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Determination of purine in food by high performance liquid chromatography
Pan Hongzhi, Rong Shengzhong, Zou Lina, Wang Chaoxu, Liu Xiaocen, Yang Yuexin
( National Institute for Nutrition and Food Safety, China CDC, Beijing 100050, China)

Abstract; Objective A high performance liquid chromatography (HPLC) method was developed for the determination
of four kinds of purine in food. Methods Food sample was hydrolyzed with perchloric acid at 100 °C for 60 min, and the
hydrolyzate was filtrated with membrane. The chromatographic separation was achieved in Waters Atlantis T3 (4.6 mm x
250 mm x5 pm) column by using 10 mmol/L formic acid amine solution (pH3.6) and CH;OH (99: 1) as mobile phase
with a flow rate of 1.0 ml/min at 30 C. The detection was performed under Waters 2487 UV detector at 254 nm with a
injection volume of 10 pl. Results The HPLC response to these four kinds of purine was linear in the range of 0. 05 —
20.00 pg/ml, r>0.999 9. The average recovery of standard addition was 93.1% - 101.3% , and relative standard
deviation (RSD) was less than 12.5%. Conclusion The HPLC method for the determination of four kinds of major

purine in food was fairly high in accurate and good sensitivity.
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Figure 1 Standard chromatogram of four kinds of purine
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Table 1

The results of linearity

I Lt iR RS R (pg/ml)
BIENS y=8E +06x +22736  0.9999 0.05 ~20. 00
RISy =1E +07x -4559 0. 9999 0. 05 ~20. 00
WHIE  y=1E +07x-73476  0.9999 0. 05 ~20. 00
WIES  y=5E+06x-13242  1.0000 0.05 ~20. 00
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Table 2 The results of precision test (n=6,% )
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Table 3 Results of recovery test (n=3)
Ry A JRAE (mg) bz &k (mg) W 7E it (mg) B (% ) SR (% ) RSD( %)
19, [ A 0. 0525 0. 0263 0.0781 +0. 0033 97.3 101.3 4.6
0. 0525 0. 1040 0. 0077 98. 1
0. 1050 0. 1635 +0. 0083 105.7
T N A 0. 0487 0. 0244 0. 0722 +0. 0055 96. 2 100. 3 6.3
0. 0487 0. 0962 +0. 0062 97.6
0. 0974 0. 1536 +0. 0143 107.7
VR g T 0. 0002 0. 0001 0. 0002 +0. 00001 89.4 93.1 4.6
0. 0002 0. 0004 +0. 00004 91.7
0. 0004 0. 0006 +0. 00005 98.3
I 0. 0077 0. 0039 0. 0074 +0. 0005 90.5 95.4 4.8
0. 0077 0.0151 0. 0009 95.5
0.0155 0.0232 +0. 0016 100. 1
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Figure 2 Chromatogram of soybean sample
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identification of oxygen heterocyclic compounds in citrus essential
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Detection of 3-nitropropionic acid in sugarcane by solid-phase extraction coupled with
ultra high performance liquid chromatography-tandem mass spectrometry
Li Bing, Wu Guohua, Liu Wei, Zhao Xudong, Zhao Haiyan, Xue Ying, Zhao Rong
(Beijing Centers for Diseases Control and Prevention, Beijing 100013, China)

Abstract; Objective To establish a method for the detection of 3-nitropropionic acid in sugarcane by solid-phase
extraction (SPE) coupled with ultra high performance liquid chromatography-tandem mass spectrometry ( UPLC-MS/MS).
Methods Samples were extracted by acetonitrile and cleaned up by Sep-pak NH, solid phase extraction column. The 3-
nitropropionic acid was determined by UPLC-MS/MS. The chromatographic conditions: using Waters ACQUITY BEH Cjg
column (1.7 pm, 50 mm x2. I mm) with water as mobile phase A and acetonitrile as mobile phase B for gradient elution;
keeping the column temperature at 40 “C and the samples at 10 °C with an injection volume of 5 pl. Results There was a
good linearity of the calibration curve for 3-nitropropionic acid standard in the range of 4.0 —40.0 pg/kg with correlation
coefficient of 0. 998. The detection limit of the method was 1. 0 pg/kg and the limit of quantification was 4. 0 ug/kg. The
average recovery at three spiked levels was in the range of 92. 5% —93. 6% , and the relative standard derivation was lower
than 10% . Conclusion The method is simple, rapid, sensitive and accurate, which can be used in the detection of 3-
nitropropionic acid in sugar cane.

Key words: Sugarcane; 3-nitropropionic acid; solid-phase extraction; UPLC-MS/MS
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