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Determination of amprolium residues in animal origin food by hydrophilic interaction
liquid chromatography-tandem mass spectrometry
DOU Cai-yun, MA Yu-song, Al Lian-feng, GE Shi-hui, CHEN Rui-chun

(Hebei Entry-Exit Inspection and Quarantine Bureau Technical Center, Hebei Shijiazhuang 050051, China)

Abstract: Objective A method was developed for determination of amprolium residues in animal origin food by
hydrophilic interaction liquid chromatography ( HILIC) -tandem mass spectrometry and solid phase extraction (SPE) for
sample preparation. Methods The samples were extracted with 1% trichloroacetic acid-acetonitrile (3 : 7, V/V). The
extract was purified with HLB column. The separation was performed on a SeQuant ZIC-HILIC (150 mm x 2.1 mm,
5 pm) column by using 0. 1% formic acid-5 mmol/L ammonium acetate solution/acetonitril (40: 60, V/V) as the mobile
phase. The analytes was detected by tandem mass spectrometry under multiple reaction monitoring ( MRM ) mode with
positive electrospray ionization ( ESI + ) and quantified by the matrix-matched external standard method. Results The
method showed a good linearity in the range of 0-500 ng/L with the linear relative coefficient above 0. 999, the limit of
quantification was 10 pg/kg. The average recoveries of spiked levels in chicken meat, chicken liver, chicken kidney,
eggs, beef, beef liver and beef kidney, milk and beef fat were 73.2% -101. 0% with the relative standard deviations
(RSDs) of 2.09% -11.93% . Conclusion This method had good precision, sensitivity, and could be used to quantitative
and qualitative detection for the amprolium in animal origin food.

Key words: Hydrophilic interaction liquid chromatography-tandem mass spectrometry; animal origin food; amprolium;

food safety; food contaminant; veterinary drug residues
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Figure 1 MRM chromatogramof amprolium standards solution
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Figure 2 Parent ion structural formula of amprolium(m/z)
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Table 3 Linear equation and correlation coefficient of

amprolium in different matrix

R WREEVEE/ (ng/ml) £ = 5 AR AHEREL -
0 Py 0 ~500 y =202.9928x +913.6737  0.999 1
X4 fF 0 ~ 500 y =147. 5794x +941. 2056  0.998 7
G 15 0 ~500 y =158.6931x +671. 6836  0.999 7
X7 0 ~500 y =214.3629x +792. 6544 0.999 7
| 0 ~500 y =123.0826x5 +605.9131  0.999 1
4 T 0 ~500 y =112, 18534x +633. 3881  0.999 1
4 0 ~500 y =116.9523x +501. 1327 0.999 4
o 1 i 0 ~500 y =224.1938x +469. 1470 0.999 9
1 0 ~500 y =209. 64465 +1315. 3587  0.999 0
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Table 4 Recoveries and relative standard deviations ( RSDs)

of amprolium

SR e B SRR X A R 22
/(pg/kg) /% /%
10 85.6 7.50
X P 20 90. 6 11.57
500 87.8 3.86
10 86. 1 4.36
X T 20 85.6 2.09
1 000 96.7 3.92
10 96. 1 2.70
X 1 20 83.0 6.58
1 000 99.8 6.12
10 93.8 4.89
X 7 20 89.3 7.05
4 000 100. 0 7.61
10 74. 4 4.94
4 20 73.2 4.12
500 89.6 3.36
10 83.6 4.70
4 Ji 20 83.5 3.32
500 92.5 4.24
10 76.7 6.52
A4 20 71.5 7. 44
500 91.3 4.26
10 95.1 7.13
4= & i 20 93.9 8. 66
2 000 99.3 5.95
10 93.1 11.93
A4 20 101.0 6.83
500 97.7 7.70
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Determination of fluorescent whitening agents in food contact paper by UV
irradiation method combined with gauze absorption
QU Peng-feng, FU Wu-sheng, LIU Wen-jing, ZHANG Chang-sheng, JIANG Ding-guo
(China National Center for Food Safety Risk Assessment, Beijing 100022, China)

Abstract; Objective
(FWAs) in food contact papers. Methods

To develop a national standard method for rapid determination of fluorescent whitening agents

When the sample didn’t obvious blue or purple fluorescence, FWAs in the

sample were extracted by an alkaline solution, the extract was adjusted to acidic and absorbed by gauze, and the
P y , ) y 8 ,

fluorescent intensity of the gauze was tested by UV light with the wavelength at 365 nm. Results UV irradiation method

could qualitatively determination the high level of FWAs in the sample. UV irradiation method combined with gauze

absorption could qualitatively determination the low level of FWAs in the sample and exclude the interference from the

natural fluorescent background and other fluorescent pollutants, the limit of detection of FWAs was 10 mg/kg. Conclusion

This method was simple, reliable, and suitable for the qualitative determination of FWAs in food contact papers.

Key words: Gauze adsorption; UV irradiation; fluorescent whitening agents; food contact materials; paper; detection
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