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Abstract: In order to overcome the defect of the pretreatment process of acidic organic
pesticides for soil samples, such as complicated, low recovery and large secondary pollu-
tion and so on, in situ derivative method for acidic organic pesticide residues in soil was
established. The soil sample, Na,~-EDTA and pure water were mixed sufficiently, and
then transfered the sample into a derivative bottle after the water evaporated, used
2,3,4,5,6-pentafluoro-benzyl bromide as derivative reagents for in situ ultrasonic deri-
vatization. The proposed compounds were separated and analyzed by gas chromatogra-
phy-negative chemical ionization mass spectrometry(NCI) after the extract was purified.
A series of factors affected sample analysis, such as complexation extraction condition,
derivatization condition, purification condition, negative chemical ionization mass spec-
trometry condition and soil TOC, were all well studied and carefully optimized. The

results show that the linearity range is 5-500 pg/L with the correlation coefficients grea-
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ter than 0. 998 0. The spiked recoveries of different concentrations range from 80% to
110% with the relative standard deviations of 8.2%-13% (n=7). Real sample is ana-

lyzed by this method, and some of proposed acidic organic pesticides are detected in

some soils.
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Table 1 Complexation effect contrast under the same derivative conditions
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Fig.1 The relationship of derivatization time vs derivatization efficiency
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Table 2 Main qualitative and quantitative parameters of the derivatization products
ey PR /min - EEETF (m/2) SEETF (m/2) LR/ (pe/LD MRFRE A
EHE 4. 080 141 143,107,109 20~500 0.999 6
2,4,6-= 8 KBy 6. 835 195 197 10~500 0.998 1
3,5-—E AR 7. 320 189 191,193,190 5~500 0.998 3
ZERE 8.143 219 221,175,177 5~500 0.998 9
244 8. 230 199 201,200,202 5~500 0.999 4
2,4- AR 8. 385 233 235,237,234 5~500 0.998 6
2,4-5% 8. 819 221 219,223,220 5~500 0.998 8
HE B 9. 498 267 269,265,263 5~500 0.999 0
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Table 3 The analysis results of real soil samples
SEBREE A/ (pe/ k)
Pas
L s1 s2 S3 S4 S5 S6 s7 S8
FEM — 46.8 — — — — — —
2,4,6- = FKB — — — — — — 12.9 —
3,5-“AFHM — — — 11.2 — — — —
EEHE — — — — — 23.1 — —
2B 4K 29.1 — 15.7 18.2 86.3 62. 4 — —
2,4 TR — - - - 10.6 - - -
2,4-% — — — — — — — —
HEB — — — — — — — 9.8
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