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Determination of clopidol residues in chicken muscle
by gas chromatography-mass spectrometry
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Abstract A confirmative method to determine clopidol residues in chicken muscle by gas chro-
matography-mass spectrometry GC-MS was developed. The analyte was extracted with ace-
tonitrile and then purified with an Alumina-B cartridge column. The drug was derived at 80 C
for 60 min with Sylon BFT and more toluene was added and then applied to GC-MS. The mass
spectral characteristics of trimethylsilyl derivative of clopidol were interpreted and selected ion
monitoring SIM mode was performed at m/z 212 214 248 and 263. The clopidol was quali-
tatively identified by the ratio of relative abundance of the selected ions and determined quanti-
tatively by SIM mode at m/z 248. In the meantime the matrix effect was evaluated. The range
of linearity was 5.0 -500 wg/L with the correlation coefficients better than 0. 998 and the de-
tection limit was 0.5 pg/kg S/N =3 for clopidol. The average recoveries from chicken mus-
cle fortified at 5 10 and 20 pg/kg were 77.0% 84.5% and 89.4% respectively and the rela-
tive standard deviations RSD were less than 6. 9%. The established method is simple sensi-
tive and reproducible for the identification and quantification of clopidol residues in chicken
muscle tissue.
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Fig. 1 Effect of the height of Alumina-B column on 205 C
the recovery of clopidol in chicken muscle 1 min
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Table 1 Summary of qualitative analysis of clopidol in chicken muscle tissue by GC-MS n =5

Analyte ({h aracteristic The relative abundance ratio of the characteristic ions/% ilr?igle:if;:; E)e?i?;frszzzzsi;
fons - m/z 25 ug/L 50 pg/L 100 pg/L  mean RSD /% the ratio/%

Clopidol in pure 212/214 36.7 39.1 37.4 37.7 3.2 3.7 +25
reagent 212/248 28.8 29.6 30.1 29.5 2.4 -2.4

263/248 14.0 15.2 13.3 14.2 7.0 7.0 +30
Clopidol in chicken 212/214 38.7 37.5 36.1 37.4 3.5 3.5 +25
muscle tissue 212/248 28.1 31.4 30.6 30.0 5.7 -6.3

263/248 14.6 14.1 15.3 14.7 4.1 4.1 +30

+ Regulation in 2002/657/EC.

Fig. 3 Chromatograms of total ion current TIC and selected ions of clopidol derivative in
a standard solution and b a typical chicken muscle tissue sample
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Fig. 4 Peak areas of trimethylsilyl derivative of
clopidol m/z 248 in pure solvent and in
matrix-matched standard solution by
spiking the clopidol
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