ol FRERL 24 2008,27(5):2114-2117

Journal of Agro-Environment Science

MFEAEFZER-SHEBIEENELEPREBRANRE
K15 B
O, RRM, RER?, BAA

(LR RO R AT GG BE, 115 FAt 210095; 2. [F KRG RY SR M BRI RH20E T BT, [ IR R SR AR 25 R 853
W ST RAE I TS, VII8 f At 210042)

T EWPT TR AN 7R IR SR 0 T 0 o - e e A 2 R AR ik A B A . IR R FH R e
PIER (L, VAV O RIRA R, A BOREE 80 °C, H 1k 1500 Pa, S HEEL 2 ¥k, 48 MB46513 \MB45950 5 Ui \MB46136 [ fiTdn
Ry, R BEMEGS 5 e Bh 25 BURIR S BRSO A L L Ik 70 2L IO AR i, A LA T F D, HAR I e ey

SESEIA - RSN 5 VA 700 A L TRl A 0 R R L 5 R €%

FESESX830.2 XEAERIRAD:A  IEHES.1672-2043(2008)05-2114-04

Determination of Fipronil in Soils by Accelerated Solvent Extraction and Gas Chromatography
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Abstract: A procedure for fipronil and its metabolites determination in soils was studied by accelerated solvent extraction( ASE ) method. Op—
timal condition of ASE analysis was 80 °C with a mixture of dichloromethane and acetone(1:1,V/V) for two cycles under 1 500 Pa. The recov—
eries of fipronil and its metabolites (MB46513, MB45950 and MB46136) in soils were good and the precision (RSD) were generally better

than 10%. Comparing with other extraction techniques such as microware assisted extraction(MAE) and shake bottle (SB) methods, the

current method is faster and with less solvent consumption.
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Tablel The properties of three kinds of the soil tested
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Soil Organic matter CEC [HE 728 4dig Soil type
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Black soil 26.6 7.80 22.7 sandy
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Red soil 9.94 5.29 10.6 clay
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Figure 1 Chromatogram of fipronil and its metabolites(0.05 mg+1.")
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Figure 2 The recoveries of fipronil and its metabolites under

fipronil

different tempertures
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Table2 Comparison of the recoveries of fipronil and its metabolites
under different extracting cycles(n=3)
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MB46513 93.0 6.6 90.0 2.6
MB45950 77.0 6.5 90.0 2.1

fipronil 95.0 7.4 105 2.5
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Figure 3 Comparison of recoveries of fipronil and its metabolites

using different extracting methods
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Table3 Recoveries and RSD of fipronil and its metabolites in three different soils (n=3)

B Sample PRI Added KA L Rice soil TLPYZIE Red sol R4 1 Black soil
/mg-kg™ % Recovery/% RSD/% % Recovery /% RSD/% [ Recovery /% RSD/%
MB46513 0.050 104 6.9 108 6.7 106 6.5
0.50 90.0 2.6 83.0 4.1 84.0 34
1.0 88.0 4.0 82.0 1.8 79.0 12
MB45950 0.050 97.0 9.3 99.0 5.1 83.0 42
0.50 90.0 2.1 79.0 33 83.0 42
1.0 89.0 5.0 79.0 1.9 102 22
fipronil 0.050 99.0 9.5 105 5.8 106 4.1
0.50 105 25 100 33 105 5.0
1.0 111 48 107 23 105 1.8
MB46136 0.050 89.0 9.1 97.0 6.7 96.0 6.6
0.50 95.0 2.7 94.0 37 90.0 4.1
1.0 101 44 100 2.0 91.0 2.1
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