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Abstract: Objective
QuEChERS-solid phase

Methods Egg and chicken samples were extracted by water-acetonitrile,

QuEChERS,

To develop a method for determination of fipronil and its metabolites in egg and chicken by

extraction ( SPE ) -high performance liquid chromatography-tandem mass spectrometry.
the organic phase were salted out by
then cleaned up by SPE, loaded on a shimadzu XR-ODS column (50 mm X 3.0 mm, 2.0 um). Acetonitrile-

water was used as the mobile phase gradient elution with negative ion spray mode ionization and multi-reactive ion

monitoring ( MRM) method for qualitative and quantitative detection. Results The matrix-matched calibration curve of
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fipronil and its metabites showed a good linear within the concentration range from 0.5 to 20.0 wg/L (r>0.999 2), the

average recovery of fipronil and its metabolites at the spiked levels of 0.5, 2.0 and 10.0 wg/kg was from 84.1% to

105.2% ,

and the relative standard deviation ( RSD) was between 1.3% and 6.1% . The detection limits of fipronil,

fipronil sulfone, fipronil sulfide, fluoronitrile were 0.2, 0.05, 0.05, 0. 05 pg/kg, respectively. Conclusion The method

is simple rapid, highly sensitive and accurate. It is suitable for the detection of fipronil and its metabolites in egg and

chicken.

Key words: QuEChERS; egg; chicken; fipronil; high performance liquid chromatography-tandem mass spectrometry;

veterinary drug residue; detection method
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Table 2 MRM parameters of fipronil and its metabolites
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Figure 2 MRM chromatograms of fipronil and its metabolites standard solution (0.5 pg/L)
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Table 4 Linear ranges, regression equation, limits of detection( LODs) of fipronil and its metabolite in egg and chicken sample

&L’ LA/ (peg/L) Ry AR B (r) J7 A B/ (e kg)
U 0.5~20.0 y =90628. 5x - 722. 626 0.999 5 0.2

UG I 0.5~20.0 y =122994x +692. 588 0.999 2 0.05

TR U AN 0.5~20.0 y =152422x +26. 1035 0.999 4 0.05

SR IE 0.5~20.0 y =86343. 3x - 11645. 56 0.999 6 0. 05
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Table 5 Recovery and precision for fipronil and its metabolite

in spiked samples
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0.5 87.7 5.2 89.2 5.6
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10.0 97.6 2.5 102.3 1.3
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10.0 97.5 3.1 105.2 2.8
0.5 84.8 5.8 85.9 4.9
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10.0 91.7 3.6 103.5 2.9
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