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ABSTRACT: Objective To establish a method for the determination of isopyrazam residues and its
degradation products in cucumber by gas chromatography. Methods Samples were extracted with acetone,
followed by extraction with methylene dichloride and cleaned up by SPE (florisil column), then determined by
gas chromatography with nitrogen phosphorus detector (GC-NPD) and quantified by external standard method.
Results Each compound showed a good linear relationship in the concentration range of 0.5~10 ug/mL. The
recoveries for cucumber spiked with 3 different levels of isopyrazam and its degradation products at 0.02, 0.10
and 1.0 mg/kg ranged from 73.5% to 110%, with RSD between 1.63% and 13.5%, and the limit of quantitation
(LOQ) for all of them was 0.02 mg/kg. Conclusion This method is simple, the accuracy and recovery rate can
meet the needs of the residue determination, and it can be applied for the detection of isopyrazam residues and
its degradation products in cucumber.
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Tablel Theefficiency of elution with different ratio of solvents

( / , V:V)
95:5 80:20 65:35 50:50
(%) 72 68 60 65
(%) 27 32 40 35
(SYN545364)(%) 0 0 0 0
(SYNS545449)(%) 0 0 0 0
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Table2 Thelinear range and correlation coefficient of isopyrazam and its degradation products

(ng/mL)
Y=11.282X-0.3892 0.5~10 0.9993
Y=1.272X+0.8336 0.5~10 0.9985
(SYN545364) Y=10.309X+0.9565 0.5~10 0.9995
(SYN545449) Y=10.125X-1.1942 0.5~10 0.9984
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Table3 The averagerecovery of isopyrazam and its degradation productsin cucumber

(%)
(mg/kg) 1 2 3 4 5 (%)
0.02 74.5 110 96.6 110 106 99.4 13.5
( ) 0.10 87.8 76.5 84.8 87.0 81.7 83.6 4.92
1.00 82.9 83.6 89.4 85.4 89.5 86.2 3.26
0.02 74.6 102 102 82.9 97.5 91.8 12.1
0.10 99.2 86.2 82.8 88.0 89.8 89.2 6.18
SYNS545364
1.00 79.0 80.9 83.9 81.2 84.7 81.9 2.54
0.02 89.6 106.2 99.6 106.2 86.3 97.6 8.50
0.10 101 100 91.5 98.1 105 99.1 4.47
SYNS545449

1.00 73.5 75.6 76.2 74.8 77.1 75.4 1.63




2 R 543
PA I
14
13
12
11 |
10 |
9 |
3 M
7 =
6 [ 1 1 1 1 1
6 7 8 9 10 11 min
1
Fig. 1 Chromagram of blank cucumber
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Fig. 2 Chromagram of isopyrazam and its degradation products spiked in cucumber
N 9.07 min; N 9.41 min; (SYN545364),
9.54 min; (SYN545449), 9.94 min
Note: Syn-isopyrazam, Rt=9.1 min; Anti-isopyrazam, Rt=9.4 min; SYN545364, Rt=9.54 min; SYN545449, Rt=9.94 min
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