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and Dipyrone Metabolite Residues in Pig Muscle by HPLC

LI Dan, WANG He—-jia" , ZHANG Yu—jie, SHEN Xin, LI Qian
( National Reference Laboratory of Veterinary Drugs Residues, China Institute of Veterinary Drug Control, Betjing 100081, China)

Corresponding author; WANG He—jia, E-mail ; wanghejia@ ivdc.org.cn

Abstract; A method for determination of aminopyrine and antipyrine and dipyrone metabolite 4 -
methylaminoantipyrine in pig muscle with HPLC by UV detection was established. Aminopyrine and antipyrine and
4-methylaminoantipyrine were extracted from pig muscle with acetonitrile and spiked Na,SO,, dissolved with 2%
formic acid after evaporation, then the solution was purified with MCX column. The chromatography column was
Phenomenex Luna C18 column of 250 mmx4.6 mm, 5 pwm. The mobile phase were acetonitrile and water, the
flow rate was 1.0 mL/min and detection wavelength was 265 nm. A good linearity of the calibration curve was
obtained with the range of 50 ~ 2000 ng/mL (R*>0.999) ,and the limit of quantification of aminopyrine and

antipyrine and 4—methylaminoantipyrine was 20 pwg/kg. The average recoveries of aminopyrine and antipyrine and
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4 -methylaminoantipyrine from spiked pig muscle at the three concentrations of 20,100,400 pg/kg ranged from

60% to 100% (n=5) respectively. In day—between days batch variation coefficients were both less than 20%.The

method is simple, rapid, sensitive and accurate, and can be applied for the determination of aminopyrine and

antipyrine and dipyrone metabolite 4—methylaminoantipyrine in pig muscle.
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(1. Antipyrine ,2. 4—methylaminoantipyrine ,3.Aminopyrine )

A. Chromatogram of Aminopyrine , Antipyrine and 4-methylaminoantipyrine 500 g + L™! reference solution
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C. SENAZIP AN 100 ng/kg BEELLAR 2245 LUK 4- H B2 LAk 259 (B 1K
C. Chromatogram of Aminopyrine , Antipyrine and 4-methylaminoantipyrine 100 pg - kg™' added in pig muscles
(1. Antipyrine ,2. 4-methylaminoantipyrine ,3.Aminopyrine)
E1 FAPSELK ZELLK -PEELB LR S RERILE

Fig1 HPLC Chromatogram of Aminopyrine , Antipyrine and 4-methylaminoantipyrine in pig muscles
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Tab 1 Standard curve equation and Correlation coefficient

29 LML/ (pg - L7Y) [l I R RE
Drug Linear range Standard curve equation Correlation coefficient
ez SR N 50~2000 y=0.0465x-1.1736 0.9998
LR AR 50~2000 y=0.0567x—1.2424 0.9998

4-H BT LR 50~2000 y=0.0437x-0.9228 0.9996
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IF, G HOAR 23 HUbR 4— PR 20 85 UMk i - 34

x2

[ 26 43 B AE 71.1% ~ 85.1% . 71.8% ~ 78.9% .
70.7% ~83.6% JL 1B P, it N HEIE ) RSD 43 5K T
10.6% .10.9% , &5HRFIHZ TR, BRI,

BARRMEELLR RELK -FRELZBERPERRNELER (n=5)

Tab 2 Recovery rate and precision of the drugs added in pig muscles

25 TG/ (g - kg™") SR % L RSD/ % L8] RSD/ %

Drug Additive concentration Average recovery rate Intra assay RSD Inter assay RSD
20 71.1 10.6 9.72
EL AR 100 71.8 9.54 8.56
400 73.5 9.20 7.78
20 85.1 9.76 9.49
LR AR 100 78.9 10.4 9.06
400 83.6 8.89 7.66
20 73.6 10.2 10.9
4- WU B2 LR 100 72.4 8.65 8.55
400 70.7 9.08 8.67
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