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Determination of Oxadiazon Residues in Cereals by
Gas Chromatography-Mass Spectrometry

LI Yong-jun HUANG Zhi-qiang YI Wei-liang
Hunan Entry-Exit Inspection and Quarantine Bureau Changsha 410007  China

Abstract An efficient method with microchemical method and solid phase extraction SPE technique
for the determination of oxadiazon residues in cereals by gas chromatography-mass spectrometry GC-
MS has been established. The oxadiazon was extracted from the sample with benzene-hexane 1:1
V/V . The extract was cleaned-up by a column of 500 mg Supelclean LC-Alumina-N. When the
blank rice and corn were spiked with oxadiazon in the range of 0.005 mg/kg — 5.00 mg/kg the
recoveries were 90.4% — 115.7% for rice and 81.3 = 109.7% for corn and with RSD of 2% - 6%
and 4% — 9% respectively. The limit of detection was 0.005 mg/kg. The method is rapid sensitive
accurate and suitable for the analysis of pesticide residues.
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oxadiazon A% isiprepTM MS1
IKA Works Asia Sdn Bhd

MRL  0.05 mg/kg 650 °C 4
MRL 0.05 mg/kg h Supelclean LC-Alumina-N 500 mg
- Supelco
GC-ECD =
12 99 % Chem Service 0.1000 ¢
3 - GC-MS 100 mL 1.00 ¢/L
1.2 GC-MS
1 HP-5 25 m x 0.25 mm x
1.1 0.33 um 99.999%
HP5890/5971 GC-MS  JZ7114 0.8 mL/min 280 ¢ -
5 C/min 10 °C/min
Supelco —>200 C —280 °C 10 min
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Fig.1 Selected ion monitoring total ion chromatograms of the blank rice and corn spiked with oxadiazon stamdard
a.blank rice spiked with 0.020 mg/kg of oxadiazon b.blank corn spiked with 0.020 mg/kg of oxadiazon.
2.2 mg/kg
2.3
5.000 mg/L ~5 p1g/L 1.000 ¢
5.000 mg/kg ~ 0.005 mg/kg Y 0.005 mg/kg 0.020
X mg/L mg/kg 0.050 mg/kg 0.500 mg/kg 5.000 mg/kg
Y=1.275x 10°X + 1.019 x 10° ro=
0.999 9 3 0.005 5 1
1 n=>5
Table 1 Recovery of oxadiazon n =5
Added Found mean+SD mg/kg Recovery % RSD %
mg/kg rice corn rice corn rice corn
0.005 0.0056 = 0.0002 0.0050 = 0.0004 107.9-115.7 90.0-109.7 2.8 8.7
0.020 0.0205+0.0010 0.0179 +£0.0012 93.8-106.8 81.3- 96.6 4.8 6.8
0.050 0.0513 +0.0031 0.0483 +0.0042 96.3-109.3 84.8-106.7 6.0 8.7
0.500 0.4852+0.0198 0.4460 + 0.0226 90.4-100.5 85.6- 95.7 4.1 5.1
5.000 5.0148 £0.1526 4.4791 +0.1943 96.5-103.9 84.3- 93.6 3.0 4.3
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