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Determination of Olaquindox Metabolite Residues in Food Products of Animal Origin Using
High Performance Liquid Chromatography-Tandem Mass Spectrometry
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(1. Fujian Entry-Exit Inspection and Quarantine Bureau, Fuzhou 350001, China;
2. Chinese Academy of Inspection and Quarantine, Beijing 100123, China)

Abstract: A high performance liquid chromatography-tandem mass spectrometry (HPLC-MS/MS) method was developed
to determine the olaquindox metabolite marker 3-methyl-quinoxaline-2-carboxylic acid (MQCA) in food products of animal origin.
Samples were homogenized, hydrolyzed with protease overnight, acidified by adding hydrochloric acid, centrifugated, filtrated,
and then cleaned up and enriched using an Oasis MAX solid phase extraction cartridge. The chromatographic separation was
performed on a Kinetex Ciscolumn. The qualitative and quantitative analysis of MQCA was carried out using an HPLC-MS/MS
system under positive ion multiple reaction monitoring (MRM) mode. The limits of quantification for MQCA in meats from 6
different animal species (eel, shrimp, chicken, pork, beef and porcine liver) were all 0.5 ug/kg. The average recoveries at four
different spike levels: 0.5, 1.0, 4.0 ug/mg and 10.0 pg/kg were 60.7% — 107% with relative standard deviation between 4.59%
and 14.9% (n = 10). This method was fast, sensitive and reproducible and all of its technical indexes could meet the requirements
of domestic and international relevant standards. Therefore it is applicable for the determination and confirmation of MQCA
residues in food products of animal origin.
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Table 1 Gradients elution condition for MQCA separation

I 8] /min 0.2% TR 1% T 1% 2 1%
0.0 90 5 5
0.2 90 5 5
4.0 10 30 60
7.0 5 70 25
8.0 90 5 5
12.0 90 5 5
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Fig.1 MS/MS spectra of MQCA
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Table 3 Recoveries and relative standard deviations of triadimenol at four spiked levels in animal tissue samples (n = 10)
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