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Determination for Spirodiclofen Residues in Orange and Soils by GC

XIE Li  YANG Ren-bin®  FU Qiang XIAO Shao-huai LIU Wang-rong

( Agriculiural Environmental Protection Institute Hunan Agricultural University Changsha Hunan 410128 China)

Abstract: A method for determining spirodiclofen in orange and soils was established by using GC with
ECD acetone as extractant and methylene dichloride as extractive solution purification by Florisil cartridge.
The results of optimized experimental conditions showed that linearity was good range from 0. 141 pg/L to
5.65 mg/L the minimum detection limits 0. 003 5 mg/kg spiked recoveries at 0. 050 mg/kg 0.500 mg/kg and
1.00 mg/kg levels of blank samples from 82.2% to 110% RSD of duplicates from 2.6% to 9.8% .
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Fig. 2 GC chromatograms of spirodiclofen standard solution
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Fig. 1 Chromatograms of spirodiclofen elution curve
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Table 1 Test results of precision and spiked recovery

1% RSD
w/(mg * kg™") ) N 3 4 5 1% 1%
0.050 98.9 87.4 98.9 93.5 93.5 94.4 4.5
0.500 111 105 107 113 110 109 2.6
1.00 101 94.0 100 93.0 95.0 96.6 3.4
0.050 118 97.6 102 116 115 110 7.5
0.500 80.4 85.5 79.7 79.9 90.1 83.1 4.9
1.00 80.3 82.7 84.5 82.4 86.6 83.3 2.6
0.050 86. 1 78.8 83.5 76.1 86.7 82.2 5.0
0.500 101 106 101 97.4 98.9 101 2.9
1.00 94.7 96.2 92.0 89.3 83.9 91.2 4.8
0.050 82.6 93.9 89.2 84.1 84.4 86.8 4.8
0.500 98.7 81.5 76.6 76.5 81.8 83.0 9.8
1.00 79.3 93.9 103 98.0 85.1 91.9 9.4
o 3— 6(a) (b).

0.500 mg/kg
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Fig. 3 GC chromatograms of soil blank

and spiked recovery of sample
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Fig. 4 GC chromatograms of orange peel blank

and spiked recovery of sample

Fig. 5 GC chromatograms of orange blank

and spiked recovery of sample
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Fig. 6 GC chromatograms of orange fruit all blank

and spiked recovery of sample
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Table 2 Test results of soils and orange fruit samples
w/(mg* kg™") RSD w/(mg* kg™") RSD
1 2 3 1% 1 2 3 1%
1h 0.988 0.976 0.960 1.2 0.340 0.336 0.330 1.2
1d 0.711 0.698 0.721 1.3 0.305 0.312 0.315 1.4
2d 0.471 0.500 0.503 2.9 0.222 0.226 0.211 2.9
3d 0.415 0.415 0.413 0.2 0.164 0.169 0.167 1.2
5d 0.376 0.365 0.376 1.4 0.100 0.097 0.111 5.9
7d 0.203 0.205 0.201 0.8 0.076 0.075 0.072 2.3
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w/(mg* kg™!) RSD w/(mg* kg™ ") RSD
1 2 3 /% 1 2 3 /%
10 d 0.177 0.180 0. 168 2.9 0.041 0.039 0.040 2.0
14 d 0.099 0. 100 0.098 0.8 0.037 0.037 0.035 2.6
21d 0.102 0.098 0.097 2.2 0.005 0.005 0.005 0
28 d 0.092 0.087 0.091 2.4 0.003 0.003 0.003 0
354d 0.008 0.008 0.008 0 — — —
42 d 0.008 0.008 0.008 0 — — —
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