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food by solid phase extraction and high performance
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Abstract: A accurate and quantitative method was developed for
the determination of vancomycin antibiotics residues in animal
food by high performance liquid chromatography-tandem mass
spectrometry (HPLC-MS/MS). The samples were extracted by
formic acid acetonitrile solution, degreased by acetonitrile-satu-
rated n-hexane, purified by cation solid-phase extraction column,
detected in the multi reaction monitoring ( MRM) positive ion
mode, and internal standard method

quantified by using
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didechloro vancomycin as internal standard. The results showed
that the target of vancomycin and norvancomycin had a good
linear relationship in the range of 20~200 pg/L, and the correla-
tion coefficient (R?) could reach more than 0.997. The average
recoveries varied from 88.7% to 115.1% at the spiked levels of
20, 50 and 200 pg/kg, and the relative standard deviations were
in the range of 3.1% ~9.4%. The limit of detection (LOD) for
the method was as low as 1.0 pg/kg, and limit of quantitation
(LOQ) could reach 3.0 pg/kg. This method is rapid, sensitive,
accurate, reproducible and suitable for the determination of van-
comycin antibiotics residues in animal food.
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Table 1  Gradient elution conditions of HPLC
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Selected ion chromatogram of samples for adding objects
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Figure 2 Extraction efficiency with different solutions
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Linear ranges,regression equations, R*, LOD and LOQ of analytes

ikl SPEER/ (pg e LD [ 59 77 2 R*? i B/ (g« kg ') R/ (ug s kgD
HhEE 20~200 y=0.008 022 +0.063 5 0.997 4 1.0 3.0
ER L ER 20~200 y=0.006 442 +0.109 7 0.997 8 1.0 3.0
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Table 4 Recoveries and precision of this method (n=6)
T Ik / A XA [ Licis
(pg-kg ) EYR/Y% RSD/%  [EkH/% RSD/%  EUR/% RSD/%  E*R/% RSD/%
20 107.2 7.3 96.1 8.2 106.2 4.9 115.1 9.4
TThER 50 98.6 6.5 108.5 7.9 103.4 3.1 106.1 7.4
200 91.9 3.4 89.2 5.1 98.2 5.9 88.7 8.5
20 106.2 8.1 95.7 7.7 106.2 6.6 106.4 8.3
EH T EER 50 98.2 7.2 103.5 8.3 98.4 5.3 95.4 6.2
200 97.2 5.5 105.2 4.6 99.3 4.8 90.3 6.5
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