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Determination of 3 kinds of banned nitroimidazole veterinary drug and their metabolites in milk
and milk powder by liquid chromatography isotope dilution tandem mass spectrometry
Chen Ruichun Ai Lianfeng Guo Chunhai Wang Fengchi

Hebei Shijiazhuang 050051 China)

( Hebei EntryExit Inspection and Quarantine Bureau

Abstract. Objective A sensitive liquid chromatography—+tandem mass spectrometry ( LC-MS/MS) method was
developed for the simultaneous determination of 3 kinds of banned nitroimidazole veterinary drug and their metabolites
including metronidazole ronidazole dimetridazole metronidazole-OH ( the metabolite of metronidazole) and 2-
hydroxymethyl- -methyl-5 nitroimidazole ( the metabolite of ronidazole and dimetridazole) in milk and milk powder.
Methods The protein in samples were precipitated with acetonitrile and the targets were extracted with ethyl acetate.
Extracts were purified on a strong cation-exchange SPE column and then LC-MS/MS analysis was performed on multiple

reaction monitoring mode under positive ion electrospray ionization for each compound. Isotope dilution internal standard
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method was used for quantitation analysis. Results

The limits of quantitation of 5 analytes are 0. 5 ~ 1 pwg/kg in milk and

2.5 ~5 pg/kg in milk powder. The linearity of standard curve at concentrations ranging from 0 to 50 pg/L is satisfactory

with a correlation coefficient of >0.995. Average recoveries of the analytes fortified at three levels of standards were in the

range from 88.3% to 104.4% . Conclusion

nitroimidazole residues in milk samples.

The method was suitable for quantitative analysis and confirmation of

Key words: Liquid chromatography tandem mass spectrometry; isotope dilution; nitroimidazoles; metabolites; milk;

milk powder; veterinary drug residues; food safety
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Figure 2 Mass spectra of NMZs at production ion scan mode ( collision energy 15 eV)
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Table 2 The regression equation linearity and range
correlation coefficients ( R”) of different matrix solution
linearity
compound  matrix regression equation R? range
(ng/m) 15 pl
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Microwave digestion and GFAAS assay for the detection of aluminium in flour foods
Zhao Xin Ma Lan Zhou Shuang Yang Dajin
( National Institute for Nutrition and Food safety China CDC Beijing 100021  China)

Abstract: Objective Considering the disadvantages of complicated operation steps for spectrophotometry methods with
plenty of influencing factors and the high cost for ICP-MS an applicable determination method for aluminium in flour foods
was established by microwave digestion and GFAAS assay. Methods  After digested in microwave the sample was
introduced into GFAAS for analysis. The absorption resonance line at 257.4 nm of samples and standard series was
compared and the content of aluminium was measured quantitatively. Results  The absorbance of aluminium at 0 ~
500 wg/L was in good linear relation (r >0.999) ; The limit of detection was 2 mg/kg and the limit of quantification was
6 mg/kg. Conclusion The method of detecting aluminium in flour foods with microwave digestion and GFAAS detection is

fast simple and accurate.

Key words: Microwave; GFAAS: aluminium; flour foods: food contaminants: food safety
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