Chin J Pharm Anal 2011 31( 12) — 2199 —

198

Yok Yok
( 100050)
: - 198
(GPC)  GPC ( SPE) GPC  SPE
. : NN . 70%
~110% RSD  2.7% ~13.6%
:R917 ‘A :0254 - 1793(2011) 12 2199 - 09

Research of pretreatment platform for simultaneous determination

of 198 pesticides in traditional Chinese medicine’

WANG Ying JIN Hong —yu™ SUN Lei MA Shuang — cheng™

( National Institutes for Food and Drug Control Beijing 100050 China)

Abstract Objective: To establish a GC — MS method for simultaneous determination of 198 pesticides in tradition—
al Chinese medicine. Methods: The samples were extracted with acetone and clean —up by gel permeation chroma—
tography ( GPC) or the combination of GPC with solid — phase extraction ( SPE) . The pretreatment of method was
optimized. And the different clean — up methods for Chinese herbs according to the medicament portions and matrix
were used. Results: Four Chinese herbs ( including Rhizome Dioscoreae Radix Astragali Flos Lonicerae Japonicae
and Pericarpium Citri Reticulatae) were used to evaluate the accuracy of this method. The recoveries of most pesti—
cides were ranged from 70% to 110% with the relative standard deviations ( RSD) being from 2. 7% to 13.6% .
Conclusion: This method is sensitive accurate and is helpful for determination of multi — residual pesticides in tra—
ditional Chinese medicines.

Key words: multiresidual pesticides; gel permeation chromatography; solid — phase extraction; traditional Chinese

medicine; gas chromatography — mass spectrometry
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Tab 1 Retention time (¢;) target ion (T) GPC collection times recovery and RSD for 198
pesticides in 4 kinds of Chinese herbs
( Citri
GPC ( Dioscoreae ( Lonicerae Reticulatae
IR Gpe ( Astragali Radix)
T ( collection Rhizome) Japonicae Flos) Pericarpium)
( No.) ( pesticides) /min ) )
times) /min RSD RSD RSD RSD
(recovery) /% /% (recovery) /% /% (recovery) /% /% (recovery) /% 1%
SIM A
1 ( dichlorvos) 5.455 109 22 ~27 66. 1 5.3 63.6 6.4 74.6 13 62.5 11
2 ( methamidophos) 6.418 94 22 ~28 79.2 9.1 92.1 13 73.8 11 75.8 13
3 ( acephate) 8. 838 136 22 ~28 94. 4 7 88.6 6.6 73.7 7.8 74 13
4 ( tecnazene) 9.566 261 25 ~30 75.2 3.6 75.9 12 77.6 5.7 72.1 14
5 2 4 ( mecoprop) 9.566 169 24 ~29 87.1 13.2 86.6 15 47.6 12 32.7 13
6 ( hexachlorbenzene) 10.497 284 25 ~30 84.9 .5 73.4 6 88.5 9.5 79.9 15
7 ( pentachloroanisole) 10. 646 265 25 ~30 84.4 4.3 79 13 80. 6 5.6 71.4 11
8 - (a —BHC) 10.929 219 21 ~27 88 12. 4 93 13 94. 8 11 77.7 11
9 ( omethoate) 11. 085 156 23 ~29 87.6 7.1 80.2 5.5 79.2 6.1 78. 1 12
10 24- ( dichlorprop) 11.15 234 24 ~27 90.7 8 93.6 11 8.5 20 24.7 13
11 ( diazinon) 11.54 179 21 ~25 89.6 5 83.4 6.7 97.8 13 71.5 9.4
12 ( quintozene) 11.688 237 26 ~31 82.7 13.2 73.5 13 89.4 11 78.4 14
13 Y- (y - BHC) 12.1 219 21 ~26 81.8 7.9 79.3 11 95.5 14 78.8 6.6
14 ( monocrotophos) 12.255 127 22 ~26 85.6 10 80.7 4.7 91. 1 9.1 73.1 8.1
15 g- (B -BHC) 12.838 219 21 ~28 78.5 9.5 96. 6 14 90.9 8.5 78.7 7.1
16 ( phosphamidon) 12.925 264 22 ~27 93.9 5.7 91.7 7.8 75.4 11 74.9 11
17 ( dimethoate ) 12.932 229 22 ~28 91.9 7.4 89.8 11 88. 1 9.7 76.3 6.3
18 2 4- (2 4 - D butylate) 13.007 276 23 ~28 82.3 11.9 85.3 7.2 87.2 5.8 73.9 13
19 ( heptachlor) 13.018 272 23 ~27 88 3.9 71.7 6.8 89.2 5.3 73.2 12
20 ( vinclozolin) 13.234 212 23 ~28 93.3 4.9 85 6 70.7 11 72.9 10
21 ( PCA) 13. 54 265 23 ~27 76.5 13.3 79 9.1 92.8 9 71.3 8.9
2 56— (8- BHC) 13.906 219 21 ~29 92 12.4 71 13 90.3 8.8 74.3 8.9
23 ( chlorothalonil) 13.95 266 25 ~30 110. 4 13.6 87.6 10 81 12 27.3 11
24 ( chlorpyrifos — methyl) 14.086 286 23 ~29 88. 1 4.3 81.6 6.9 84.4 5.5 78.7 5.8
25 {(dldltin) 140152112263 2328 83117 1005 AN 13 95: 12 70,6 87
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( Citri
( Dioscoreae ( Lonicerae Reticulatae
® T Cl:(‘(i,ouecmm Rhizome) ( Astragali Radliz) Japonicae Flos) Pericarpium)
( No.) ( pesticides) /min
times) /min RSD RSD RSD RSD
(recovery) /% /% (recovery ) /% /% (recovery) /% /% (recovery) /% 1%
26 ( pirimiphos — methyl) 14.72 290 22 ~28 94.3 5.1 85.3 4.9 99.1 6.4 72.9 10
27 ( MPCPS) 14.8 296 25 ~32 97.6 9.3 89.7 6.5 102. 1 8.6 70.5 12
28 ( metalaxyl) 14.9 206 23 ~28 91.7 .4 88. 1 4 84.8 3.7 78. 4 3.
29 ( DCPA) 15.244 301 22 ~30 78.2 13.5 78.8 8.4 74.8 9 71.2 10
30 ( triadimefon) 15.322 208 21 ~26 94.6 5.4 113.8 12 89.3 6.3 70. 1 13
31 ( chlorpyrifos) 15.34 314 22 ~27 88.8 7.6 84.3 10 85.2 5.5 76. 4 4.
32 ( malathion) 15.64 173 22 ~27 88.4 8.4 89.3 4.8 85 3.9 85.4 10
33 ( fenitrothion) 15.742 277 22 ~28 94.7 5.6 96.7 6 88.4 8.2 73.5 9.
34 ( parathion) 15.924 291 22 ~27 94.3 5 96. 8 8.2 100. 5 5.5 73 12
35 ( pendimethalin) 16.624 252 22 ~28 93.8 5.9 90.2 4.9 74. 4 14 75.5 10
36 ( heptachlor — epoxide) 16.69 353 23 ~27 89.5 5.9 70.3 8.5 89.6 4.9 73.6 12
37 ( heptachlor - epoxide) 17.205 353 23 ~27 85.9 13.1 73.6 13 82.6 6.6 72.9 13
38 A( triadimenol ) 17.438 112 21 ~25 81 11.3 83.6 8.5 81.4 3.9 75.3 8.
39 ( trans — chlordane) 17.629 373 23 ~27 90 7.1 74.3 4 85.6 6.3 75.2 14
40 B( triadimenol ) 17.766 112 21 ~25 80.9 8.3 74.1 13 92.5 7.3 74.1 6.
41 ( procymidone) 18.15 283 23 ~30 93.6 6.8 83.4 4 81.8 8.5 70. 8 10
42 ( endosulfan) 18.282 241 23 ~28 98.2 9.6 81.3 9.6 100. 9 13 90. 4 9.°
43 ( alpha — chlordane) 18.282 373 23 ~28 89 7.3 73.4 8.2 96. 4 12 73 12
44 ( endosulfan) 18.478 241 23 ~27 92.8 8.6 80.9 13 73 13 70.7 10
45 ( paclobutrazol) 18.657 236 21 ~25 85.3 7.1 82.5 14 74.5 7.9 73.3 6.
46 ( pretilachlor) 19.009 238 22 ~27 89.6 7 94.7 13 78.3 13 72.8 8.
47 ( bentazone) 19.227 198 22 ~29 83.2 8.2 71 6.4 85.1 10 72 8.
48 p p ' -DDE 19.926 246 23 ~30 87.4 6.4 82.3 5.1 71.4 7.1 71.1 10
49 ( dieldrin) 20.175 263 25 ~30 88.7 6.2 93.2 8.4 76.9 11 78.6 11
50 ( methidathion) 21.234 145 26 ~31 91.7 7.7 83.8 4.3 90. 6 15 78. 1 8.
51 ( Endrin) 22.225 263 26 ~30 86.3 8.3 87.5 6.7 82.6 4.8 70.9 9.
52 o p -DDT 23.086 235 23 ~28 89.8 9.2 86. 4 2.8 79.4 9.5 76.6 7
53 pp -DDD 23.654 235 22 ~28 84.8 7.1 82 3.8 79.2 8.7 76.8 4
54 ( ethion) 23.823 231 22 ~27 81.7 10. 8 88.2 2.7 83.1 5.8 77.1 6.5
55 pp -DDT 25.383 235 23 ~28 92.6 8.8 84.4 3.6 90.5 14 78.8 5.6
56 ( propiconazol) 25.658 259 22 ~28 92.5 5.8 82.6 6.8 78.6 13 75. 4 5.3
57 ( RH 5849) 25.91 240 20 ~27 85.1 .9 90. 4 12 76. 4 2.9 72.6 9.3
58 ( endosulfan sulfate) 26.242 272 21 ~26 86.7 12.9 88.6 14 77.1 4.7 75.6 9.8
59 ( iprodione) 26.967 187 24 ~28 89.2 5.8 83.3 2.9 83.5 6.5 70.5 6.9
60 ( dicofol) 27.3 139 21 ~26 113.3 5.7 86.3 11 79.2 3.6 109 13
61 DDT( methoxychlor) 27.551 227 23 ~30 90.9 8.8 82.2 4.7 76.3 8.9 80 9.
62 ( mirex) 27.599 272 23 ~30 81.8 13.3 83.9 12 76.8 7.9 73.6 10
63 ( tetradifon) 27.933 227 25 ~30 84.5 7.3 79 7.2 72.9 12 71.5 6.
64 ( phosalone) 28.058 182 24 ~29 93.7 6.5 85 5.7 80.2 4.7 75.9 7
65 ( acetamiprid) 28.992 126 26 ~30 72.3 13.1 70 14 79 6.6 78.5 13
66 ( coumaphos) 29.585 362 24 ~29 91.5 7 71.5 7.7 78.3 3.5 75.3 4.
SIM B
67 ( vernolate) 6.874 128 20 ~26 72.6 14.6 74 13 74.6 13 78.7 10
68 ( methacriphos) 8.292/
8.352 208 21 ~28 72.9 9.8 78.3 7.8 73.8 11 70.7 5.3
69 ( metolcarb) 8.47 108 21 ~28 82.1 12.4 73.9 4.8 71.6 5.7 70 4.4
70 { molinate) 8.975 126 27 ~34 727 11.4 75,4 6.7 71.6 12 70. 8 8.9
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( Citri
( Dioscoreae ( Lonicerae Reticulatae
® T Cl:(‘(i,ouecmm Rhizome) ( Astragali Radliz) Japonicae Flos) Pericarpium)
( No.) ( pesticides) /min
times) /min RSD RSD RSD RSD
(recovery) /% /% (recovery ) /% /% (recovery) /% /% (recovery) /% 1%
71 ( isoprocarb) 9.11 121 22 ~30 77.7 10.7 71.8 3.2 88.5 9.5 87.6 3.6
72 ( ethoprophos) 9.91 158 23 ~31 71.7 9 76.7 4.8 80.6 5.6 71.2 11
73 ( diphenylamine) 10.284 169 24 ~30 70.9 9.3 80.5 7.2 94.8 11 70.7 6.8
74 ( sulfotep) 10.436 322 22 ~29 73.8 10.5 75.7 6.2 79.2 6.1 73.4 8.8
75 ( phorate) 11 260 24 ~30 41.3 10.2 55.5 13 48.5 13 43.6 11
76 ( bromoxynil) 11.557 271 21 ~27 75.6 12.4 96.3 8.1 37.8 13 32.6 15
71 ( propetamphos) 11.608 138 21 ~27 82.8 10. 6 81.2 4.3 89.4 11 71.2 4
78 ( dicloran) 11.992 206 23 ~30 83.2 9.7 82.2 7.8 95.5 14 75.7 4.8
79 ( etrimfos) 12.296 292 22 ~30 83.3 11.5 81 4.7 91.1 9.1 71.4 7.5
30 ( isazofos) 12.974 119 22 ~28 84.4 11.3 84.9 7.6 90.9 8.5 72.9 5.1
81 ( fenchlorphos oxon) 13.467 269 23 ~32 82.8 7.7 88.6 6 75.4 11 71.3 2.6
82 ( alachlor) 13.707 160 22 ~30 83.4 11.4 82.5 3.5 88.1 9.7 72.6 4.5
83 ( paraoxon methyl) 13.716 247 24 ~29 72.9 9.1 96.7 8 87.2 5.8 81.1 11
84 ( fenchlorphos) 14. 08 285 23 ~32 80.2 13.1 84.8 4.4 89.2 5.3 70.1 4.7
85 ( propanil) 14.367 161 23 ~27 81.8 8.7 84.5 6.7 70.7 11 76. 1 7
86 ( prometryn) 14.483 184 21 ~28 81.1 10.8 84.2 2.5 78 5.7 73.8 4.2
87 ( parathion — methyl) 14.73 263 22 ~28 75.4 11.5 89.7 5.3 92.8 9 76 3.2
88 ( tolclofos — methyl) 14.771 265 24 ~33 74.4 8.1 81.8 4.5 90.3 8.8 71.7 1.9
89 ( ametryn) 14. 85 212 22 ~28 85.1 10. 4 89.1 10 81 12 72.7 3.6
90 ( metolachlor) 14.975 238 22 ~30 82.2 10.5 84 3 84.4 5.5 75 4.5
91 ( paraoxon — ethyl) 15.01 275 23 ~28 82.3 13.7 96.2 7.7 95.1 12 84.2 5.3
92 ( pirimiphos — ethyl) 15.907 333 21 ~29 85.2 9.9 84.1 3.1 86.3 4.7 70.7 9.4
93 ( dichlofluanid) 16. 05 123 29 ~31 87.7 12.9 87.7 7.6 99.1 6.4 76.5 11
94 ( carbaryl) 16.226 144 22 ~29 80.2 9.6 86.3 5.7 122.1 8.6 67.4 13
95 ( bromophos — methyl) 16.637 331 19 ~28 71 14.3 93.6 9.8 84.8 3.7 76.2 8.5
96 ( isofenphos) 17.116 213 21 ~27 76.5 6.8 81 6.1 74.8 9 70. 1 15
97 ( butachlor) 17.548 176 21 ~28 82.6 10.3 87.4 3.8 89.3 6.3 73.4 4
98 ( bromophos — ethyl) 17.766 359 20 ~27 72.1 9.3 100. 1 9.4 85.2 5.5 71.7 13
99 ( chlorfenvinphos) 18.071 267 22 ~29 75.7 10 87.9 4.8 85 3.9 78.3 2.9
100 ( mecarbam) 18.255 131 23 ~28 89.7 15 90. 8 5.7 88.4 8.2 79.4 6.7
101 ( tolylfluanid) 18.274 137 22 ~30 96. 4 14.5 92.5 5.9 100. 5 5.5 73.9 11
102 ( anilazine) 18.348 239 22 ~27 78.9 8.9 70.3 14 74. 4 14 24.1 40
103 ( quinalphos) 18.644 146 24 ~31 82.1 10.3 80.3 6 89.6 4.9 77.1 5.3
104 ( dimethachlon) 18.718 243 24 ~31 80.9 11.5 82.9 5.6 82.6 6.6 75.8 2.8
105 ( phenthoate) 19.151 274 24 ~32 74 9.3 79.5 8.6 81.4 3.9 79.3 5.9
106 ( oxadiazon) 19.224 302 21 ~27 71.5 13.6 85.5 3.6 85.6 6.3 73.5 4.7
107 ( chinomethionat) 20.211 234 23 ~28 66 6.6 86.9 3.5 92.5 7.3 8.1 42
108 ( buprofezin) 20.523 172 22 ~27 77 11.4 83 4.9 81.8 8.5 79.6 8.8
109 ( profenofos) 20.716 337 24 ~31 82.9 8.5 90. 1 3.8 100.9 13 75.7 11
110 ( uniconazole — P) 20.897 234 21 ~28 76.9 12.2 73.5 2.7 96. 4 12 79.2 4.6
111 ( imazalil) 20.99 215 24 ~30 79.8 11.8 97.2 14 73 13 70.2 13
112 ( thiabendazole) 21.893 201 25 ~29 79.9 11.2 82.4 8 74.5 7.9 71 5.6
113 ( diniconazole) 22.675 268 21 ~26 83.4 10.3 83.1 11 85.1 13 75.2 9.9
114 ( myclobutanil) 22.408 179 22 ~27 76.8 8.6 75.6 4 77.4 7.1 72.2 7.8
115 ( isoprothiolane) 23.74 118 22 ~30 89. 1 13 80.9 4.3 90. 6 15 76 13
116 ( fludioxonil) 23.926 248 21 ~25 84.4 12.7 73.2 4.6 79.6 4.8 75.1 8.2
117 { primiphos - methyl) 23.949 360 21 ~27 71,8 10.2 815 3.7 79. 4 9.5 74.5 1
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( Citri
( Dioscoreae ( Lonicerae Reticulatae
® T Cl:(‘(i,ouecmm Rhizome) ( Astragali Radliz) Japonicae Flos) Pericarpium)
( No.) ( pesticides) /min
times) /min RSD RSD RSD RSD
(recovery) /% /% (recovery ) /% /% (recovery) /% /% (recovery) /% 1%
118 ( carbophenothion) 25.501 342 23 ~30 80. 1 11.3 89.2 6.9 72.2 8.7 75. 4 15
119 ( piperonyl butoxide) 25.654 176 21 ~29 81.5 10.9 83 2.1 83.1 5.8 74.6 6.
120 ( tebuconazole) 26.092 250 21 ~26 76.5 10.1 76.2 3.7 90.5 14 71.2 11
121 ( tricyclazole) 26.12 189 28 ~35 74.2 9.8 76.5 4.9 71.8 13 92.1 14
122 ( triazophos) 26.69 161 23 ~29 83.7 6 80.6 3.3 78.6 7.3 86. 6 2.
123 ( bromopropylate) 26.75 341 21 ~29 76.6 8.7 93.1 8.7 76. 4 2.9 72.6 2.
124 ( phenothrin) 27.202 183 19 ~25 75.1 7.2 80.3 6.1 77.1 4.7 70. 6 12
125 ( EPN) 27.437 157 21 ~27 78.2 12.8 97.1 6 83.5 6.5 90.3 8.
126 ( phosmet) 28.167 160 24 ~35 80.7 10.7 83.4 1.6 79.2 3.6 84.6 13
127 ( pyridaben) 28.933 147 22 ~27 81.2 10.6 83.7 2.4 76.3 8.9 78.8 1.
128 ( azinphos methyl) 29.108 132 24 ~33 78.8 11.9 89. 1 7.6 76.8 7.9 102.3 9.2
129 ( prochloraz) 29.132 180 22 ~26 74.1 11.6 78.4 9.8 72.9 12 76.9 13
130 ( azinphos methyl) 29.416 132 24 ~31 81.1 1.1 83.6 2.2 80.2 4.7 87.3 11
131 ( etofenprox) 30.25 163 19 ~25 76.2 7.4 80.9 2.9 79 6.6 77.6 4.
132 ( quizalofop — ethyl) 30.365 299 22 ~17 82.2 11.5 83.2 2.7 78.3 3.5 79 13
SIM C
133 ( mevinphos) 7.83 127 23 ~30 104. 1 7.3 83.1 12 90.5 4.2 114 6.
134 ( demeton - S) 9.42 88 23 ~28 72 8.5 74.7 9.1 71.1 2.8 107.5 2.
135 ( wrifluralin) 9.691 335 17 ~24 102. 6 7.3 94.5 10 93.1 8.7 108.5 5.
136 ( cadusafos) 10. 108 159 23 ~29 108. 6 9.3 97.1 11 93 8.9 100.7 5.
137 ( terbufos) 11.25 231 22 ~28 100 5.9 93.6 9 94.9 9.1 107.2 4.
138 ( dicrotophos) 11.58 127 27 ~32 101. 4 6 114.9 10 92.7 12 102.6 2.
139 ( atrazine) 11.85 200 21 ~27 110.9 8.4 100. 1 3.3 89. 1 13 108. 8 4.
140 ( fonofos) 12.158 137 23 ~28 103 6 99.3 7.7 96. 4 6.4 110 4.
141 ( dichlofenthion) 12.846 279 24 ~30 10 67.7 101.7 5.7 98.2 7.2 110.6 4
142 ( procymidone) 13.108 321 19 ~25 112.7 8.3 100. 2 6.9 93.6 12 104.6 5.
143 ( octachlorodipropyl ether) 13.242 130 21 ~28 100. 5 10.2 100. 5 7.4 105. 8 8.4 116. 1 5.
144 ( pirimicarb) 13.873 166 25 ~33 110.3 5 104.2 9.3 90. 6 10 108. 1 4.3
145 ( fluazinam) 14.066 418 19 ~24 89.3 12.7 74.3 12 71.1 6.2 96. 6 1
146 ( ethiofencarb) 14.493 107 23 ~29 82 8.1 72.9 10 73 15 92 8.5
147 ( malaoxon) 14.641 127 22 ~28 116.6 10.2 107.5 6.4 92.3 10 112.9 3.5
148 ( butralin) 14.659 266 21 ~27 110.7 5.5 95.1 7.8 90. 6 7.7 112.8 4.7
149 ( metribuzin) 15.175 198 23 ~29 103 3.5 97.7 6.3 86.7 11 103. 4 6.3
150 ( fipronil) 15.613 367 17 ~23 102.3 7.2 109. 4 7.1 103.4 1.9 109.2 3.4
151 ( allethrin) 15.645 123 22 ~27 113.3 4.3 108. 1 9. 78.4 8.6 118.5 6.2
152 ( methiocarbo 16.199 168 23 ~29 107.2 2.8 103.3 5.5 98.1 9.3 116.9 3.2
153 ( flumetralim) 16.677 143 20 ~29 113.5 5.6 100.7 10 93.2 11 119.8 5.4
154 ( fenthion) 16. 808 278 24 ~33 104. 8 5.4 99.1 6.8 95.7 7.8 113.7 4.8
155 ( isofenphos — methyl) 16.846 199 21 ~27 113.3 4.8 109. 6 11 100. 3 10 119.5 4.6
156 ( haloxyfop) 17.017 375 21 ~27 106. 1 7.8 106. 1 5.7 100. 5 9.9 110.5 4.9
157 ( eyprodinil) 17.503 224 24 ~31 104.9 4.4 101.9 4.9 85.8 11 79.4 8.3
158 ( isocarbophos) 17.678 136 21 ~25 115.1 3.8 104.9 6.3 98.2 12 102. 6 4.9
159 ( fosthiazate) 19.286 195 26 ~32 111 4.1 113.4 12 95.8 12 103.2 4.9
160 ( prothiophos) 19.339 309 25 ~33 111 3.5 106. 6 8.9 101.2 9 103. 8 4.2
161 ( dimepiperate) 19.355 119 23 ~29 114 5.6 105.2 8 103. 8 9.8 105.5 5.2
162 ( hexaconazole) 19.623 214 22 ~28 106. 4 6 105. 6 10 95.7 13 105. 4 3.6
163 (fluazifop - P = butyl) - 19.769 282 21 ~26 107, 1 5.5 10777 7.5 99. 3 9 103.9 5
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( Citri
( Dioscoreae ( Lonicerae Reticulatae
" T Cl:(‘(i*ollection Rhizome) ( Astragali Radliz) Japonicae Flos) Pericarpium)
( No.) ( pesticides) /min
times) /min RSD RSD RSD RSD
(recovery) /% /% (recovery ) /% /% (recovery) /% /% (recovery) /% 1%
164 ( thiamethoxam) 20.024 212 25 ~30 110.3 4.2 111.5 12 89.9 4 95.1 6.2
165 ( flutolanil) 20.251 323 17 ~23 104.7 5.5 107.5 10 97.1 3.6 105. 8 4.6
166 ( napropamide) 20. 87 72 24 ~32 113.6 4.9 109.3 7.2 106.9 5.2 108 6.1
167 ( fenamiphos) 21.023 303 23 ~28 105.7 5.9 99. 8 12 91.8 2.4 103.5 4.5
168 ( chlorfenapyr) 21.18 247 21 ~26 107 4.4 101. 1 11 97.6 1.8 96. 8 5.8
169 ( flusilazole) 21.44 233 22 ~27 109. 4 3.3 105.7 9.8 99.8 3.3 100.9 4.4
170 ( nitrofen) 22.97 283 26 ~32 106. 5 10. 1 96. 6 8.2 107.1 1.9 132.3 5.3
171 ( phosfolan) 24.04 140 26 ~36 108. 4 7.7 101. 8 11 94.7 2.1 107.5 4.4
172 ( mepronil) 25.498 119 22 ~28 107.3 6.4 103.3 9.1 99.2 1.3 105 2.1
173 ( propargite) 25.7 135 21 ~27 105.7 8.6 97.3 9.7 104.7 3.2 99.6 6.3
174 ( fensulfothion) 25.76 292 23 ~31 96.7 7.9 91 4.1 70.9 4.7 107.4 2.7
175 ( benalaxyl) 25.913 148 22 ~31 112.9 8.4 104.7 9.7 99.7 2.7 107.8 3
176 ( bifenthrin) 26 181 17 ~28 110. 6 5.2 102. 8 6.8 104.5 3.1 95.1 4.3
177 ( fenthion sulfoxid) 26.309 279 24 ~35 98.9 3.2 87.7 6.5 77.2 2.3 96. 5 3.5
178 ( fenthion sulfone) 26.395 310 23 ~33 98.7 2.4 99.6 8.4 86 3.3 89 3.3
179 ( oxadixyl) 26.73 163 26 ~33 104. 1 7 93.8 10 89.9 5.1 95.9 1.8
180 ( edifenphos) 26. 83 310 26 ~33 105.7 4.1 104 10 97.9 3.6 105.3 2.9
181 ( fenpropathrin) 26.941 265 20 ~24 98.6 6.8 102.1 11 95.8 6 108 3.2
182 ( tetramethrin) 27.24 164 22 ~29 107.9 4.6 98.5 7.7 97.1 1.7 112.2 3.9
183 ( eyhalothrin) 27.29 181 17 ~23 105.5 7.3 95.3 9.6 96. 4 1.6 105.5 2.8
184 ( hexazinone) 27.549 171 27 ~35 105. 8 5.4 96 11 76.4 4.7 88.9 3.6
185 ( furathiocarb) 27.582 163 22 ~28 107. 6 4.1 103 12 101 1.3 107.2 5.6
186 ( cyhalofop - butyl) 27.767 357 22 ~27 107.5 5.9 90.3 8.4 91.3 4.5 104 3
187 ( fluoroglycofen — ethyl) 28.033 344 22 ~26 100. 7 7.4 75.5 8.6 77.5 6.8 107 0.7
188 ( permethrin ) 28. 62 183 19 ~25 108.9 5.4 90. 1 8.8 86. 4 3.1 98 3
189 ( fenarimol) 28.7 330 24 ~29 103.4 9.3 92.2 11 81.2 5.9 97.7 3.3
190 ( bitertanol) 28.75 170 22 ~28 100. 1 10. 1 75.1 9.3 77.1 7.4 92.3 3.4
191 ( cyfluthrin) 29.3 163 20 ~24 102.2 13.6 82.4 6 72.6 8.7 100 1.8
192 ( flucythrinate) 29.74 199 19 ~23 91.3 9 74. 1 9.4 78. 1 10 97.3 2.2
193 ( cypermethrin) 29.868 163 21 ~23 95.8 13.3 100. 8 13 81.5 13 91.8 1.1
194 ( tau - fluvalinate) 30. 24 250 19 ~23 89.9 12.2 74.8 8.3 71.5 0.2 108. 5 2.6
195 ( fenbuconazole) 30. 49 129 22 ~28 83.4 12.8 79.3 11 71.4 13 79.2 3.8
196 ( fenvalerate) 31.119 167 19 ~24 86. 1 12 72.4 9.2 77.7 11 87.2 3.6
197 ( deltamethrin) 32.843 181 21 ~24 80.5 13 74.6 13 72 12 91.5 3.6
198 ( difenoconazole) 33.16 323 23 ~30 84.5 13.6 79.1 14 77.8 13 101. 8 3
5.1 N N 5.2 GPC 198
GPC
N ; - (1:1) 5 mL ¢
o min ' 7 min 1 min 1
30 SIM o
o 16 min 35 min
o (1.
21 ~29 min

o 198
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) ( \
) 16 min : 17 ~36 mins,
( ) ) 5.3 SPE( )
35 min . GPC 24
24 . .
9
. . . - (3
. - (1:1) . . 20 ml,
; o 2,
o 1000 s
2 4 SPE (%)
Tab 2 SPE recovery of 24 pesticides in different elute solvent
( acetonitrile) — (acetone) —
( No.) ( pesticides) (‘toluene) (3:1) ( ethyl acetate) (11:1) ( ethyl acetate) ( acetonitrile)
1 ( methamidophos) 85.5 76.3 82.2 88.6
2 ( dichlorvos) 66.3 83 80. 1 95.5
3 ( acephate) 6.2 83.9 0.8 94.7
4 ( omethoate) 100. 3 101. 4 84.3 98.8
5 ( monocrotophos) 93 96. 4 88.5 100. 7
6 a- (@ -BHC) 67.3 82.1 91.4 90. 4
7 ( dimethoate ) 96. 1 98.5 91.5 97.1
8 B- (B -BHC) 87.1 92.2 92.9 90. 2
9 y - (y - BHC) 89.1 84.5 94.2 80.7
10 ( quintozene) 65.4 82.9 93.8 80. 8
11 ( diazinon) 87.8 83 98.5 96. 1
12 5- (8- BHC) 79.7 84.8 91.8 81.7
13 ( parathion — methyl) 73.1 85 88.2 104.2
14 ( malathion) 92.7 94.2 93.1 97.3
15 ( parathion) 90. 4 95.4 83.3 97.7
16 ( methidathion) 96 98.9 89.7 96. 6
17 » p” - DDE 90.3 95.4 95.7 93.4
18 p p”-DDD 95.7 98.3 94.3 94.3
19 o p”-DDT 97.5 101.3 93.5 93.8
20 ( ethion) 101.3 102.2 92.9 95
21 p p”-DDT 98.3 99.8 92.8 94.7
22 ( cypermethrin) 98.5 101 95 102
23 ( fenvalerate) 105. 6 102. 6 95.1 99.3
24 ( deltamethrin) 100.9 99.2 95.9 96
- (3:1) 4 3
-1
0.020 0. 100 0.500 mg * kg 3 .
- (1:1) 198 RSD 1
0 SPE 70% ~ 110% o
) 2- -4 2 4-
o 2 Al ( ) AY A)
(1:1) ( ) RSD <
o 1 5 % o

5' 4 113 ” 5‘ 5
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