, ARAMTF, A 1 mLy@RmEEA,
JRBE 30s AMRRE, SRFLIEE, LMo,

=, (EKH

NG RIBEIE - BEXBIEEXAY SCIEX Triple Quad ™
4500

®igHE: Waters C18 2.1x100mm 1.7um

TEnAE: A 0.1% HERK B: 2B

SARENAEREEE: #0458 80%A, 20%A (0 min~2 min) , 20%A (2
min~3 min) ,

80%A (3 min~3.1min) , 80%A (3.1min~5min)

IR 0.3 mL/min

TR BB

BT 10.0 mL

ks H:
wNAER: 2EBFRNEEN (MRM) ;
® 1 BFRIESI&G
Curtain Gas (CUR) 35.0
Collision Gas (CAD) 9
lonSpray Voltage (IS) 5500
Temperature (TEM) 550
lon Source Gasl (GS1) 50.0
lon Source Gas2 (GS2) 50.0
R2BFRESH
wamam BBF (m/z) FEF (m/z)| DP(V) CE(V)
313.000 285.000" 100.000 33.000
AFBL 313.000 241.000 100.000 51.000
AFBD 315.000 287.000* 95.000 37.000
315.000 259.000 89.000 41.000
329.000 243.000* 98.000 39.000
AFGL 329.000 283.000 91.000 35.000
331.000 245.000* 113.000 41.000
AFG2 331.000 285.000 103.000 39.000

A CAEEBF
=. FRER
&3 RGP EHESRMITEINLILER

P Copure®228 = [EJ+A Rhg EX B @h8
wNmE ) B Gz Bl
(ng/g) Ri% RSD/% g, RSDI% "o RSD/%

0.2 94.1 31 93.7 5.8 90.1 53
AFB1 0.5 91.0 4.5 92,5 5.0 88.5 4.5
1.0 92.1 4.8 91.0 5.4 87.6 52
0.2 93.2 5.0 89.5 4.2 96.5 6.1
AFB2 0.5 95.3 4.1 93.5 4.2 93.1 4.1
1.0 90.6 4.2 914 3.8 95.2 4.8
0.2 93.7 4.5 90.8 4.9 921 59
AFG1 0.5 95.2 4.8 96.3 4.8 94.3 4.5
1.0 94.5 3.9 89.2 57 85.2 37
0.2 95.4 3.5 93.7 4.5 90.7 31
AFG2 0.5 92.7 2.5 90.2 3.9 91.6 4.5
1.0 91.3 4.6 91.6 4.7 92.7 4.9

r
1 FERIE SRS IR RENREMRE (OEKBINFESR - K ULE
@ Copure®228- F{LME @ ESh A fkE - FHAIE @ ER B k% - F A IE)
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Copure®228 (B RAE, HEGBRENSEN A mEHEY, FEZMNTERN B M.

ample Name: '18 Sample 1D Tl DataAr T ample Name. " 16" 5ample 1D: Tl ‘DaaAr T ample Name: "16 Sample 1D File: "DataAF T >ample Name: "18 >ample [D: File: "DataAF T
I Peak Name: "AFT B1 01" Mass(es): "313.000/285 000 Da" I Peak Name: "AFTB2 01" Mass(es): "315.000/287.000 Da” Peak Name: "AFT G101"  Mass(es): "329.000/243.000 Da" I Peak Name: "AFTB1 01" Mass(es): " 313.000/285.000 Da"
Comment: ™ Annotation: ™ ‘Comment: ™ Annotation: ™ Comment: ™ Annotation: ™ Comment: ™ Annotation: ™
- - 2o 2
22e5 1365 22e5
et
21 21
v e
2008 2008
19e5 3ze4 1165 19e5
by 200 s
1.7e5 28e4 10e5 17e5
1oes 10
250 .
by 15
2ame
byt o b
13e5. 2204 1.3e5
8 1o 8 20w g rou 8 12
: H ¢ :
E 11e5 2 tset i E 11e5
B E ooe
L~ - e e e
oo som
v oo
aten soms
704 1284 4004 7084
6.0e4 10e4 6.0e4
50e4. 8000.0 30e4 5.0e4
aome o
3.0e4. eoene 2084 30e4
4000.0 193 287
e 20 | . oo o
1.0e4. 035 226 349 401 i 1064
029 050147170 245 I, 202 308443, 470 L 08108 X bbbl 029 11, 'O 1§32 287 368408 sa3. 029 o517 170 245, |, 29 388443 470
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 2 30 35 40 45 50 00 05 10 15 20 2 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min Time min Time, min

AFBI AFB2 AFGl1 AFG2

2 f£F3 Copure®228 2 IREA MDA LEBIIITAE @AY EIC Bk

ITMiES

aiEs B i) i

COAF226 Copure® 226 ZIhReR LT ERFBIHE, EHMBHEHRBL. B2, Gl. G2 PLE-h-

COAF228 Copure® 228 ZINEE % WiE BEB%, B#B5RBL. B2, Gl. G2 25% /&

COAF224 Copure® 224 ZIhEES LI FARARBIEE PR

COAF223 Copure® 223 ZINEE%biE HEBER M1, M2 B¥X/=

COAF229 Copure® 229 ZIMRERLIE S ER PR

COAF230 Copure® 230 ZIhaE Sl IR+E52 BXR/R

EWBEE B Gk M, BXFBEE, KHEE, T2 5%, HUBEE,

RDBE, 3- ZHBATERIERE, 15 ZHHATEREIEEE »E/R

COAF302 Copure® 302 Z IR % 0T
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I
E#
NH

MERP=HREESFRVNSIEERCEZ (Copure® 228 ZIjEE

L)

—. HaaiEil
FREX 5.0 g /NEH, BIAN 20 mL 90% ZEEKARES, &

¥SES: 8arb;
EFERE: 350°C

HEdzs% 10 min, 5000 r/min B0 5 min, W& EERRFFK. HWSRE: 300°C
=. #E)%t (Copure® 228 SIEL KAL) R2EH BN, RENERSFTIEF SR C AEEBF)
1. raj:ﬁtf,::q:j]u)\ 5mL %EEEX;&— B 1REZET{E] /min BEF FEF
ZEN 6.19 319.2 301.2*,185.1
i = ’
2. %% 228 ﬁﬂﬂifﬁﬁsf-ﬁkﬁtah HIENRER, HATE DN Leo 2971 2492° 770
BEFUEERERDS; AFB1 5.80 313.1 285.1%,241.1
3. AU LA ENERBHET EFNBLER; AFB2 577 315.1 287.1,259.1*
4. BURME 2 mL, 40°CRMRET, B 0.5 mL ¥ maitE AFG1 5.58 329.1 311.1,243.1*
B, 19 0.22 um PES /KZIEES, M. AFG2 5.52 3311 313.1%, 115.0
=. INBEH M. SCISLEER
@M * 3INEMHR=MERSZIMIREIULTIRE
{28 UPLC-MS/MS (Thermo Fisher TQS Endura) Bigyy THRRE Bl (%) FHEW  RSD
@i%fE: CommaSil® ODS (2.1 mmX50 mm, 1.8 um) (ke/ke) 1 2 3 ®O0 (%)
FENHE: A 5 mmol/L ZERERAR (0.1% HBER) ZEn 20 89.94 | 9765 | 87.66 I8 >
. N ] 5 DON 50 59.06  64.40 @ 56.97 60.1 6.4
i B: $E% (0.19% FER AFB1 25 7376 | 77.00 @ 8228 7.7 55
R B, IR 1 AFB2 0.83 73.12 | 7656 7728 75.6 2.9
= | LIRS AFG1 25 7196 7541 | 83.36 76.9 76
BiE /min Al% B/% AFG2 0.83 7675 | 7555 @ 8136 77.9 3.9
0 90 10 ZEYRNGERNT:
1.0 70 30 B
3.0 10 90 R : IR E
4.0 10 90 |
41 95 5 z
5.0 95 5 : S
IR 0.3 mL/min —— HNEEE B |
38 35°C
#HES: 5L ;
g & — . N
N BHBER GL BEZ
HFE: HESI N rEEEE e
B 3500V E
#|SES: 40arb | ]
ITEES
FmiEs E=4 i iR kg
COAF226 Copure® 226 LIS EXATHE, HHBSEXBL. B Gl G2 1%/ A
COAF228 Copure® 228 ZIMgE LA SBE, HMBSZBL B Gl G2 "%/ &
COAF224 Copure® 224 288 biE ERARBIEE BE/&
COAF223 Copure® 223 Z Ik &M HHSSEHE ML M2 PEEA b
COAF229 Copure® 229 ZIhEESLiE FEEESR BR/R
COAF230 Copure®230 LIRS (e B% /&
COAF302 Copure® 302 SIEES L BEHBSE B, Gk MIE, EXABHE, BRHEER, T-25%K, HhES »E/E

%, RBEHR, 3- ZHRATRBEIREGRE, 15 ZBRASEHEIRGE
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EEFR

ol

ERVRPRETERIENNNSIIEEFEIEE (Copure® 228 SThkE

)

(GB 5009.185-2016 REmZ£EXKITE RAFTREBRHNNVE)

—. PmEE

1. ERABRFFRLE

EMIRER 1.0 g R TF 50 mL BOER, AN 10 mL k5
150 uL RIREEAKR, RITES 1 min, ERTEAKES
®fE, AN 10mL ZBZ 8, JREEES 5 min, 7£ 5000 r/
min &L 5 min, BLEBZBRZERT 50 mL BLER,
B8 mL ZBZERR—K, &HMARZBKRZERIVK,
RWEF; LL2.0 mL ZBRAR (10 mL ZER IO 250 mL
BAKELE ) AMRIZEY), BN 8.0 mL ZiE, BAUEHE
21k

2, ERTRIEERLIE

AEFRFREY 4.0 g B ETF 50 mL EOES, MA21 mLZ
AR, FiRiEssHAFEES 10 min, £ 5000 r/min &
B0 10 min, B EBEREANERIRIVK,

KM 276 nm
SREDAE: A K

B: Zi
AR BERRE, W1
®R1BERREM
Adial A B
95.0 5.0
13.0 95.0 5.0
15.0 0.0 100.0
20.0 95.0 5.0

S 1.0 mL/min
WEEAFD: 20 uL

M, SCIRLER
& 120 pg/kg ERTHBREBEEZNFINEIURELS
EIUE (%)

=. #&% (Copure® 228 SINEE L) 'R, 5 PHEEE(@) RSD%)

(1) EAE A 10 mL #FRIZEUVK, ZABMA 50 uL 28, BEBZE 025 905 875 90.2 2.8

\(2) ’ 222? %Mﬁiﬁﬂﬁi‘:MﬁtéTﬁuﬁ}ﬂi)\ﬁtéqﬂ, HETE %2 40 ug/kg BREATESBRNFMENLE

AT ER BRI, ‘ EIKE (%)

B BAKEF LA UENERIENREEESERZANE ‘ B 1 ) 3 FHYEURE (%)  RSD(%)

EP &; \ BEB% | 1093 | 1033 1028 105.1 34

(4) BY 5 mL #CIREUR, ION 20 uL ZER, "% =ET, B

1 mL ZERACER (10 mL Z BN 250 mL B4k A & ) oo’ s

873, FIEREIEME VN, oatzy

o) .

=, INBEH

{¥88: Waters Alliance 2695 °'°°“'§

@it InertSustain-C18 (4.6 mm X250 mm, 5 pm) R

1MEE: Waters 2996 DAD #4312 T

1 FRIIATR 20 pg/kg BEBE N RAEEE

ITHER
FERiEs A R HitE
COAF226 Copure® 226 ZIELE I TRAFBIFE, BHMBEHERBL B2 Gl G2 B%E/ &
COAF228 Copure® 228 ZINEE % 0HE BE8%, mMES5H Bl B2, Gl G2 B¥E /&
COAF224 Copure® 224 ZThae it FRAREIHE BX/=R
COAF223 Copure® 223 ZIN8E%LiE HIEER M1, M2 BX/=
COAF229 Copure® 229 ZIhagg it HEHSER BX/=2
COAF230 Copure® 230 ZIhaESbiE =23 BX/R
COAF302 Copure® 302 SThEE S LA EHESHEBIE Gk Mk, EXREBEE, KSR, 25X, BHESEH, »% /B

REFER, 3- ZHBASERIEAFE, 15- ZHBASERIEGE
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=

FHhEMESE M XICNRIEEZEISE (Copure® 223 SI)EES

L)

BMSRE—XER (NEMSNFEHE ) WESAE
¥, ENEARBNBENE, BMESRE M1 ERMSE BL
REREEAHSY), HSE5EMEE BLEY, B2—M
REUEY. ST RATHEMEERE BLISRNERGE,

BHSEH Bl T ASEIRUERRSFYEHER
Ml, REIF=EBEER M1 —BoMRRMILTHE, 5
—WRETFHWARMEIRAARP,; HARPEALTHERR
B0, Eit, NS PEHBREMIETEEEER X,

EREYRA Copure® 223 ZIhEESUiE, K THMES
FEMBHREGN, BiuFHAESEERE ML M2
B LC M A *x. FNKE (5ng/g, 10 ng/g) MINARE
UK ZR197E 90-110 % Z i8], RSD E/NTF 5 %, BRI
RMEWERFEANRME,. SAEERERERE, EFE
WESMRAE RTINS, BIER FIMPEHESE
M BRSNS E 75 5.

2R (GB 5009.24-2016 BmREERTE RmTHME
FEMBERNE) -

—. HmaitiE

1.1 B RIZEX

1) FREX 4 gi#EF 50 mL B.OEH, 1IN 10 mL 28,
REERS, ETBAEK/RIER SR JIFEKRPIRS 20
min, 7E 6000 r/min T&. 10 min, BXEERER,

1.2 #Hasfe

1) FIREIEHEPRMA 10 mL #RIZEUR,

2) BAESRE MR ETRENRER, FRTESRK
HERXERKR,

3) B EER AR MR LREVE £ MIMEL EP
EH,

4) S mL AR, ASRT, B 1 mLEREER,
ANE 30s AfERE, i 0.22um WIS, LMD,

. IUEEH

{%281%&: UltiMate 3000 (Thermo Fisher Scientific) ,
B2 FLD #iNI28

BiEtE: Agilent ZORBAX C18 (4.6 mm X250 mm, 5pm)
TEAE: A: EETFK B: ZBE- BEE (50/50)
TREIAEERR R A, T0%; B, 30%

SR 1.0 mL/min

R =R

BEEAFR: 20.0 mL

MR BUL R 360 nm, &KEHEK 430 nm
MEE: RAEKMBE (FLD)

=. FRER
®1 FNHPHEMBFE M EMAREINSLIER

il & Copure®223 ER A &%
Lo bl =]
(ng/g) [EIKER/% RSD/% [EIE R/% RSD/%
5 935 411 935 4.53
AFT M1
10 94.1 425 89.5 455
5 95.1 3.50 95.5 531
AFT M2
10 94.2 425 9.4 5.51

ME 1 FE]H], 2238 Copure® 223 ZIhE R Wi R LA E
&, REUVRPFEIEA M, BT RETFH, #HK
RRNTEARNARE;, MR 1AM, EHESEHE ML M2
B EIURZEIITE 90-110% 28], RSD E/NF 5%, #EHER
BERARR.

5 900
\
o i — ———— — - ——— e
B 7 T 2
120 060, 1+ [manually integrate Enission_1
500,00 i
400000
200000
-AFTY - AF
o LT g

oo 20 <0 60 80 100 120 140 160 180 200

1 BAZEAIRAIEFEHNEIEE (Sng/g)
(DEM A @i - 2L , @ Copure®223- B, @FIHER - KAL)

ITHES

EaEs B bi:3u &

COAF226 Copure® 226 ZIhaeg it ERAFBIHIE, BHHESEHEBL. B2, Gl G2 BE/&2
COAF228 Copure® 228 ZINRES T BEEER, EfESFEHBL. B2, Gl. G2 B¥X/=
COAF224 Copure® 224 ZIN8E5LiE FRFBIHE BX/=
COAF223 Copure® 223 ZIM8E45LiE HIMEER M1, M2 BX/=
COAF229 Copure® 229 ZThap it EMBER BX/=
COAF230 Copure® 230 ZIN8ESiE RS BER/=

% (== N . s \\’/ \%, E, u D 35/\, " EE/\, [==
COAF302 Copure® 302 SIHEES Lk BEHESHE B Gk MiE, EXABHE, KHFER, T2FXK, RHES »BE/E

%, RB5HK, 3- ZHRASEHIERE, 15 ZHEASEHIEGE
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EEFR

ol

EXRBPERFBIHIICVNEMZEINSZE (Copure® 224 SIhkE

L)

EXRFAEBIEER (zearalenone, ZEN) BE—FABIIRE~EH
EHEKERS R, EEETREIIESRNAYF (VNE£.
XK, HMEMAZEE);, ERFBHRAS—MELNNERS
HSR, etRCERNSRARIENETENETESEZ —H

LYEBXRTREXRFREHIASRNENE, S/ 4EMHE.
IEHENRRINHERSANE N, BdmPtameEk
AR, EIbEEREMENERRERRENER
FERFBFEHESE, S TRIERTLABEENE X,

EAEMRARTBEEM LN Copure®224 ZINEES LI,
B B ERABEERNE LC KNS E. %55
NKFE (8 ng/g, 16 ng/g) HIMAREIURZEIYTE 90-100 %
ZIal, RSD/IF 10 %, BRIEEERE, SERIIMNTERE
tb, BEEWESMRERERREFNMNT, EBEAE
KPP ERFBIHIRNNSE HE,

RAFERTIREREHME, B, Bh. 6 EREH R,
KRE. HEF. SREWHPERABIFRNNE,

20 (GB 5009.209-2016 BRRLERINE BmPEXK
HREHRRIUE ) o

—. HFaaitE

1.1 #aizEn

1) #REXS5 g #¥dh, MO 1 g, BN 20 mL 285 -
KBER (9+1) REHS,

2) i®BE 15 min &, 6000 r/min B 5 min, B EER,
A,

1.2 Al

1) mIREIAEPMA 10 mL #RIZER.

2) B EBREAMNIRETRBEANLE R, FRTERK
REERERR,

3) B LER L ENE RIRBURENH £+ Milsl EP
B,

4) BY5 mL S EIRENR, RSRT, B 1 mLAERMEER,
JRIE 30s AMRTRE, 1T 0.22 um FFLIERE, £

=, (NEERH

1V 281& % UltiMate 3000 (Thermo Fisher Scientific) ,
B2 FLD 27125

190 | www.biocomma.cn

B Agilent ZORBAX C18 (4.6 mm X250 mm, 5um)
TEiE: A 2B

B: EBETFK
C: Hfg
TRENAEREE :
® 1 monEnhiER
BiE] A (%) B (%) C (%)
0.00 52 40 8
5.00 52 40 8
8.00 95 5 0
11.00 95 5 0
13.00 52 40 8
17.00 52 40 8
I 1.0 mL/min
R =8
HAFAERR: 50.0 mL
MR SRR 274 nm, RETEK 440 nm
KMEE: Fokmes (FLD)
=. LegR
&2 EARMHPERFBSHIMNARE RIS R
iz Copure®224 E5h A Rh8 ER B @&
ﬁgjm KE G Bz Bz
(ng/g) pjo, RSDI% g, RSDI% "L RSD/%
Iy 8 955 62 984 60 145 51
BE® 16 | 901 | 68 | 921 | 65 125 5.7

— b LS [ Y.

o — R —

1 FAREZTEFUELEFRENREMRE (ORKMRIR - KEHULE
@ Copure®224- #LSME G ESMA @HF - S HAIE @ BN B @hE - FLAME)

ME 1 HEH, £33 Copure®224 F ARG, REBURT
BEREAS WM ; Copure®224 W EBMREE, HiiE
BENS5ESN A mIEMER B mhEHEIT,



counts

1 866 counts

min

| 11 -ZEN-8026 6085
T

min

- JL
==

|11 ZEN-8.000

| v1-ZEN-7986

E2FRmEZHEECELEMNTHRENEEE (OXRMER- RALLE

300

800 500 020 B

274 300 350 400 <50 500 550 600

@ Copure®224- SLAME @ EShA BiE - SR @ ER B & - S LAIR)

ME 2 FEH, £33 Copure®224 F A EfE, EHIERS
AR M, BEEARRKIEEL; Copure®224 By
REBRRRSEN A REHEE, MTFER B @,

700 750 800 850 500 555

3 {BF8 Copure®224 # U EBINNITHT MBI EIEE (8 ng/g)

THiES

FRiES =t ik U

COAF226 Copure® 226 ZIMAER AT ERABIFN, HHESEHBL B2 Gl G2 KX/ &
COAF228 Copure® 228 ZIAE AT BES%, S#BEEBL. B2 Gl G2 K%/ &
COAF224 Copure® 224 ZIfEESWIE EXRFBIHE BE/E
COAF223 Copure® 223 ZIAEA AT HEBER ML, M2 PoEA bt
COAF229 Copure® 229 ZINEESRbAE HEHEER BX/&
COAF230 Copure® 230 ZIhAE%biE MR Z53 PEE-
COAF302 Copure® 302 SIhEE S HMBEHRBIE Gk, MR, EXRABIFE, BHSFER, T25%K, HhES »E/E

%, RBFH, 3- ZBRATEBEIEGRE, 15 ZBRASREIREGE
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EEFR

ol

IDERIEH SRS WM EEZERS & (Copure® 230 SThEER L)

XMt & HE W MEER S E ST E KB (deoxynivalenol,
DON) , HER—HEIRASHELEY, BT ZSREBS]
R ERSER, WMMARESER, NEEIEER
64, BRIRMSRNTRI WIENZ—. ENEEFMIH
Higd, RHBRHEEEPHNGEIREET/NENH, &
BRAMINE KB, EIEE RN S EY R
BREFRTSESE, TTRIBREEEEEENE N

EREYRARRBEEIMALL Copure®230 ZIhaE L,
BI/NEMHRIRIESZQMAY LC M LC-MS/MS FR 10
k. LCAEFMNKE (200 ng/g, 400 ng/g) BINMNAR
B W 1Y 7E 90-120 % Z i8], RSD /NF 10 %; LC-MS/MS
BERFNKE (40 ng/g, 60 ng/g) HIMNAREIIRIGTE
90-110 % &, RSD /NF 10 %. 775 EIRIEREREE,
SERIMERAELL, EERINESIRERRIITFHRSE,
BEMSE N/ NEM IR FZ X0 NS E %K.

20 (GB 5009.111-2016 BmEZ2ERINE BMmPRE
EEBIEFREREZBUITEDRNE ) -

—. tFmanihig

1.1 #MmIRE

1) FREX 2 g &, BIMA 20 mL 2B - AAR (9+1) B
&ai94,

2) S®HE 15 min /&, 6000 r/min B 5 min, B EER,
e,

1.2 #aA

1) MR EFMAN 10 mL # RIEER.

2) FEUEBREAMRETRENLE R, R TESRK
HEERERR.

3) Kt LB R0 iz EURENH =4 ek EP B,
4) BY 5 mL B EEREVE, 40°CTRSRT, A 1 mL#14amRah
BEIE, RIE 30s BHETRS, T 0.22 um HFLIEEE, LS.

=, INEBFH

LC 5%

X 881&%: UltiMate 3000 (Thermo Fisher Scientific) ,
i DAD #2328

@it Agilent ZORBAX C18 (4.6 mm X250 mm, 5 pum)

TEhiE: A: BEZ B: EEFK

TRENtEREEE

xR 1 WohiBAIRIZRE
Bl A (%) B (%)
0.00 20 80
2.00 20 80
10.00 70 30
12.00 70 30
13.50 20 80
16.00 20 80

192 | www.biocomma.cn

S 0.8 mL/min
HAEAFR: 50.0 mL

R 35°C
MR 218 nm

LC-MS/MS 7%

NBRIRE: WABE - BREXFUZECAY SCIEX Triple Quad™
4500

@®igtE: C18, 1.9um, 2.1x100mm

TREbAE: Al K B: Hiz

TRENFERERE: #1%4 95%A (0 min~1 min) , 95%~5%A (1.1
min~3 min) ,

5%A (3.1 min~3.5min) , 95%A (3.51min~6.0min) o
A 0.3 mL/min

HE: ER HEEEFD: 4.0 mL
BFREERX: ESI- AN EEFREEN (MRM)
REXM:
R2BFEESH
wEamEm | BBF (m/z2) | FBEF (m/2) CE(V) | DP(V)
265.1* -15.0 -15.0
DON 295.1
138.2 -26.0 -12.0
307.1* -16.0 -12.0
3A-DON 337.0
173.0 -15.0 -12.0
150.0* -25.0 -12.0
15A-DON 337.0
219.1 -16.0 -12.0
261.0 -16.0 -12.0
13C-DON 310.1
279.1* -16.0 -12.0
323.0* -16.0 -12.0
13C-3-ADON 354.0
230.0 -20.0 -13.0
D PAEEBRF
=. FIEEER
LC /3%

1 FFREZ IR LELBMARERENEEE (O/NEHER-KELLE
@ Copure®230- F#LA0IE @ EM B % - AHAIE @ EIhA @hE - F A IR)

ME 1 HETH, £33 Copure®230 FHAAEE, EHKS
Z Pt A RO, BIEEPIEE D, BIRIEENETINIE,
EEEEM; Copure®230 HEFRERMRASMTERB
mahg, SEIN A @AM, BEULEETE 90-120% 28, HE
LIFERAF K.



& 3 LC AAMMRERSLINE R

— R Copure® 230 E5h A kg EX B @hg
. KFE (ng/g) Bl R/% RSD/% EIE R/% RSD/% Bl R/% RSD/%
200 115 1.74 85.1 3.95 145 1.60
IR E R
400 101 7.39 116 8.78 146 9.54

182 7 200 300

2 fiF8 Copure®230 2 /ERIMNARE 2BV EIZE (200 ng/g)

LC-MS/MS A&

200

500 500 700 800 500

% 4 LC-MS/MS FHEMIREUNEIRER

1000 05

‘I
\

B3 FRSES WIS L MBI BEH TIC SRE (DNEHIE-F 5 LR
@ Copure®230- #ANE B ES A GHR - BILIEE @ EIP B @ - BHALE)

ME 3 FRaEHl, &3 Copure®230 &b IEfE, TIC B
FORBERM, BEEPRIEE/D, DON. 3A-DON.
15A-DON = B ¥ B ETE 95~110% Z /8], &SRR

2R, BEFtgSEINERES.

R Lo Copure®230 Bl A kg EX B fhg
= KE (ng/g) E¥%E R/% RSD/% EUE R/% RSD/% EIUE R/% RSD/%
40 102 3.59 99.5 1.67 103 5.19
DON
60 95.9 3.39 99.2 1.51 97.5 2.05
40 97.1 3.10 95.8 3.66 97.5 4.10
3A-DON
60 106 3.46 101 7.61 100 3.32
40 91.2 1.64 94.0 1.06 93.2 2.14
15A-DON
60 106 0.63 102 3.60 1.08 2.77
ITHES
FmiEs B/ i3 g
COAF226 Copure® 226 ZIN8ES LI ERABIHIR, #EhBESERBL. B2, Gl. G2 BX/=
COAF228 Copure® 228 ZIfEE%WE BEEXR, 5fB5% Bl. B2, Gl. G2 BX /&
COAF224 Copure® 224 ZInBE % 0E FRABIHE BE/=
COAF223 Copure® 223 ZIEE R WAE HEHESE ML, M2 X /&
COAF229 Copure® 229 ZINEERbiE i BXR/=
COAF230 Copure® 230 ZIhaESbiE =23 BZ/R
BE= Bk . M#&, EXABIFERE, BHSEE, T25%, £
COAF302 Copure® 302 BBES it HHBSHE B Gk MI&, EXRAFRBIFE, XIEHER R, HEES B/ A

%, RBFH, 3- ZBRATEBEIREGE, 15 ZBRASRHEIREGE
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HEHFR

ol

RXEHPHMESE A €NNNEHEZENGZE (Copure® 229 SIjEE

L)

HHSSRE—CHEENESRERNMESY), H24%
HEHSEERERAINE-—RLEESR. RIERHESEH
WEEMRRRE, BERMDAA B, C3%, HPAZK
(Ochratoxin A, OTA) &K, BR&E - —EAKRA
OTA SRR, OTA R B MERGWRUFH N F K
BUFPE R, EILAEE R MR R FYI R B B P
HESZASE, WTRIEMREEFEENT N

EEEYIRARNBEEM AN Copure®229 ZINEE S L,
BIASMHBHEMESE AR LC Ak, LCHEPR
MIKF (4 ng/g, 8 ng/g) BINNAREIREIGTE 90-110 % Z 8],
RSD /NF 10 %, & REREIRE, SERIMIZRIE
th, BECRESHMREMRENMRE, EBEIAEH
hiEMSEE ANBES A,

28 (GB5009.96-2016 EmZEERTE BEm S
FEABNUED

—. HFmaihi2

1.1 B RiRE

1) #REX5 g #¥Edm, BN 20 mL 205 - AGAK (84: 16) SREIS.
2) JAKE 15 min [, 6000 r/min .0, 5 min, BYE7ER, 8.
1.2 H&qEl

1) AEERXESRMA 10 mL #51REK.

2) BERUEBRREIMNZETRIENAES, FATE2K
FEIRE Ko

3) it EERR R IREURENE =R IR EP B,
4) BY 5 mL BMUIRENR, 40°CTREMT, A 1 mL a5
HER, RiE30s AREILE, i 0.22 um HELTERE, A9,
=, INEEN

{Y281& % UltiMate 3000 (Thermo Fisher Scientific) ,
fic FLD #2238

BigE: Agilent ZORBAX C18 (4.6 mm X250 mm, 5pum)
TREDME: A: 2% ZFRk B: ZBE

A 1.0mL/min  #8: 30°C  #HEEKFR: 10.0 mL
KMBE : kR 333 nm, &5TKK 460 nm

IS &AKNEE (FLD)

=. CIgsER

J ot o~ N

1 AREREZEEUCELBMNGERENCEE (DRXIHEFR- KA LLE
@ Copure®229- FA0E @ EM B @ - FHWAIE @ EIhA kg - S IE)

ME 1 ha]s0, 2233 Copure®229 A& bAMEfE, EHRDPZIER
IR, EIGEAZIEE D, BIRESINE T, E2E &,

%R 2 11§, Copure®229 M[EIWZETE 90-110% i8], RSD
< 10%, S5EINA BB, TER B @R, JLUHERE
E#R (GB 2761-2017) 1 {GB 5009.96-2016) HIfEAER,

&2 LC HEIAREI SRR R

‘ tmks | Biocomma E5h A FhE ER B &k
ENEE kT EwE Ik Bl
(ng/g) R/% RSD/% R/% RSD/% R/% RSD/%

B 4 987 | 132 944 208 | 741 710
- EA 8 | 976 404 102 | 304 503 151

TRENAEIRE
& 1 mohiBRliiERs
B i) A (%) B (%) -
0.00 50 50 AN
1.00 50 50
150 0 0 R M TR T e e T e ¥
2 878 Copure®229 #LERIIF S EEE (8ng/)
ITHES
FmiEs B 3% g
COAF226 Copure® 226 ZINEESE FXABIHE, BEHMBESEHEBL. B2, Gl G2 BE/=
COAF228 Copure® 228 SHEE S AT BEEE, BMESEBL B Gl. G2 B%H /=
COAF224 Copure® 224 ZIhEe#0HE EXRABIHE BE/E
COAF223 Copure® 223 SIEESAE HHBSEML. M2 B%/ &
COAF229 Copure® 229 ZINBESEWAE HHEBER KL /&
COAF230 Copure® 230 ZHEESAE IRt BE/ A
HEMESE B GiR MM, EXASER, RHSs, T2 55, DS
COAF302 Copure® 302 STE 0k HESE B Gk MK, TRABIGE, WLEE, 285, HEEE .4 o

%, RBEHR, 3- ZBRASEBEIREGRE, 15 ZBRaSEHEIREGE

194 | www.biocomma.cn



hEWD 10 HAESRICNNEHEZEINGZE (Copure® 302 SIhkE

L)

HERSZRHERTEEERREEGE TEEN—RIEER
EREEY, BERAGEBANERSEZENIELSX. B
FHHERESNERSEZTIEHMERE (Aspergillus) «
SFE5HERE (Penicillium) UKEIIERE (Fusarium) %
HESYE, BFEEMESE (Aflatoxin) « HHESE
A(Ochratoxin A) . Z*&EIE R (Sterigmatocystin) «
BESE%H (Patulin) « REEXR (Fumonisin) . EXFK
FIHEA (Zearalenone) . IXItEFZE (Deoxynivalenol)
EEFNEHE (NIV) | T25FS

EREYRARHBEMAR Copure®302 £IhEE AL,
BI/NET 10 MARS RN LC-MS/MS #3757,
%73 AR KRN AR E W ER Y 7E 90-100 % Z (8], RSD
INF 10%, BRIFEIERE, SERNZHAL, BEEK
K@MGRR UM RIFOMNE, EBENNZHRSTHE
BERWVNSERS .

—. o2

1.1 HRIRE

1) #FEXS gid ¥ F 50 mLBOES, AN 20 mL ZBE- 7Kk -
ZEA®R (80:19:1) , REERS, BEFBERK / RIERS
SSWIERPIRS 20 min, £ 6000 r/min T&. 10 min,
By EERER,

1.2 #FaAl

1) MBI EPRMAN 10 mL # RIZER.

2) BAUEBRBANRETURBANRESR, HRATESRK
HERE R,

3) R EEDF LR RIREBUKRELH EF @il EP
B,

4) BUS mLAKIREVE, 40°CRETRSIWEETF, MA
ZRE -7k (50:50) ABRESE 1 mL, JRIE 30s BREHE,
TR FLIEE, £,

. INBEH
{Y281&%&: UPLC-MS/MS(Thermo Scientific TSQ Endura)
@i%E: Commasil® BEH T-C18 (2.1 mm X 100 mm,3 pm)
TREAE: A: 5mM ZER$Z (0.1% BRER) AR

B: Z8E (0.1% BER) AR
SRBNAEIERE: #0958 90%A, 40%A (0 min~2 min) , 10%A (2
min~6 min) , 10%A (6min~7min) , 90%A (Tmin~8min) ,
90%A (8min~10min)
S 0.3 mL/min
HE ER
BEERFR: 5.0 mL
BRig &

#|SEAS: 30arb
BEFEmE: 300 °C

HWSES: 8arb
HSBEE: 350°C

BNAER: ZBFRNMEN (MRM) ;
HEAN EEFEIL (ESIH) MAagF&EL (ESI-)
® 1 BTEESH

- B id] RF Lens CE
BAFMEH .‘ﬂll&‘ i\ 88F FEF
(min)  (m/z) | (m/2) (V) (v)
313.0 285.0 195 33.00
BHESHEBL 298
313.0 241.0* 195 51.00
315.0 287.0 176 37.00
BHESEHRB2 2.9
315.0 259.0* 176 41.00
329.0 243.0% 192 39.00
BHESHEGL 291
329.0 283.0 192 35.00
331.0 245.0* 169 41.00
HHMBESHEG2  4.09
331.0 285.0 169 39.00
722.0 334.2¢ 298 32.75
REEZX BL 2.66
722.0 352.3 298 30.51
706.1 336.3* 233 31.72
RBHEB2 2.81
706.1 354.3 233 30.12
489 245.1* 217 26.15
T28%K 3.57
489 387.1 217 20.08
319 69* 93 40.00
Xt R 3.11
319 283 93 15.00
404.1 238.9* 132 22.28
EHBSEA 3.72
404.1 358.0 132 13.15
317 175.1* 99 18.64
ERFBIFE | 3.82
317 187 99 10.23

d EXABHERNAABEFRK (ESI) , Htgn
EBEFERX (ESIH+) ; “AEEEF.

=. FEER
R 2/NEZMH 10 MEESRMAREIULSLI0LS

AR Copure®302 ER A ®hE
e
(ng/g) [EUk=E R/% RSD/% [EUXE R/% RSD/%
0.5 92.5 6.1 85.1 6.2
HEHBEEE 81
1.0 92.1 6.5 83.5 6.5
0.5 93.5 5.0 89.6 7.1
HHEEE B2
1.0 94.5 51 90.5 7.5
0.5 94.0 6.5 92.2 7.5
HBEZ Gl
1.0 95.5 6.8 96.2 6.5
0.5 96.5 7.5 91.5 6.4
EHBEERG2
1.0 95.8 ) 93.1 6.1
\ 10 94.2 6.5 92.1 7.3
RBEZBL
20 93.2 6.5 87.5 7.5
10 94.1 55 92.1 8.5
RDEZ B2
20 92.7 57 93.1 8.6
5 96.5 7.5 90.5 6.9
T28&
10 95.8 8.5 89.4 7.5
25 91.1 8.1 91.2 51
IR
50 95.2 8.1 92.1 6.5
5 96.1 7.5 82.5 6.3
FEHBEERA
10 98.2 7.6 81.4 7.5
5 95.1 6.3 83.2 8.1
EXFBIFE
10 97.4 6.5 84.5 8.5
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HE#HR
R R R R R R

Pl

MK 2 E]Hl, A Copure® 302 ZIhae AR, R 0001000 509 N
100 1.13E5
BE0OMZER (RHES KR BL. B2, Gl G2, X %0 e
KRB, BHEER, T25%, RHMESEHE, KIEXR &0
Bl. B2) MIEIKERIGE 90-110% 28], RSD/NF 10 %,
5 60
EEERETN R TFEN A R4 e
é 40
ME 1740, R Copure® 302 ZINEERWiT R0 IERE %
migBURE, EAVRPBRBRFHRL, BAinYESHE 3
- b EE S R o A fg S 01 o he
BIRE, BHEAMGIRBTNRTFENA QM EBHRRT g T T 6 g
BEAER. o
RT: 0.00 - 10.00 RT::;;E’W‘“” 509 sa7 ';‘.IE;BES
100 3.72 2'54 o o] 5.08 TIC MS
902 TIC Ms ]
E 80 5.28
80 707
E 3.74 8
° 7[]: 371 ,-E 50,: 5.06 5.29
E su—; 2 s0-
2 w0 £ o
% 40— 4.07 * 302
e LRSS LY T
0 7 8 9 10
Time (min)
Time (min) 1 FE) R 2 ThaE S R IIATAY 580 TIC BIEE

(ONEHER - FBULIE QEA A @R - FUE @ Copure®302- BLAME )

ITHER

ERiER et i it

COAF226 Copure® 226 ZIhag e uit FAKARBIHE, HBESEHBL. B2, Gl G2 BE/=
COAF228 Copure® 228 ZInge/S i B58XR, &fiS5EBl. B2, Gl. G2 BX/=R
COAF224 Copure® 224 ZIhaE s uiE FRRBIHER BZ/=
COAF223 Copure® 223 ZInEE S0 BHESEE ML M2 BE /&
COAF229 Copure® 229 ZInES Lt EMBER BZ/=
COAF230 Copure® 230 ZIhaE8 kit i BX/&E
COAF302 Copure® 302 SIhEE S BHMBSRBIE. G Mk, ERABIHE, BHER, T25XK, HESER, %% /A

REEBR, 3- ZBHESERIEGE, 15- ZHRATBHRIEHE
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HEHR

EXRBPEMBSRICNDEEEIRZENSZE (Copure® 226 3T

RERILIR)

BB S X (aflatoxins) E—MMHEHENFEHEEE
BEEIRFAEEFENRERR~Y), HEMEEES—
PIERAFF—DAREDE, RATENEMESHER
BEAFEMARR DN Bl B2, Gl. G2 @M, BMER
FEHEHRULBRESHRSANPATHEEARERSE,
BOSERNREMENAHABRKREERARL, BTHNER
FRENTER. &, NHERETER, BIRYHESLES,
BEALRRE,

EAEYFEE 24 7L Copure® 226 ZIHAEELIR, ST
HHESRNRE. SEERN., BIEANTEHES
% Bl. B2. Gl. G2 #&MAI LC-MS/MS #iM 5 5k. Bk
F (0.5.ng/g, 1.0 ng/g) RIMNAREIUREEIYIE 90-110 % Z
i8], FLIEIEURER CV E/INTF 5 %, AFERIERERE, B
BRINESHPRERREFIME, EBERN ERMPED
ESZRNNBES A,

KEZERTEMRESR. SRNERIG. BRRTFE.
s RESIS. AkS. B4 EASRMNEL) HEGE
mAPEMEEER Bl. B2. Gl. G2 BIlIE,

28 (GB5009.22-2016 BERMTLERITAE BRPHEMN
E5Z B &M G IRBIME) o

—. FmaiiE

1.1 #MmIRE

1) FRER 5 gid#¥F 50 mL BOER, MA—E2RMUER
HRIVERIRZRSEEE 30 min,

2) MO\ 20 mL ZBE - KA%K (84+16) , RIERS, BEF
BE R [ RER 7S FIER PR 20 min, £ 6000 r/min
TEL 10 min, B EERERH.

1.2 #FaAl

1) R 2478 IR ETE 24 FLRER £, BRAKRTL
NN 6 mL # iR EUR.

2) 124 FUAARFIWEIRKNEE 24 FLIEERIEET,
FRAEAX, 8RB SFILERSNRE, LR,
3) WESMEEHES, EFRERTEERERT.

4) B4 mLERAFRNKR, 40°CTFTRSIRT, A1 mLiiE
MENMEEE, JRIE 30s AMAAE, & 0.22 um HFLEE,
£,

. INEBEH

Y2154 UPLC-MS/MS(Thermo Scientific TSQ Endura)
@& Thermo C18 (2.1x100 mm, 1.7um)
EnAE: A: 0.1% FERK B: 2

ROHHERERE: #1084 80%A, 20%A (0 min~2 min) , 20%A (2
min~3 min) , 80%A (3 min~3.1min) , 80%A (3.1min~5min)

ER: 0.3 mL/min
HE: ER

HEEFD: 5.0 mL

Buig &
WNAR: ZBFREEN (MRM) ;
xR 1 BFRIEHISMYT
Curtain Gas (CUR) 35.0
Collision Gas (CAD) 9
lonSpray Voltage (IS) 5500
Temperature (TEM) 550
lon Source Gasl (GS1) 50.0
lon Source Gas2 (GS2) 50.0
R2BFEESH
wEaMmanm | B8EF (m/z)  FEF (m/2) DP(V) | CE(V)
313.000 285.000* 100.000 | 33.000
AFT B1
313.000 241.000 100.000 | 51.000
315.000 287.000* 95.000 | 37.000
AFT B2
315.000 259.000 89.000 | 41.000
329.000 243.000* 98.000 | 39.000
AFT G1
329.000 283.000 91.000 35.000
331.000 245.000* 113.000 | 41.000
AFT G2
331.000 285.000 103.000 | 39.000

1 ARSI FRME R SRR AR E
(DEARMPHS - KAULIE @ Copure®226 ZINEEAUAR - BLLE )

ME 1], 455 Copure® 226 ZIhEEE IR 2L E
&, REVERFERKBAEWM, BORRTFIN; B2F,
RERBARIRMKT, TIC BEERRIESE LD, EVRETSE;
24 MR E B F R OIRERIYTE 90-110% 2 (8], FLiE)
ElUE CV E/NF 5%, REHERKRFEARER.
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&3 ERYPEMBERMIRE RIS

_ Copure® 226 ZIhEES IR
Rl = | MAzKE (ng/g)
FYEIE R/% (n=24) CV/%
05 105 3.92
AFT B1
1.0 101 241
05 102 4.12
AFT B2
1.0 95.8 4.15
05 105 2.69
AFTG1
1.0 104 4.13
05 101 428
AFT G2
1.0 954 375
. o : AR 84%7e Eéé::%%“
2 so £ es
® 3~
2 ERSWEEB IR IR EL TIC &i5E
(DERBIES - RFUME @ Copure®226 ZURERILIR - FLaIE )
ITHES
FmiEs B bi:3u FAg
COAF226-GTL Copure® 226 ZIEEEILIR FARFBIHE, HHBEERBL. B2, Gl G2 1%/8
COAF228-GTL Copure® 228 ZINREH IR RES=, #HESEHEBL. B2, Gl. G2 13R/8
COAF224-GTL Copure® 224 ZThag &b IR ERRBIFER 1R/=
COAF223-GTL Copure®223 ZIELELIR HBMEEE ML M2 1%/8
COAF229-GTL Copure® 229 ZIEES1LIR REBEER 1R/ &
COAF230-GTL Copure® 230 ZINEE R AR IXItEHHR 1R/ 8
BEZBIK. Gk MK, FXABHR, KSR, 7255, #HihS
COAF302-GTL Copure? 302 STifly e b GFR MIX, IATBEE, MILER, T2ER, BEE ),

F%, RDER, 3- ZHNRASEFHEIREGRE, 15- ZHRASERIREGE
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ERBPRESEIELVNEBEEEZEINE (Copure®228 Z1)

RERLIR )

REBZRE —MUEFEERNKRSRY), EEHKR,
KREIBAMRERIBE L. BESEYARDYIIRE
WENERFR. SABRTEEEER, JEIXMAR
RBVE SRR S EEETREE. ETREBENS
MRHEHERIER, FTREEFBRINFELE,

2R EYIRBARE XL 24 7L Copure® 228 ZIhHE)
iR, TMTRESENE. @SN, BIFERESP
EBEBZNN LC tM5%, ZAERNKE (5ng/g, 10
ng/g) BINMAREIWERIYIE 90-110 % Zi8), FLIEIEUER CV &
INF 5%, ARFRIRIEREREE, RERIWESHREMR
RS, BEBIEN EREPREBERNNNSE HE,

rEFEERTER. L. RETENELXERTRES
FRUNE

28 (GB5009.185-2016 BEmZLERMERMTES
BEVED -

—. HmAiiE

1.1 #MmIREX

1) #FER 4 g ¥, BZBEERE 25 mL,

2)®BES5 min, 6000 r/min B0y 5 min, X EER, fE2 A

1.2 el

1) B2 5 URMEBE 24 FLKERLE, BRSKIRT
RN 6 mL B RIZEUR.

2) 24 FLARFEEIRNET 24 FLEERIEET,
FESEX, E2URILANESILFERNN, TERT.
3) AESEREES, FERIRBRIEERERF,.

4) BR 4 mLEME R, 1IN 20 uL ZE8, 40°CTFRSmT,
B 1mLZBAaRER, R 30s AMR%E, i3 0.22 pm
FLEEE, EMDH,

. INEBEH

¢ 881% % UltiMate 3000 (Thermo Fisher Scientific) ,
B FLD #2328

Bi%iE: Agilent ZORBAX C18 (4.6 mm X250 mm, 5 pum)
moniE: Ar EBTFK B 2

TRENFEREEE: 5% B (Omin~13min), 100% B(13min~15min), 5%
B (15min~20min)

FIE: 1.0mL/min #8: 40°C AT
MK 276 nm  #MES: DAD #NI28
=. FLIBER

20.0 mL

" —J’\/A'\,.k_L

A [ _M‘J

200!
100: j\

1 ERZ WA UIRAER R BIEE
(D REEF R - KPFULIE @ Copure® 228 ZIREA IR - HLAIE )

ME 1 HAEHl, 2253 Copure® 228 £ IR A bR /AL ALIE
B, ENVERREHBERN, SEEPREED, BF
BSDEFHE, EEEEH; 24 NMLAREFBRNEL
FKIFTE 90-110% i8], FLEIEUER CVE/NTF 5 %, BEWR
B ERAFER.

® 1 ERERRBFBHRIMTEINIRELE

| -PAT- 12627
SPAT- 126

‘ Copure® 228 ZIhEE SR
MR | Rk TE (ng/g)

| e/8)  pismwE R (n=24)  CV/%

\ 5 94.5 223
BEBXR

\ 10 95.6 3.45

/y“/\, N\

ol \;,AJ;/;ALF\,,, T e : \\

o3 1750 1200 12550 1300 1350 1400 1850 1500 1550 1574

2 fEF8 Copure® 228 ZINREA WAL BRI REIEE (5ng/g)

ITHER
ERiES A Eipus g
COAF226-GTL Copure® 226 ZINELE IR EKFBIFN, BEMESEBL. B2 Gl G2 1R/&
COAF228-GTL Copure® 228 ZIhAEE AR BEBZE, B#MBS%Bl. B2, Gl G2 1R/&
COAF224-GTL Copure® 224 ZIhEE%LIR FRAFREIHR 1R/ =2
COAF223-GTL Copure® 223 ZIhEEE AR BH#MBEE ML, M2 1R/ &8
COAF229-GTL Copure® 229 ZINEESIR EEER 1%/ &
COAF230-GTL Copure® 230 ZIhEE LR S 18R/=
COAF302-GTL Copure® 302 ZIhEEE LR REBSFEBIE O MK, TRABEE, MLEE, T2EF, HHE 18R/ =

X, A35E, 3- CHBASEHNEKE, 15 CHEARSBERIEGE
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HEHR

EXRBPERFBHIIEVNEBEEMZENSGZE (Copure®224 2

ThieFEiR)

EHKARBIE (zearalenone, ZEN) 2E—FHBEIIE 4N
EHALEESR, EEETRHRIIBSRNAY D (/NE.
ERK HMENAEZE ), EXABHRBE—MELNARNS
BS%, RHRACERNSRRENRTCENERSEL —®
HEBRETHERRSBREISRNARNG, SF=EMHE.
EHERMRRIMGERSERFEmR, Bt ERER
ANERERR, FIE &R FER R ER RS &
FERFBHFEREE, WTFRIIERXLEGEENE N

255 A )R B T E E B 49 24 7L Copure® 224 S IHAE
BIR, TIT EXABARORE SERRN. BT
TR TRABIEIRN LCNE, ZHEH K
T (8ng/g, 16 ng/g) MIMAREIKZEIYEE 90-110 % i,
FLIEEME CV ENTF 5 %, ATSAREEERE, AEE
RSB RNRTORS, EBENERGTEXFE
FE NS E 755,

S8 (GB 5009.209-2016 BEmELEXRINE BmPAEXK
FRBIFERGUE D o

—. PEmpiibi2

1.1 #MmIREL

1) #REXS g ¥ &, MA1lg &L, BIMA20 mLZHE -
KBKR (9+1) RES,

2) S®FE 15 min /&, 6000 r/min B 5 min, B &R,
e,

1.2 gl

1) B24 8RB 24 FLINER &, BESKIRTL
NN 6 mL #F @iREUR,

2) ¥ 24 FLBUARFIRERKET 24 FLIEERIEET,
FESEFAX, EAURALMNESILRINE, TERIT.
3) BBSMAHHES, EFRRERSEERERT.

4) B4 mL#ERENR, 40°CTRSWT, B 1mLilE
MMEHARE S, RE 30s BERE, & 0.22 um HFLIEE,
ENDHo

. INEEEH
1% 231%%: UltiMate 3000 (Thermo Fisher Scientific) ,
B FLD #2325
@it Agilent ZORBAX C18 (4.6 mm X250 mm, 5 um)
TEAE: A 2B

B: XEFK

C: HEz

200 | www.biocomma.cn

TRENAERRE

& 1 mepERBIER
Bia) A (%) B (%) C (%)
0.00 52 40 8
5.00 52 40 8
8.00 95 5 0
11.00 95 5 0
13.00 52 40 8
17.00 52 40 8

AR 1.0 mL/min

HE: =R

AT 50.0 mL

MR BARK 274 nm, &K5HEK 440 nm
HMes: RHHeMeE (FLD)

=. KRER

1 EA SRR IRAIZRI G EBIEE
(DERMIREVK - RBUWIIE @ Copure® 224 ZINRERIR - SR )

ME 1 a5, Zid Copure® 224 ZINRE R LIRE L0 IE
&, REVERFERWHAERM, BOREFH.

Counts

2 EAZEEF R IER SR EIEE
(DEARMHFR - KAULIE @ Copure® 224 ZIEEEIR - BUE )



R 2 ERMPERFREBHEINAREU RN

kR Copure® 224 ZIEEFLIR
S
AR K (nglg) FHEWER/% (n=24) cv/%
s 96.1 3.64
FRIRBIHE
16 95.4 417

ME 2 RETH], 223 Copure® 224 ZINBERIRAF AR, ENRTPRERAZRM, GBETRIESE D, BIRESY
LTI, EEEERH. R2F, 24 MPERFBFIHIEUHRIYTE 90-110% 8], FLEEIUER CVE/NTF 5 %, B

REREAFER.

5.0e5

4 Deb

3.0e5+

2 Db

10854

h

i\ -ZEN -8.163

0.0e0
-1.0e54
min

-2 Des: T T T T T T T T T T T T

G625 G40 680 7.00 7.20 7.40 7.60 7.80 8.00 §.20 8.40 8.60 .80 9.00 910
318/ Copure®224 B LIRS EMIATI QBIEE (8ng/g)
ITHES
EmER et R &
COAF226-GTL Copure® 226 ZIhaR MR ERABIRER, EHBESRBL. B2, Gl G2 1R/=
COAF228-GTL Copure® 228 ZINEEE LR BE5E, #HESEBL. B2, Gl. G2 1%/ 8:
COAF224-GTL Copure® 224 ZINEESIR FHKARBIHER 1%/8
COAF223-GTL Copure® 223 Z Ik AR BHIBEHE M1 M2 1R/ &
COAF229-GTL Copure® 229 ZINEESIR FEEREER 1%/8
COAF230-GTL Copure® 230 ZIEEE LR XA 1R /&
BEEBIK. GiE MK, BXASEE, RitSE, T25%, H#hS

COAF302-GTL Copure302 BB iy o hwwRBIE GIK MK, TAAEEM, WHEE, 1255, #ME o

5, R35E, 3- ZHBMASERNEFE, 15- CHBEASERIEGE
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EEFR

ol

PEHRBELSRICVNSEEEMZEINSZE (Copure® 230 ZI)iE

F#EiR)

X 0t & &= 0 0 % B | F & 8 7] B % B2 (deoxynivalenol,
DON) , HER—MRHMAEBFEHRLEY), BT ZSREESI
BRI ERSEER, WMFARLEER, NEEIER
¥, RRMSBSENHRI WIEMZ— ENEEFNIHN
g, RIESRHEBEDHNRIRET T/ NEMH, =8
BRAMINEEER, RIS E TR MIR R EY A E
MEFRHSEESE, WTFRIERTEAFTEENE N,

TSR BRI B THIAR 24 7L, Copure® 230 2INE%1L
R, SMTIRESEMRE. SEREN, B/ EHHIK
BRI LCNTSE, LCITERRIKE (200 ng/g,
400 ng/g) H9INATEIMREISTE 90-110 % Zia), FLiaEIR
CVIEINT 5%, A EBIEEERE, BARKEEMRE
MRITHIRLE , BEBIER/ W RIRIE S E R MNSE %,

20 (GB5009.111-2016 8RR 2ERITE BRPHE
EEBIRGEREZBITEYMRNE ) .

—. PEmpiibi2

1.1 #MmIREL

1) #EX2 g &, BIMA20 mL 2B - KBK (9+1) B
&4,

2) S®HE 15 min /&, 6000 r/min B 5 min, B &R,
e,

1.2 Hasfl

1) B 2478 IR ET 24 FLRER £, BRFEHIRTL
AN 6 mL A RIREUR.

2) ¥ 24 FLAUARFRERKEE 24 FLIEERIEET,
FRREFAX, ERLRAMBIFLRINN, LER.

® 1 REERRER

Biia] A (%) B (%)
0.00 20 80
2.00 20 80
10.00 70 30
12.00 70 30
13.50 20 80
16.00 20 80
FIR: 0.8 mL/min 8 35°C
FHERFR 50.0 mL MK 218 nm

11-Don 8783
- Dor

1 A SRR IR AIRRT G BIEE
(ONEMFER - RABHWAIE @ Copure® 230 ZINRERLIR - SR )

ME 1 aHl, £id Copure® 230 ZINEEE IR S ML IR
&, EMERREHARRN, BEERRESD, BR
EZATFHE, EEEEH; 24 MNLFIRIEFREL
EKIYTE 90-110% i8], FLIEIEIWE CVE/NTF 5 %, BB
RREEAFER.

& 2 LC FAMMREURSLINLE R

3) WRSERUED, EHSRTTEERIRIRT, AR e o e

4) B4 mL#RENR, 40°CTRESWT, B 1mLil%E 200 95.9 411

REDNMEESE, RHE 30s SARIE, 1T 0.22 um MILEAE, SR 400 912 425

Batilbagin®

. UEEH

1X281&&: UltiMate 3000 (Thermo Fisher Scientific) , ‘s Nl

& DAD #a 5% I A

3% Agilent ZORBAX C18 (4.6 mm X250 mm, 5pum) A~ T

aohiE: A: BEE B: EETFK

TRENERE s I —

- 12 8 Copure® 230 SR HLAR S LB MR &EHE (200 ng/e)

EaEs B i3 &

COAF226-GTL Copure® 226 SIEEEILIR FRABIER, SHBSEEBL B2 Gl G2 1R/ &
COAF228-GTL Copure® 228 SIHEESLIR BRESE, #WBSXBL. B GL G2 1%/ &
COAF224-GTL Copure® 224 ZIhEEE IR FRFBIHE 1%/&
COAF223-GTL Copure® 223 ZIEE SR HEBEEZR M1, M2 1R/ =
COAF229-GTL Copure® 229 2B R HEESER 1R/=
COAF230-GTL Copure® 230 ZIhEEE IR = 1%/8
COAF302-GTL Copure® 302 SIS LR BHHESHBIE. GHR MR, EXRABFEH, RKHESE, T25K, HhE 152

BF, RB5%K, 3- ZHRATERIERE, 15- ZHRASERIEIGE
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FiphHthESE M IFIENNEREEMEZENSZE (Copure®223 3

ThEeFEiR)

BMSRE—XEHR (NEMSNFEHE ) WESAET
¥, ENNERREENEEYE, SHEREMIEHEMSEBI
REREEAH~Y), HSE5EMEE BLEY, 2—M
SREUEY). ST RBTREMBERBLISRNENE, &
HEZBlEMNIEASEIEMERRB~YHEHER
Ml, REI=YEtEER M1 —BoMRBRMILTHE, 5
—HoEFTFoARNETEAARSD, HPEILTHRRA
FEllo HIt, HWNAEEI PEHBR ML M2, XNRIEE
HINREBREABEEER X,

EEAEYEA 24 7L Copure® 223 LIMEEE IR, EMT
BEHESEMENRE. S@20l. Bx4hHEHE
FE MLA M2 #&MEY LC KM%, BmDKE (5 ng/g,
10 ng/g) HIINAREIREIFTE 90-110 % i8], FLiBEUEE
CVE/NF 5 %o RAEIREBEIRE, EELEKESHRR
RYRIFHINE, BEBBIERN FIHPEHBESE M EQMN
BE %

{GB 5009.24-2016 BRELERINE BmPEHE

28
< M ERRSTED o

=
=
=

—. o

1.1 ¥ IEEY

1) #REX 4 gid#F 50 mL EOE®, A 10 mL 2B,
RIERS, BETBEK/RERSBIIFEKRPIRS 20
min, £ 6000 r/min F&E. 10 min, BXEERER,

1.2 HmAl

1) B 2478 IR ETE 24 FLIRER £, BAEFRMIRAL
NN 6 mL #F iR EUR.

2) 124 FUAARFIWEIRNEE 24 FLIEERIEET,
FRAEFXR, 8RB SFILERSNLE, LE R,
3) WESMEHEHES, EFRERRTEERERT.

4) B4 mLAERALR, 40°CTRSWRTF, A1 mLiE
MENARE S, REE 30s ARRTRE, & 0.22 um HFLIEE,
£,

. IUEEH

1% 231%%: UltiMate 3000 (Thermo Fisher Scientific) ,
B2 FLD N2

BiEtE: Agilent ZORBAX C18 (4.6 mm X250 mm, 5pm)
TEAE: A: RETFK B: ZFE- BEE (50/50)
TEIAEERR R A, T0%; B, 30%

SR 1.0 mL/min

HE: =R

BEEAFR: 20.0 mL

MR 8RR 360 nm, &K EHEK 430 nm
MBS : REKMBE (FLD)

=. 4R
®1 FHPEAESE M EMAREINLIER

T Copure® 223 ZI)EE IR
wwsg " ¢
K*F (ng/g) | FEHYEWER/% (n=24) CV/%

5 103 3.85
AFT M1

10 98.4 2.28

5 98.2 4.42
AFT M2

10 95.8 4.22

ME 1A, 23 Copure® 223 £ IhEE A KR A LA
BfE, REURPROKAEKM, BHOTRETH, MR
1HEA, 24 NFLPEHSSEHE ML M2 O R E
90-110% =z &), FLIEEIWE CVE/NF 5 %, BEHERLE
ERATER.

oo 20 o €0 50 100 120 140 160 180 20

1 ERAZHEEURABHENEIEE Gng/lp) (OFPHER-K2LLE
(@ Copure®223 ZINEES AR - SR )

ITHER
ERiES & Eipus g
COAF226-GTL Copure® 226 ZIhEEE AR EKFBIFN, BEESEBL. B2 Gl G2 1R/&
COAF228-GTL Copure®228 ZIhEEE AR BEBZE, B#MBSZHBl. B2, Gl G2 1R/&
COAF224-GTL Copure® 224 ZIhEE %R ERFEIHR 1R/ =2
COAF223-GTL Copure® 223 ZIhEER AR BH#MBSE ML, M2 1R/ &8
COAF229-GTL Copure®229 ZINEESIR TEEEER 1%/8
COAF230-GTL Copure® 230 ZIhELE KR S 18R/=
COAF302-GTL Copure® 302 ZIHEEE LR REBSEBIE O MK, TRABEE, MALEE, T2EF, HHE 18R/=

BE, ABS5EH, 3- CHBASEHNEGE, 15 CHEARSBERIEGE
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EEFR

ol

XEMPHRISSE A WESEEEHEZENSGZE (Copure® 229 ZIjEE

F#ER)

HESSEE CHERNSSEREEARNARE~Y, H=2
HEWHSSEERANNE—ALXERS R, RE-RES
FRNWFEMNTRE, BERNSAA. B, C3%, HA
A 3 (Ochratoxin A, OTA) MR K. THR&EIT. —BA
REN OTA SRR M, OTA Rl EHERAR UK
B EIER T ER . I ERRM MR B RE
FIRRPRMESRASE, WTRIERZEAGEE
IR Mo

EREYRARITE AN 24 7, Copure® 229 ZIHE
AR, ROTHRESERANRE S@E2RN. Bi
REMPREBBEER AN LCHRNAE, ZAERDK
T (4ng/g, 8ng/g) BIMFREIKERIITE 90-110 % i8],
FLIBIEIUER CVE/NTF 5 %, &FEREEERRE, BBH
WESMBRRUREFNNE, EBBFEAREHPRNES
EARNNSER %,

28 (GB 5009.96-2016 RmREERITE BmP ik
SEERANNE)D -

—. maihi2

1.1 #MmIREL

1) FREX 5 g #d, BN 20mL 20 - KAR (84: 16)
BES,.

2) S®HE 15 min /&, 6000 r/min B0 5 min, B EER,
A,

1.2 #FaAl

1) B24 72 NIRMETE 24 FLIER £, BAERMRAL
AN 6 mL @i EUR.

2) 324 FURWARFIWERKEE 24 FLIEERIEET,
FRREFAX, 2R MBIFLRIIN, LR,
3) WESMAEHHES, EFRERTEERERT.

4) B4 mLERENLR, 40°CTERSWT, BH1mLiE
MENAEEA, RIE 30s BERHE, & 0.22 um HFLIER,
LMo

Z. INEBEN
Y 281&%: UltiMate 3000 (Thermo Fisher Scientific) ,

g FLD #iN2s
@it Agilent ZORBAX C18 (4.6 mm X250 mm, 5 pum)
TEIHE: A: 2% ZERk B: Z2fE

TREIAEREE

xR 1 monERERER
Bdia] A (%) B (%)
0.00 50 50
1.00 50 50
15.0 50 50

I 1.0 mL/min

#8: 30°C

BAFAFR: 10.0 mL
MR AR 333 nm, R5HFK 460 nm
KM KW MEE (FLD)

=. FBRER

- —N\/L @

) me— s
I
(- @
N
/ \"V\ —
ool

1 EAZ WA IR IEREH BIEE
(® Copure® 229 ZIhEEAWAR - BUAIE  QRTHIFM - KAL)

®2ARGHPHEBEBER A INARLIULRI0E

‘ _ Copure® 229 SIEER IR

RAE oz

‘ ’ KE (nglg) | THEMER%
- [%

(n=24)

\ 4 91.3 232

REHEBSEA

\ 8 94.0 325

MEl 1 a4, 2313 Copure® 229 ZINAE R LR LA IE
B, ENURAPZRWBERKN, BRESHEFTINE, &
EFER, K2, 24 MLPHMEBESE A NEIKREYE
90-110% =z jal, FLialEU = CV E/NF 5 %, BEH BRI
FEAER,

ITHES
FmfER E=g 323 A
COAF226-GTL Copure® 226 ZIMEEFLIR ERABIHE, HHESHBL. B2, Gl. G2 1%/8
COAF228-GTL Copure® 228 ZIEE AR EBE5%, &MESZBL. B2, Gl G2 1R/ =
COAF224-GTL Copure® 224 ZIhEE %R ERFRBIHER 1R/ =2
COAF223-GTL Copure® 223 ZIhEEE AR HEBEE ML, M2 1%/&
COAF229-GTL Copure® 229 ZINEESLIR HEMBER 1%/8
COAF230-GTL Copure® 230 ZIhaRE IR XNt 53 1R/=
COAF302-GTL Copure® 302 SIS BEMBSHEBIR. GHE MR, EXARBHE, RKHEEHE, T25EK, RS 152

BH, A35E, 3- CHBASERNVEKE, 15 ZHBEARSBERNEKE
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EXKHh 10 HEBESFILWNEMZENSZE (Copure® 302 SIhkE

6iR)

HERSECEHEREEENERGTEN—RIESR
ERE~Y, BERARBAEESZNETEAN. 8@
FIOHERENERSRIEHMBERE (Aspergillus) .
SEERE (Penicillium) UREIIEE (Fusarium) &
HESLE, GEEHESE (Aflatoxin) « HEESEH
A(Ochratoxin A) . #*&EEZE (Sterigmatocystin) .
BEEH (Patulin) « RBEXH (Fumonisin)  EX7F
EI%E (Zearalenone) . IXItFZEH (Deoxynivalenol) .
ERHIEFEE (NIV) . T2EFR%

EREYRARHBEMAN Copure®302 ZINEEH LR,
BIERF 10 HEESRLMAY LC-MS/MS N T5 .
%73 AR KT INARE W ZITE 90-100 % i8], FLial
EUE CVE/NTF 10%, RIFREERE, BRRKRESH
BRApFUHMREFNMNE, EBEATKRPSHERSE
BN ZE S %

—. Mt

1.1 ¥ IRE

1) #RER 5 gid##F 50 mL BAOEH, MIN 20 mL ZBE - 7K -
ZERA®R (80:19:1) , RIEREA, BETBEK / RIERS
S IERFRSS 20 min, 7£ 6000 r/min F&:2 10 min,
BN EERE .

1.2 #FaEl

1) B 24 FLAIRKMETE 24 FLRER £, BaAKRTL
RN 6 mL B REREUR.

2) 24 FUAUIRMIRERKNETE 24 FLEERIEET,
FRAEFX, 8RB SFLRINLE, LERI.
3) WESMEEES, EFRERTERERERF.

4) BY 4 mL#&RR MR, 40°CTRANERT, AT -
K (50:50) FARERZE 1 mL, ;RhE 30s BFEFES, 1T 0.22
um HFLIEE, EMDHR.

—. NSRS
1Y 281&%: UPLC-MS/MS(Thermo Scientific TSQ Endura)
@it : Commasil® BEH T-C18 (2.1 mm X 100 mm,3 pm)
MEHME: AT 5mM ZE&%R (0.1% FER) AR
B: ZB5 (0.1% BER) AR

REHAEREEE: #0496 90%A, 40%A (0 min~2 min) , 10%A (2
min~6 min) , 10%A (6min~7min) , 90%A (Tmin~8min) ,
90%A (8min~10min)
FE: 0.3 mL/min

TR R FAFAERR 5.0 mL

B & H:

$SEH: 30arb WSES: 8arb
BFEFEE: 300°C HSERE: 350°C

WNAR: ZEBFREEN (MRM) |

AR EBFERR (ESI+) fMHagFERX (ESI-)

R1IBFEESH

- Higedis) | 8#8F FBEF RFlens CE
Bir¥EH .
(min) (m/z) | (m/z) (v) (v)

313.0 285.0 195 33.00

HHESZEBL 2.98
313.0 241.0* 195 51.00
315.0 287.0 176 37.00

HWMESEB2 290
315.0 259.0* 176 41.00
329.0 243.0* 192 39.00

BEHMBSERGL 291
329.0 283.0 192 35.00
331.0 245.0* 169 41.00

HHMESE G2 4.09
331.0 285.0 169 39.00
722.0 334.2* 298 32.75

REEFEBL 2.66
722.0 352.3 298 30.51
706.1 336.3" 233 31.72

RBEEB2 2.81
706.1 354.3 233 30.12
489 245.1* 217 26.15

T28& 3.57
489 387.1 217 20.08
319 69* 93 40.00

X0t &H 2= 3.11
319 283 93 15.00
404.1 238.9* 132 22.28

HEIEERA 372
404.1 358.0 132 13.15
317 175.1* 99 18.64

EXRABIER |~ 3.82
317 187 99 10.23

A ERFBHBWEOQNNABFEX (ESI) , HMtHA
EBFRN (ESIH) ;

CHAEERTF

=. B4R

&2 EARHP 10 MERSRIMITEUWSEIRER

_ Copure®302 SIEEELIR
pamE  RE e Rj%
(ng/g) CV/%
(n=24)
0.5 91.0 4.5
BEHBESEBI
1.0 90.5 48
0.5 92.3 5.0
BEBEE B2
1.0 94.7 51
05 92.1 5.6
HHESHCL
1.0 93.5 5.1
05 95.1 6.0
BMBEE G2
1.0 94.1 6.5
10 93.2 7.1
RBHFHBL
20 94.5 75
\ 10 935 8.0
REHE B2
20 94.6 6.5
5 95.2 55
T2&F%
10 94.2 55
25 91.2 7.1
IXitEH =R
50 90.6 6.5
5 90.1 6.7
HEBEE A
10 91.2 59
5 91.3 71
ERABIER
10 90.5 6.5
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M 2 REIH, M Copure® 302 ZIEE & IRANIESS,
B 10MEER (FMESHBL. B2, Gl G2, XK
KREHE, KHEER, T25%K, RMBER, KEFH
Bl. B2) MIMEUKZEIHIE 90-110% (&), RSD /NF 10 %,
MEl 1 8IH, fEH Copure® 302 ZINRESE MR LA IR
miRBRE, EMRPNRRTINAL, BIEYESHE
B, RERNRBE, EBEHRERERAER.

Time (min)

RT: 0.00-10.00
NL:
1.86E5

1005 TIC MS
Icis

%0

80

~
=)

3

»
=3

Relative Abundance
3

30
RT: 0.00 - 10.00 20
NL:
7.18E5
100 TIC MS 10
7 IcIs
90| i
80|
70|
g ] RT: 0.00 - 10.00
£ 5o RT: 2,53 NL:
2 100 AA 354 239E5
3 5 E TIC MS
< 50 Icis
P 3
2 0
2 a0 RT: 2.69
L AA: 8115 a0
30| E
E 70
20| 8
2
o] 5 60
| RT:2.53 2 4
RT:0.01 RT: 5
Ani120 AATBI L 2 5
L o e B o e @
=
2 40
3
o

©
°

N
©

IERL SNERN SNETI AN T A NN

o

°

Time (min)

1 RS REAIRIERIGH TIC BIkE
(DFRKIITAER - RABUIE @FFURR @ Copure®302 ZIREAUAR - HIAE )

THER

ERiER B R b0
COAF226-GTL Copure® 226 ZIALALAR ERFBIHE, #HBEERBL B2 Gl G2 1/ &
COAF228-GTL Copure® 228 ZIHEE KR S5%, ##EEEB1. B2, Gl G2 13%/2
COAF224-GTL Copure® 224 ZINEEEWIR EXRFBHE 13/ =
COAF223-GTL Copure® 223 ZIHESE AR HEHBEER ML M2 1R/ =
COAF229-GTL Copure® 229 ZINEEEWIR HREHESR 13/ =
COAF230-GTL Copure® 230 ZIhAESUAR MRME53 1%/=2
COAF302-GTL Copure® 302 SIS LR BHMEBEZR B GiE MR, EXRABIFE, EHEER, 725K, #HHSE 1%/ 8

F5, RDSH, 3- ZHRASEHEIEKE, 15 ZHEASEHEIEGE
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HiEHRELER/NEEIRRYEIFEZERNSE (Copure® HLB)

75 5RER T A ERIEER/EERATE T

HoAth

—. #HmiEi R1BERREHE
ERIRENEIE 0.5 g, MO 25 mL 7k, M0FAEB 10 min (B Bgia] /min A(%) B(%)
BT , REMEERIIE; B 25 mL KHEREY, & 150 850
EEBZE50 mb; 55 mL AKHREE 50 mL, BX5 mL &, >0 0 850
8.0 50.0 50.0
120 50.0 50.0
—. SPE /%1t (Copure®HLB, 60 mg/3 mL) 16.0 15.0 85.0
&6 HLB EIMBZEEUEER TR A 3 mL BEE. 3 mLk 200 150 85.0
& F&E: 1.0 mL/min HRERFD: 20 uL

ERERRR: EERZEERAARMAEBIRIR, FERLE
PN 3 mL 15% BREZAGERMIE, FEMER, HT/IE;

B 3 mL RESARORN, WEERBUR (bR, By X 2200 me/kg REREE ) RBRIEIER

MREFITE 1 mL/min A1) o |

EfER:. KRBT S50°CTARELRT, BREESEL \

B (%
| & T, (%) , TOSEIME (%) RSD(%)
ERER/ \BER, 100.8 | 101.7 102.6 101.7 09

mL, &fiE 1 min, 28 HPLC M.

=, USEEH
&% Waters Alliance 2695
@i InertSustain-C18 (4.6 mm X250 mm, 5 um)
MBS Waters 2487 529Ma 28
MR 298 nm
BREHRL: Al BB
B: 0.1% HEK

0.028
0.0267
0.0249
0.0224
0.0204
0.018]
0.016]
0014

2
0.012]
0.0109
0.0087

0.006

0.002]

0.0007

-0.002]

1 EhBR/NEER

T
10.00 11.00

T T
1200 13.00

Sk

T T T
14.00 15.00 1600

1 NI 79 20.0 mg /kg EEFEREL N EERICNIE RARBIEE

iTlER
=S R %

COHLB360 Copure® HLB E#8Z£EX#, 60 mg/3 mL 50% /&
SF130-22-NL B /13 mm/0.22 um/ BHLFR 1001 /=
MF047-45-MCE MCE/®47 mm/0.45 um/ k% 200K /&
MF047-45-PTFE PTFE/®47 mm/0.45 pm/ BHFH 200/ /=&
V2-AL 2 mL RGBS ARG, HH5R 1001/ &
SC2-5 2mL BEBREKE, A0, 9-425 1001/ =

SPEMF12G 12 UEAREERAEREE, WIBILK 1N/ =
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HAb

ASHHASEH Re €MEHZEESZE (Copure® C18)

FHEERTFASHASES Re I

—. iR

HERITEASH R 02 g F 2 mL BOEPMANRE 1 mL;
SRBE L min £ 88394 ; 8 5 5 min, 12000 r/min B 5
min. EXEiER, BEERI SR, BELER; 40°CARE
F, 4mLKBEAR, &R

—. SPE i/t (Copure®C18, 500 mg/6 mL)
SEML: C18 EMBEEENHEERARIA 5 mL BEE. 5 mL K&,

LR EERZEEERMARRERR, FERER;
BON 5 mL K, FEMER, #HTF. 5mL 15% ZAEK
B, WEERIR. (B BRI IR IRIRR
# 1 mL/min)

LA ERBREX 1 mL, 0.22 pm IR IR, it HPLC
Bink =

=, (USBEH
1&&: Waters Alliance 2695
B XB-C18 (4.6 mm X250 mm, 5 pm)
MBS . Waters 2487 LRIMENIZS
KM 203 nm
FEME: A 28

B: 0.025 mol/L BEA —_ S AR
R AT: B

® 1 BERREMS

Bi8 /min A(%) B(%)

19.0 81.0

12,0 19.0 81.0

14.0 24.0 76.0

24.0 40.0 60.0

25.0 100.0 0.0

30.0 100.0 0.0

31.0 19.0 81.0

35.0 19.0 81.0

AIE: 1.0 mL/min BT 20 pL

M. IR
& 12.0mg/g ABEFRRASEH Re HAMEIKRER

Bl (%)

‘ B/ FEIULE (%) RSD(%)

| 1 2 3

‘ ABEHRe | 1021 | 959 101.5 99.83 3.42
o018 1 AZEEHRe

0014+

00124

00104

AU

0008 1
0006
0004
00024
0000

00024

T T T T T T T
12.00 14.00 16.00 18.00 20.00 22,00 24.00 26.00

1 ARIKTFR 2.0 mg/g ASHAZEE Re NIFBABEIEE

TER
&S i::pus 2k
COC186500 Copure® C18 E#EZEENE, 500 mg/6 mL 0% /&
SF130-22-PTFE PTFE/®13 mm/0.22 um/ BHH 1001 /=
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200/ /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ B H 200K /&
V2-AL 2 mLiRBRBL ORIR, HH5L 1007/ =
SC2-5 2mLEBRREES, MAO, 9-425 1001/ &
SPEMF12G 12 (I EARFERGEREE, KIBELA 1™/ &
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FiEmPEEETFIENNEMRZE

BY7%E (Copure®PA)
rHEAHERATRESPZFEFTRNNE

—. HRIEE

FRERZMFEERYIAIE 05 g (FEHE 0.01g) BETF 50 mL By
B, N 20 mL70% ZEE/KBR, BE 20 min, SAEEL
min, 4000 r/min .02 min, EEERESIFEEF 100 mL
B CERRBAEEAFFAMF) , B 10 mL70% Z
E2/K3A, SREE 1 min, 4000 r/min B0 2 min, &7 &R
FIZUFZHRAR, 80°CTAEEEIET, 010 mL /KRR, Fat.
—. SPE #/%{t (Copure®PA, 2000 mg/12 mL)
FiELEE: BAPRMAR, HIZEMA PABEERE, 7
Piitea b

WRSEANSERL: 10 10 mL ACHERR, FEMER, BT/
030 mL BRERSERL, WREARRE) 100 mL AR (B
D LEEE R REARFERE 1 mL/min)

EMAR. T80 CIRREZRNPETHRMRZ, A1 mLE
BEafk. ££0.22 um IRREFLITIR, HERREEIENE.
=, (UEEH

&% Waters Alliance 2695

@igHE © XB-C8 (4.6 mm X250 mm, 5 um)

K2M2E © Waters 2487 £&£5MaM2E  #MIEE: 270 nm
TEAE: A 2R B: 7k

wBAR: FERR, Al B=35: 65

S 1.0 mL/min HEERFR 20 L

mO, CIRLER

£ 15.0 mg/kg RERFPEZFETHHRMEIKLER

EIULE (%)
‘ E-4 FYEULE (%)  RSD(%) ‘
| 1 2 3 |
SEE®EE | 1037 | 1038 103.0 1035 02 |
0. 0204 1
1 EEEY
0.0154
= 0.0104
0. 0054 L_———’
0. 0004
1.'00 % IOO 3.'00 rI.IUO 5. '00 t‘v.lOO 7.'00 8.'00 9. IOO 10. 00
S
LRI 5.0 mg/kg (IR BRI TAESHE
iTHEER
5S R i
COPACR122000 Copure® BEBARENEREAE, 2000mg/l2mL 20 % /&
SF130-22-NL B /613 mm/0.22 um/ BHE 1001 /&
MF047-45-MCE MCE/47 mm/0.45 um/ k% 2004 /8
MF047-45-PTFE PTFE/®47 mm/0.45 um/ GH% 2005 /&
V2-AL 2 mL ERRRIRL O M, B P54 1001/ &
sC2-5 2mLEEERES, FAO, 9425 1001 /&
SPEMF12G 12 ERBEER AR, WAL 112

Hifh

KkiFhin BF MR ERZEES

& (Copure® HLB)

{SN/T 2190-2008 it Azh¥RME B P IFE AR
WIXBENNGE REGIE - BigRiE)

—. EmITE

BY 1000 mL(EMZE 0.1 mL) 7KK, 35K FIEELR
e, BREAEFY, M 0.5 g NaEDTA, HABRERIAT
pH=4.5,

—. SPE #/%1k (Copure®HLB, 60 mg/3 mL)

JEW: HLB EMEZEEUEFERFTHROREER 5 mL BEZ, 5mL
K&

AR EUENR, @it HLB EAEEEVNMEESE, F
ERER, SETHEFER 3 mLK, 5mL 5% BEEKEA
BMEBAEZERE, ETHT 5 min, FERER. A7
mlL FREERRZEENE, ISR,

BEAR: AR T 40°CRSWRTF, NI 1.0 mL & H##
Ry, RETIR, HERREEENE.

=, UBEH

1% & Waters Alliance 2695

ittt XB-C18 (4.6 mm X250 mm, 5 pum)

NSE . Waters 2487 £5ME NI 28

QAFE: 268 nm

TEhiE: A 2B B: 0.1 mol/L BRERIAR
WA FEMEL, A B=50: 50

AIE: 1 mL/min BT 20 pL

M, SCISLER

& 210 ppm KERHPHE S HARIME UL

B (%

| 1 (%) THYEKE (%) | RSD(%)

| 1 2 3

‘ Fip-S23 82.8 81.5 80.8 81.7 1.2
0.00084 1 Eig%

0.00064
2

00004

0.00024

0.00004

-0.0002

0.0004—T—T—T—T—T—T—T—T T T T T T T T T T T T T T T T T
10.00 12.00 14.00 16.00 1800 2000 2200 2400
o

1AMZKFR 10 ppm KRB BIEE

ITHiER
®HS Eiz:pud ar

COHLB360 Copure® HLB E#BZEN#E, 60 mg/3mL  50% /&
SF130-45-NL B /®13 mm/0.45 um/ B & 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ K& 200F /&
MF047-45-PTFE PTFE/®47 mm/0.45 um/ BH % 200K /=
V2-AL 2 mLBEPARIEL ORI, &HELR 1001/ &
SC2-1 2mL BEBREKE, A0, 9-425 1001/ &

SPEMF12G 12 (U EEEE G EEE, WIBIIIE 1N/=
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HAb

RERNMPLRENZEFREREZENSZE (Copure® HLB)

FEEERTRERMYFURBNZRFERZZNNE

—. M FR®: 1.0 mL/min
ERIFER 0S5 g RERBYREEF S0 ML BLE S, A EREARIR: 20 L
70% FREEKERZE 20 mL, FiR%28R%H2E 30 min, BY0.5

mLAREISZ—1 50 mL BOEF, AKESE20mL, ik Mg, StigsEE
s, ARER. % 110.0 mg/kg BERIYERT LEHANSREENT
INEl s 8

—_ ® £ (%
= SPE ¥4t (Copure HITB’ 30 mg/1mL) - EMEE (%) TISEE (%) | RSD(%)
SE(: HLB EAFTA 1 mL BESEW, 1 mL KFEH, 1 2 3

LIEER 104.9 106.4 107.4 106.0 1.2
EEEFRRR: BY 1 mLBE®REE, FER ﬁﬁ; A1mL5% B2RT= 103.5 99.4 99.4 100.8 23
RENGHSE, BERMR, BT B2 mL BERE,
WREESEBR,  (BEA LR, SERSTRREEIFHRE 1 mL/min oo 1 T
m) o 0.0504
EME: BB 1 mL 42 0.22 um JEREE R, L T
5Jn\”ﬁt0 0.0204

T T T T T T T T T T T
100 200 300 400 500 600 700 800 900 1000 1100 1200

=N P TR

- ] 1FIATER 10.0 mg/kg A REIE R LRBG I RIRE BE
%% . Waters Alliance 2695

@i%tE: InertSustain-C18 (4.6 mm X250 mm, 5 um)
K28 Waters 2996 S5ME IS o 2 S
M 363 nm oues
EERR: A PEE
B: 0.1% RE/KER o
mERAI: FEMR, A B=70: 30

2 7RINKTFA 10.0 mg/kg RARIME R R BE RGN RIEEIEE

iTaER
5SS Ei::pu 2k

COHLB130 Copure® HLB E#EZEEX#E, 30 mg/1 mL 100% /&
SF130-22-NL B /®13 mm/0.22 um/ B FR 1001/ &
MF047-45-MCE MCE/®47 mm/0.45 um/ 7K & 200/ /&
MF047-45-PTFE PTFE/®47 mm/0.45 pm/ BHZ 200K /&
V2-AL 2 mLiRBIRRgU ORI, FREL 1004/ =
SC2-5 2mL ZEBREKS, WAFA, 9-425 1001/ &

SPEMF12G 12 (IEMEFRAEEE, KRBIE 1N/ =

210 | www.biocomma.cn



EREMEMNE~R

T

EmEY (Biocomma) 20065F ML, ARF@mAI ZBFRFHR. Hirtell. YRR, AN, £EYHA. EFRES
Ju, BIE:

1. E5HEM | ARRERERSHNETRSHNASTE, H4Tip™HIH,0Stop® A M.

2. BXEIIERM | GERRON. IWARUE. ABRMAREEF. ZRAK. DFISHENA, ASETFRIRE, ®E. &
B OB, 4k, RE. EFRERT

3.EYMIEHM : SEEYRIATE. s, TAREM. SBEMEHFRE. MEEFE. oligoh. TISHEME,

PESERR, EREVMNFRRTTIZHZIARN, BRERARRENETES. EEGRIE. ®ERE. S8E8/AAE
BAFIMEESNMEM T GNERHRNE, S2HET-MTIAEERBIIESESEXR, LSBEFA TS IERMMEK,



l = = BEORIITHR KX EEHEH XK EZEXRBEL2S PEEIH LI
’ 5§tjllﬁ§$%?§*ﬁﬂﬁﬁa 12%151;%1401-?4)(()6 TEREEE %/;2240:878-7248

Biocomma Limited ——— FA4ik: www.biocomma.cn #B%E: info@biocomma.com Eé'mx' et
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