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Determination of phorate and its metabolite phorate sulfone in leek by solid phase extraction and
capillary gas chromatography
Zhang Yichun, Yong Zongfeng
(Suqgian Centers for Disease Control and Prevention, Jiangsu Sugian 223800, China)

Abstract; Objective To establish a solid phase extraction/capillary gas chromatography ( SPE-GC) method to

determine phorate and its metabolite phorate sulfone residue in leek. Methods After being extracted by acetonitrile,
samples were further extracted and purified by C;; and PC/NH, solid-phase extraction columns and then detected by
capillary gas chromatography with DB-1701 column. Results As 0.03, 0.30, 0.90 and 3. 00 mg/kg of both phorate and
phorate sulfone being added to samples, average recoveries of phorate ranged from 86. 7% to 93.2% , and its coefficients
of variation ranged from 2.46% to 4.76% . Average recoveries of phorate sulfone ranged from 85.9% to 92.5% and its
coefficients of variation ranged from 2. 82% to 4.31% . The limit of detection of the method was 0. 01 mg/kg and the limit
of quantitation was 0. 01 ng. Conclusion The method is rapid, accurate, sensitive and low in determination limit, thus

applicable in the detection of phorate and phorate sulfone in leek.
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Table 1  Linear equation of phorate and phorate sulfone

HIr PR (mg/L) A LIS
k=0 0.01 ~5.00 y=3x10°% +74584  0.9993
R 0.01 ~5.00 y =2 x10%x +23189 0.9991
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Figure 1 ~ Chromatogram of phorate and phorate sulfone in DB-1701 and HP-5 columns
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Table 2 Results of precision measurement
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Table 3 Recoveries of standard addition
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Simultaneous determination of 8 quinolone residues in fish meat by high performance liquid
chromatography-tandem mass spectrometry
Li Lili, Luo Yi, He Songhua, Huang Lili
( Guangxi Institute for Food and Drug Control, Nanning 530021, China)

Abstract; Objective To establish a method for simultaneous determination of 8 qunolone residues ( enrofloxacin,
danofloxacin, ciprofloxacin, norfloxacin, pelfoxacin, sarafloxacin, difloxacin, ofloxacin) in fish meat by high performance
liquid chromatography-tandem mass spectrometry ( LC-MS/MS). Methods Deuterium substituted reagents used as
internal standards were added to fish meat samples before extraction. Samples were extracted with acidified acetonitrile,
cleaned-up by hexane, and concentrated with a rotary evaporator. The mass spectrometer was operated in the positive ion
mode using multiple reaction monitoring (MRM). Results The average recoveries of 8 qunolone compounds added at 1. 0
and 3. 0 wg/kg were in the range of 88. 4% -114. 9% . The detection limits of compounds with the method were ranged from
0.03 to 0. 1 pg/kg. Conclusion The method is suitable for quantitative and qualitative detection of quinolone residues in
fish samples, with advantages of quick, simple and repeatable.

Key words: 1.C-MS/MS; deuterium substituted reagents; quinolone; fish; residues of veterinary drugs
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