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Abstract: A method of QUEChERS-online gel permeation chromatography gas chroma-
tography-mass spectrometry (QuEChERS-GPC-GC/MS) was established for 9 hydroxy
veterinary drug residues in fish. GPC system was adopted for online purifying pretreat-

ment to remove most of the fat in fish so as to effectively reduce the time of sample
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pretreatment. At the same time, the selective ion monitoring acquisition mode could
greatly reduce the interference and provide selectivity. Extracted with acetonitrile and
purified by dispersive solid phase extraction method, the analytes were detected and
determined under SIM scan type with tandem mass analyzer. The analytical method was
well validated, and the results were obtained at the respect of precision, repeatability
and spiked recovery. The detection limits of 9 hydroxy veterinary drug residues are 0. 3-
1.0 pg/kg with the linear range of 0.5-20. 0 pg/L. The overall recoveries are between
63.5% and 90.2% with the relative standard deviations (RSDs) of 3.6%-15.4%.
Finally, the validated method was carried out in total of 10 samples to evaluate 9
hydroxy veterinary drug residues, and one sample has chloramphenicol positive, and the
content is 6. 1 pg/kg. This method is suitable for the determination of 9 hydroxy veteri-
nary drugs in fish.
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Table 1 MS parameters of 9 compounds
W m.va;rm %ﬁﬁﬁfﬁ%@/@
Compounds Retention Characteristic
times/min fragment ions
i e 15. 62 228,243,182
I 2 S W 22.06 412* ,217,413,397
523 9 HE 22.99 412* ,217,413,397
ot M 193 22. 89 207* ,179,399,414
O e 23. 00 410% ,395,381,193
AER 23.97 225* ,242,244,361
T 25. 47 342* ,257,244,218
i 25.72 416~ ,285,401,326
W = 27. 20 504" ,311,386,345
e I e 26. 60 425* ,440,300,285
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Table 2 Standard curves, linear ranges,
correlation coefficients and limits of detection (LODs) of 9 compounds

e (g R eRleA e T v it 2% AH R R B ot PR
No. Compounds Linear ranges/(pg/1) Standard curves Correlation coefficients LODs/ (pg/kg)

1 FF 7 e 0.5~20 y=14712842x—66989. 5 0.9997 0.5

2 C 47 i 0.5~20 y=231287. 8x—218304. 1 0. 9985 0.5

3 % Jo E iy 0.5~20 y=232546182x—1571246 0.9997 0.5

4 T 0 I 0.5~20 y=0546224. 10—458538. 4 0.9983 0.5

5 AEE 0.5~20 y=19627. 8x—140301. 3 0.9981 0.3

6 I ) 0.5~20 y=874118. 32— 465257. 3 0. 9995 1.0

7 W 0.5~20 y=736552. 4x—721394. 2 0.9978 0.5

8 I = 0.5~20 y=962486.5x—471042. 8 0. 9986 0.5

9 o I 0.5~20 y=75416. 52—272082. 9 0.9976 1.0
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Fig. 2 Extracted product ion chromatogram (a) and mass spectrum (b) of a doubtful positive sample
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Attached Fig. 1

of a blank sample containing of 5.0 pg/kg

TEMEMMARS. 0 pg/kg EME FRIEERRIEE

Extracted product ion chromatogram and mass spectrum





