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Simultaneous Determination of 139 Pesticide Residues in Salvia miltiorrhiza by LC-MS/MS
Li Wenting,Miao Shui,Chen Ming,Zhou Heng,Lan Lan,Mao Xiuhong,Ji Shen
( Shanghai Institute for Food and Drug Control ,Shanghai 201203 , China)
Abstract Objective:To study the multi-residues detection methods for Salvia miltiorrhiza by LC-MS/MS. Methods : A method u-
sing a modified QuEChERS and d-SPE clean-up followed by LC-MS/MS has been established for the quantitative determination of
the residues. The extract was determined by LC-MS/MS in multi-reaction monitoring( MRM ) mode, and internal standard method
was applied to quantify the pesticides. Results: All the 139 pesticides showed good linearity in the range of 0. 005 ~0. 2 mg/L. The
average recoveries of the pesticides at the spiked levels of 10,50,100 pg/kg ranged from 70. 2 ~126. 1% with the RSDs of 1.2 ~
19. 5% ,except for Thiabendazole(67.2 ~67.9% ). The limits of detection( LODs) of 139 pesticides were 0. 005 ~0. 05 mg/kg.
The results demonstrated that this method was simple, rapid and suitable for the determination of 139 pesticide residues in Salvia
miltiorrhiza. Conclusion : The analytical sensitivity and accuracy can meet the requirements of multiple pesticide residue analysis.
Key Words LC-MS/MS; Pesticide residues; QuEChERS; Salvia miltiorrhiza; dSPE; SPE; Salting-out agent; Homogenate
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it R (i) BT pmwmr) mEEMET) RV
1 Acephate ( Z, [k F e ) 2.5 184.0 143.0/125.0 13/24 100
2 Acetamiprid ( B Hbk) 4.1 223.5 126.0/90. 0 17/43 100
3 Alachlor ( F £ %) 6.6 270. 1 238.1/162. 1 15/26 90
4 Aldicarb (35 K &) 4.5 208. 1 116.1/89.0 10/22 60
5 Aldicarb-sulfone ( 35 I M) 3.3 223.1 166.1/148.0 8/11 120
6 Aldicarb-sulfoxide ( 5 2K g5, ) 2.9 207. 1 132.0/89.0 9/20 110
7 Allethrin( PR 457%) 9.1 303.2 135.0/169. 0 15/12 80
8 Ametryn (35 K it) 5.5 228. 1 186. 1/96. 1 26/34 160
9 Atrazine (F5:34) 5.2 216. 1 174. 1/104.0 23/38 130
10 Azinphos-ethyl ( 35 H#) 6.7 346.0 289.0/261.0 8/11 100
11 Azinphos-methyl ({FH3 ) 5.8 318.0 160. 1/132.0 9/20 110
12 Azoxystrobin ( i W& # 1 ) 5.9 404. 1 372.1/344. 1 18/32 110
13 Benalaxyl (5 7 ) 7.1 326.2 294.2/208. 1 14/21 90
14 Bifenazate ( B3 JJFS ) 6.2 301. 1 170. 1/198. 1 29/15 81
15 Bitertanol (25 = M) 6.4 338.2 269.2/99. 1 10/18 70
16 Boscalid ( I ik 1 15 ) 6.1 343.0 307. 1/140. 0 26/25 170
17 Buprofezin ( g & il ) 9.5 306.2 201.1/116. 1 15/20 100
18 Butachlor( T #ifii) 9.2 312.0 238.1/162.2 17/33 41
19 Cadusafos (B2 ) 7.6 271.0 159.0/97.0 21/51 81
20 Carbaryl ( I 25, 5 202. 1 145.1/127. 1 13/39 110
21 carbendazim( Z # & ) 3.4 192. 1 160. 1/132. 1 21/40 110
22 Carbofuran ( 727 8, 4.9 222.1 165.1/123.0 16/27 110
23 carbofuran-3-hydroxy (3-52 J£ LI 1) 3.9 238. 1 181.1/163. 1 14/23 100
24 Chlorantraniliprole ( 42 B Bt ) 5.4 481.9 450.9,/283. 9 23/20 90
25 Chlotfenvinphos ( 75 Ht 52 ) 6.9 359.0 155.0/127.0 16/22 110
26 Coumaphos ( #ZE#) 7.6 363.0 307.0/227.0 22/35 180
27 Cyhalofop-butyl ( 5 Ji %) 8.6 375.2 358.1/256. 1 10/22 60
28 Cyprodinil (B FR ) 6.8 226. 1 108.1/93. 1 35/44 160
29 Diazinon ( %) 7.6 305. 1 277.1/169. 1 19/29 110
30 Dichlofenthion ( £k #5) 9.3 314.9 258.9/286.9 23/17 41
31 Dicrotophos ( T {&7) 3.5 238. 1 112.1/193.0 19/15 86
32 Difenoconazole ( 7 ik F Bk ) 7.3 406. 1 337.0/251.0 24/36 130
33 Diflubenzuron ( [ 1 I ) 6.2 311.0 158.0/141.0 21/45 100
34 Dimepiperate ( R &%) 6 276. 1 244.1/168. 1 20/33 80
35 Dimethoate ( 4 5%) 4 230.0 199.0/125.0 13/29 90
36 Diniconazole ( M) 6.7 326. 1 159.0/70.0 42/53 100
37 Disulfoton sulfone ( Z £ ) 5.5 307.0 261.0/153.0 14/17 120
38 Disulfoton sulfoxide ( Z, £E# 31 %) 5 291.0 213.0/185.0 13/20 80
39 Edifenphos ( 72 #) 6.9 311.0 172.9/282.9 25/16 180
40 EPN( O-ethyl O-(4-nitrophenyl) phenylphosphonothioate ) ( ZK /i [ ) 8.2 324.1 296.0/157.0 18/30 100
41 Ethion( Z#i#) 9.5 385.0 199.0/142.9 14/36 110
42 Ethoprophos ( K 27 ) 6.2 243.1 215.0/130.9 17/29 120
43 Etofenprox ( Fi 25 ) 11.8 394.2 359.2/177. 1 15/21 100
44 Etrimfos ( Z, W6 R ) 4 293. 1 265.0/125.0 24/42 110
45 Fenamiphos sulfone ( #£E 1) 4.7 336. 1 308. 1/266. 0 21/28 160
46 Fenarimol ( 23 W5 IERE ) 6 331.0 268.1/139. 0 32/48 160
47 Fenbuconazole ( i 75 m4 ) 6.3 337. 1 125.0/70.0 38/24 120
48 Fenchlorphos oxon ( 48 K7 #7 ) 6 304.9 272.9/109. 0 30/31 180
49 Fenpyroximate ( B4 ig ) 9.9 422.2 366. 1/215. 1 24/35 100
50 Fensulfothion ( 2 H) 5.2 309.0 281.0/253.0 20/25 140
51 Fensulfothion-oxon ( % 22 ) 4 293. 1 265.0/237.0 20/21 140
52 Fensulfothion-oxon-sulfone ( 4 320, ) 4.5 309. 1 281.0/253.0 15/23 130
53 Fensulfothion-sulfone ( =23 # ) 5.7 325.0 297.0/269. 0 16/23 140
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54 Fenthion-oxon ( {55 H) 5.2 263. 1 231.0/216.0 22/32 170
55 Fenthion-oxon-sulfone ( 48 f% i i) 4.1 295.0 217.1/104. 1 26/34 150
56 Fluazifop-P-butyl R ML R 2 R ) 9 384.1 328.1/282. 1 24/29 160
57 Flusilazole ( §RAEME) 6.3 316. 1 247.1/165. 1 25/37 80
58 Flutolanil ( 55k ) 6.4 324. 1 262.1/242. 1 26/35 150
59 Fonophos ( b, H 7 3% ) 7.7 247.0 137.0/109. 0 15/25 60
60 Fosthiazate ( EME[ ) 5 284. 1 228.0/104. 0 14/32 100
61 Furathiocarb ( 4% & ) 8.9 383.2 252.1/195.0 17/25 110
62 Haloxyfop ( L FRE R R ) 7.9 376. 1 316.0/288.0 25/35 160
63 Hexaconazole ( C\ M ) 6.4 314.1 185.0/159.0 30/41 110
64 Hexazinone ( FF 237 ) 4.4 253.0 171.1/71. 1 25/45 26
65 Tmazalil (47515 7 ) 5 297.1 255.0/159.0 25/30 150
66 Tmidacloprid ( 1 k) 3.9 256.0 209.1/175. 1 23/28 110
67 Indoxacarb ( i #1 )& ) 7.9 528. 1 293.0/249.0 19/23 160
68 Iprodione ( SR ) 6.3 330.0 244.9/247.0 20/20 100
69 Tsazofos ( G AT ) 6.9 315.0 163.0/120.0 22/35 100
70 Isofenphos ( B ) 8.2 346. 1 287.1/245.0 8/19 60
71 Isofenphos-methyl ( F 3 S ) 7.5 332.0 273.0/231.0 10/30 100
72 Tsoprocarb ( 5P ) 5.3 194.0 152.0/137.0 11/13 100
73 Isoprothiolane ( fFJ& R ) 6.5 290.9 188.9/231.0 30/15 50
74 Malaoxon ( B4 45 %) 4.8 315.1 269.0/127.0 11/17 100
75 Malathion ( ZhHi B ) 6.4 331.0 285.0/127.0 10/17 110
76 Mecarbam ( 1) 6.8 330. 1 227.0/199. 0 12/21 110
77 Mepronil ( K45H%) 6.3 270. 1 228.1/119.0 20/32 130
78 Metalaxyl ( FI 552 ) 5.1 280. 2 248.1/220. 1 14/19 100
79 Methacrifos ( i) 5.8 241.0 209.0/125.0 12/26 100
80 Methamidophos ( B i ) 1.8 142.0 125.0/94.0 19/21 100
81 Methidathion ( 2% $M#) 5.7 303.0 145.0/85.0 13/30 120
82 Methiocarb ( 7 &) 5.6 226. 1 169.1/121. 1 14/26 130
83 Methomyl( K £ j5,) 3.4 163. 1 106. 0/88. 0 13/12 80
84 Methoxyfenozide ( F 4t i i ) 6.2 369.2 313.2/149. 1 10/24 70
85 Metolachlor ( 57 FH 25 fi% ) 6.6 285.0 253.0/177.0 19/33 100
86 Metolcarb ( 34 7 &) 4.6 166. 0 109. 1/94.0 17/43 46
87 Metribuzin ( %72 14t) 4.8 215. 1 187.1/84.1 25/28 110
88 Mevinphos ( 34 K ) 3.8 225. 1 193.0/127.0 11/22 100
89 Molinate ( &3k K ) 6.3 188. 1 126.1/55.1 19/34 100
90 Monocrotophos ( A R i ) 3.3 224. 1 193.0/127.0 11/22 120
91 Myclobutanil ( i ) 5.9 289. 1 125.0/70.0 50/24 130
92 Napropamide ( H % ) 6.3 272.2 199. 1/171. 1 26/26 140
93 Omethoate ( 4L 5 ) 2.7 214.0 183.0/155.0 15/21 90
94 Oxadiazon ( W) 9.2 345. 1 303. 0/220. 0 19/28 160
95 Oxadixyl (GEFF A ) 4.6 279. 1 219.1/132. 1 16/43 100
96 Oxamyl ( 2428 3.3 237. 1 220. 1/90. 1 7/12 70
97 Paclobutrazol ( Z %1% ) 5.5 294. 1 165.0/125.0 31/52 100
98 paraoxon-ethyl ( Z, 3% 4 ) 5.2 276.0 248.0/220.0 14/22 120
99 Paraoxon-methyl ( F 3%} 480 ) 4.6 248.0 231.0/202.0 24/27 140
100 Phenthoate ( F& 1) 7.3 321.0 275.0/247.0 8/14 80
101 Phorate-oxon-sulfone ( % Ff #E#EH ) 4.2 277.0 249.0/183.0 14/16 120
102 Phorate-sulfone ( B £E AR ) 5.6 293.0 247.0/171.0 9/16 130
103 Phosalone ( fk i) 7.8 368.0 322.0/182.0 14/23 140
104 Phosmet ( 37 icBi ) 5.9 318.0 160.0/133.0 24/51 130
105 Phosphamidon ( 1% ) 4.3 300. 1 227.0/174. 1 19/19 150
106 Phoxim ( 3£ B ) 7.7 299. 1 153.1/129.0 11/16 100
107 Piperonyl butoxide ( #J#§(J T k) 8.7 356.2 177.1/119. 1 15/49 180
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108 Pirimicarb ( Pr1F ¢ ) 4.7 239. 1 182.1/137. 1 22/32 130
109 Pirimiphos ( 1 BE# ) 9.6 334.1 306. 1/198. 1 23/21 160
110 Pirimiphos-methy! ( I 35 18 g ik ) 8.1 306. 1 164.1/108. 1 30/39 140
111 Pretilachlor( PN B %) 8.2 312.0 252.1/132. 1 23/63 46
112 Prochloraz ( B ) 7 376.0 308. 0/70. 0 17/45 66
113 Profenofos ( 7§ 1R #5) 8.2 372.9 344.9/302.9 18/26 140
114 Promecarb ( 5 7% &) 5.8 208. 1 109.0/151.0 23/13 56
115 Propanil ( B#) 5.5 218. 1 162. 1/127. 1 21/33 100
116 Propargite ( BRI ) 9.9 368.2 231.2/175. 1 14/23 60
117 Propetamphos ( i 4 2 6.6 282.0 138.0/156.0 25/19 46
118 Propiconazole ( P ¥ ) 6.8 342. 1 205.0/159.0 25/35 150
119 Propoxur ( 5% A% 8,) 4.8 210. 1 168. 1/111.0 11/19 110
120 Prothiophos ( P ) 11 344. 8 241.0/132.9 27/69 36
121 Pyraclostrobin ( F 75.4) 7.5 388. 1 296. 1/194. 1 19/17 80
122 Pyridaben ( Bk 52 ) 10.7 365.0 147.0/309. 0 31/19 66
123 Pyriproxyfen ( It 3 /i ) 9.1 322.1 227.1/185. 1 21/32 90
124 Quinalphos ( MR ) 7.1 299. 1 271.0/163.0 19/33 110
125 RH5849 (i & k) 5.2 297.0 241.0/105.0 8/25 60
126 Sulfotep ( 7 I B ) 7.6 323.0 295.0/170.9 14/20 130
127 Tau-Fluvalinate ( 5554 5 ) 11.5 520. 1 208.1/181. 1 23/35 71
128 Tebuconazole ( [ M4 i ) 6.2 308. 1 125.0/70.0 55/27 170
129 Tebufenozide ( #J1 11 fiff ) 6.7 353.2 297.2/133. 1 11/25 70
130 Tetramethrin ( i35 15 ) 8.8 332.0 314.0/286.0 12/13 100
131 Thiabendazole ( & 7 ) 3.5 202.0 175.0/131. 1 35/45 160
132 Thiacloprid ( g Hi ik ) 4.3 253.0 186.0/126.0 20/30 120
133 Thiamethoxam ( 5 it 15 ) 3.6 292.0 211.1/181. 1 18/31 90
134 Tolclofos-methyl ( B 3 57 Al ) 7.8 301.0 269.0/175.0 23/35 110
135 Tolylfluanid ( F 2 Gk it ) 7.6 364.0 238.0/137.0 21/38 60
136 Triazophos ( =M ) 6.4 314. 1 178.0/162. 1 29/25 80
137 trichlorfon ( & 1) 3.6 256.9 109.0/221.0 25/15 110
138 Tricyclazole ( =¥ M) 4.3 190. 0 163.0/136.0 28/34 180
139 Trifloxystrobin ( 5 1 fig ) 8.1 409. 1 206. 1/186. 1 19/18 90
is Atrazine-d5 ( ethyl-ds ) (5ift2E 271 51 2210 178.8/101. 1 35/35 100
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Bl 139 MRGRAGHRGIVERBRSE TREEE
A1 8RR 150 mg, JoRBREREE 900 mg) H IRERE 5 minflii{b5e 4, B0 (4 000 r/min) 5 min , 154 I
FEOTIR 2], B R A LRIZUE D (500 /min) - BCERIRIES mL, BRI E T 40 CoKIA A 22

100 wa 5o %a a0 60
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0.4 mL, MZNEEAZE | mL, IHERTRST, A N-IN
B2 g 50 mg Jo/KBREREE 150 mg, i#5iE 60 s i
584, B0 (4 000 r/min )5 min, B F 5 K0. 5 mL,
WRETR 2T, FHTACAL BB (0. 22 pum) 83, IR B,
HIEE

2.4 MVEEIAE MR HRIR2. 27 IR 5 %
T B RE BRI W, AT I E o DA 2 43 1Y o vk
JE AR AR (X)), 2% 2H 73 1) W TR 5 DA A e T AR LG
YRR (Y ), BEAT I 3 A, 25 R W& 2, 139 Fif
RZGAE 0. 005 ~ 0.2 mg/kg LML B NAE R R R
U FHRRE () 3 =0. 99, RAFED ASFS 5L

BAAESY S o ) R AR Y PR, A S 3 L 52
P 20 1) o (IR JEE 1 D A b PR A6 ) BIR &5 2L L 3%
2, NF 2 Nl AR 2 90% A2y i K R AT F Gk
0. 005 mg/ kg, i W75 ¥ i) RAHEE 55

2.5 [lSCRAVRTE TR bn v A A S TR IR
INENPF 228 A, 2359 ) s R R S 10,50
100 pg/kg FYIIBREE SRR, LA 1. 37 Bk T ik AT
BAL B, — 306 By, T 5 1] g S5 AR X A o fid 22
(RSD) o 3 ANHARZKP R, B 11 B 2R (o] g s (1%
(67.2 ~67.9) , HATRZH)-F- 24 [l Y 55 70. 2% ~
126. 1% ,RSD Ky 1. 2% ~19. 5% , B R H 1% i A

USSR BE AT TR & b v i 8 WA O 3%, T

A7 R RAE P , TS 3 AL AR 2 5% B ARSI 2R
£2 139 MRHMKH IR AKX RUIIRE R RS
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'S AR B (E}L:;/Jlff) 0.01 1rng/llilgqﬁiz (OR(S)SDbrzlfg//l;n 68. 1 mg/kg
1 Acephate ( Z, 5% H el ) 0.005  0.999 5 80.4(4.0) 76.3(4.7) 79.6(6.1)
2 Acetamiprid ( g Ht k) 0.005 0.9994 96.5(9.7) 103.2(6.4) 107.4(7.7)
3 Alachlor( Fi B[l ) 0.005 0.9996  95.4(6.7) 106.9(5.1) 107.1(3.5)
4 Aldicarb (K& ) 0.005 0.9992  100.1(6.6) 75.6(3.6) 70.2(11.1)
5 Aldicarb-sulfone ( 3 7 Jg ) 0.005 0.9977  90.0(7.4) 109.7(4.4) 107.7(5.7)
6 Aldicarb-sulfoxide ( K B IF.H4 ) 0.005 0.999 8 86.0(5.1) 114.5(3.1) 108.3(3.2)
7 Allethrin ( P45 4578 ) 0.005 0.9998  102.9(5.1) 107.2(5.3) 105.6(6.0)
8 Ametryn (35 K %) 0.005  0.999 6 87.0(5.1) 99.7(4.2) 100.1(5.5)
9 Atrazine (3§ 23 0.005 0.9983 101.7(7.9) 103.0(5.4) 100.8(5.8)
10 Azinphos-ethyl ( 25 Fi ) 0.005 0.9997  91.9(10.9) 107.3(4.3) 104.6(8.8)
11 Azinphos-methyl ( {45 ) 0.005  0.999 5 89.6(8.3) 109.6(4.2) 105.9(5.0)
12 Azoxystrobin ( fi W5 T 1§ ) 0.005 0.9997  94.0(6.1) 108.1(4.3) 106.1(4.8)
13 Benalaxyl (R FE R ) 0.005  0.999 9 99.0(6.9) 108.4(4.0) 110.2(4.3)
14 Bifenazate ( B K TS ) 0.005 0.9989  108.5(8.1) 93.5(5.1) 89.2(5.4)
15 Bitertanol ( B = MAEE ) 0.005 0.999 9 93.5(4.3) 100. 8(3.4) 102.6(5.1)
16 Boscalid ( B i B e ) 0.005  0.999 5 95.5(9.3) 100.4(7.4) 100.9(4.9)
17 Buprofezin ( BE ) 0.005 0.998 6 84.2(9.1) 103.6(7.7) 106.4(3.7)
18 Butachlor( T iJii) 0.005 0.9988  93.7(3.9) 101.7(4.6) 101.2(4.2)
19 Cadusafos (BiZ8Hs) 0.005 0.9998  92.0(7.7) 107.8(2.8) 108.0(4.8)
20 Carbaryl[ PG4 (H 258 | 0.005 0.9988  98.8(7.6) 105.0(6.7) 100.0(8. 1)
21 carbendazim ( Z 15 %) 0.01 0.9994  78.2(2.8) 79.3(6.3) 72.5(7.5)
22 Carbofuran[ 7% F B (Wi FH) ] 0.005 0.9994  97.9(5.1) 106.9(4.1) 106.4(1.8)
23 carbofuran-3-hydroxy ( 3-¥2 5L 0k 15 1) 0.005 0.9992  92.5(9.2) 100. 8(9.3) 98.6(8.2)
24 Chlorantraniliprole ( 48 Ht Btz ) 0.005 0.9992  93.6(7.3) 93.5(4.9) 95.5(4.4)
25 Chlorfenvinphos ( £ H1 42 ) 0.005  0.999 5 90.8(8.0) 112.1(2.2) 112.3(3.4)
26 Coumaphos ( #EZEH) 0.005 0.999 3 80.7(7.7) 93.2(5.1) 95.6(6.8)
27 Cyhalofop-butyl ( 4558 B[R ) 0.005 0.9993 101.3(9.1) 102.8(4.9) 109.8(5.1)
28 Cyprodinil ( BB FR ) 0.005 0.9996  76.0(4.7) 81.8(3.8) 85.9(6.8)
29 Diazinon ( Z ) 0.005 0.9998  95.8(7.3) 107.0(4.5) 107.9(4.8)
30 Dichlofenthion ( £k #5) 0.01 0.998 2 — 100.9(8.2) 107.3(7.9)
31 Dicrotophos ( T4 67) 0.01 0.999 3 — 96.3(6.0) 95.1(9.9)
32 Difenoconazole ( ik FF TR ) 0.005 0.9998  93.6(9.1) 103.9(4.0) 103.4(5.0)
33 Diflubenzuron ( [ 21 i) 0.005 0.9991 89.2(19.5)  95.8(11.5) 101.0(4.6)
34 Dimepiperate ( W 253 ) 0.005 0.9994  91.4(3.5) 107.1(3.7) 105.1(4.4)
35 Dimethoate ( 54 ) 0.005 0.9988  100.6(8.1) 108.2(6.4) 107.2(7.6)
36 Diniconazole (475 ) 0.05 0.998 8 88.7(7.3) 89.5(5.5) 93.3(4.0)
37 Disulfoton sulfone ( Z LB ) 0.005 0.996 6 100.7(13.6) 113.7(1.6) 114.6(1.2)
38 Disulfoton sulfoxide ( Z, LB 1) 0.005 0.9958  99.2(8.0) 115.0(2.6) 115.0(2.5)
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39 Edifenphos ( 5 #0) 0.005 0.9995  96.3(6.5) 114.9(2.1) 116.0(2.7)
40 EPN(O-ethyl O-(4-nitrophenyl ) phenylphosphonothioate ) ( ##% /i)  0.005  0.999 3 87.4(9.9) 107.7(4.0) 110.5(4.8)
41 Ethion( Z.8i#%) 0.005 0.9988  96.1(8.9) 124.8(6.3) 126.1(3.4)
42 Ethoprophos[ 7K 25 ( FIZeH5) | 0.01 0.999 6 — 107.7(6.3) 105.2(6.3)
43 Etofenprox  fik 2414 ) 0.005 0.9992  92.6(5.0) 99.9(3.6) 99.5(4.1)
44 Etrimfos ( Z W5 ) 0.005 0.9981 100.5(12.3) 90.3(7.9) 100.7(7.3)
45 Fenamiphos sulfone ( ZRZE 1M ) 0.005 0.999 8 95.3(6.4) 107.4(2.2) 108.4(4.5)
46 Fenarimol ( 4 % W5 g i) 0.005 0.9986  91.4(11.3) 105.6(4.8) 102.8(3.2)
47 Fenbuconazole ( Ji§ M4 ) 0.005 0.999 4 95.8(7.5) 101.6(2.9) 101.7(4.3)
48 Fenchlorphos oxon ( 4 3z i iz ) 0.01 0.993 7 — 106.3(7.1) 107.4(7.3)
49 Fenpyroximate ( IS8 ) 0.005 0.9999  89.4(5.8) 100.9(4.6) 101.8(5.5)
50 Fensulfothion ( &) 0.01 0.999 7 — 107.6(10.4) 106.5(7.6)
51 Fensulfothion-oxon ( 8, - &) 0.005 0.9967 89.1(10.0) 109.0(3.7) 112.2(4.5)
52 Fensulfothion-oxon-sulfone ( 48, =F 2 #5HH,) 0.01 0.994 6 — 98.5(14.6) 113.9(3.4)
53 Fensulfothion-sulfone ( 3= 22 0.01 0.998 3 — 106.7(7.3) 110.8(5.9)
54 Fenthion-oxon ( 55 H) 0.005 0.9972  87.0(8.5) 74.7(8.3) 74.5(14.6)
55 Fenthion-oxon-sulfone ( EAS M) 0.005 0.9997  96.6(5.8) 106.9(5.3) 106.4(6.5)
56 Fluazifop-P-butyl R L R 25 R ) 0.005 0.9996  93.3(5.0) 105.1(4.6) 104.6(4.7)
57 Flusilazole ( §RAEME) 0.005 0.9994  94.1(7.0) 103.9(4.1) 106.0(4.1)
58 Flutolanil ( J5{ i} ) 0.005 0.9998  97.0(6.2) 108.3(3.4) 107.8(3.6)
59 Fonophos ( b H7 ) 0.005 0.999 5 92.0(4.5) 100. 3(4.4) 104.0(4.7)
60 Fosthiazate ( EME[ ) 0.005 0.9994  92.7(9.0) 105.9(5.8) 106.0(4.5)
61 Furathiocarb ( 48 & ) 0.005 0.9999  96.4(6.2) 104.2(3.5) 103.4(4.7)
62 Haloxyfop (IS SRR ) 0.005 0.9969 95.0(14.4) 109.0(8.1) 104.5(6.6)
63 Hexaconazole ( T M4 i ) 0.01 0.998 1 — 114.7(2.9) 108.1(5.8)
64 Hexazinone ( 237 ) 0.005  0.999 3 85.8(7.1) 102.6(3.7) 100.2(6.3)
65 Imazalil (45 2 ) 0.005  0.999 8 86.8(6.9) 74.9(4.3) 76.2(5.3)
66 Imidacloprid ( 1 H k) 0.005 0.9997 89.7(12.6) 99.2(5.0) 99.2(6.9)
67 Indoxacarb ( i H1 )& ) 0.005 0.9995 106.8(10.2) 111.3(5.0) 112.0(5.7)
68 Iprodione ( SR ) 0.005 0.999 8 103.5(10.0) 100.4(6.9) 104.3(8.3)
69 Isazofos ( Z{M&H ) 0.005 0.9992  83.3(9.4) 108.9(7.0) 109.0(3.8)
70 Isofenphos ( 5575 ) 0.005 0.9993  91.3(8.0) 113.1(2.2) 115.3(1.8)
71 Isofenphos-methyl ( B 3 S ) 0.005 0.9995  96.9(8.4) 114.6(2.5) 113.7(1.7)
72 Tsoprocarb ( ST ) 0.01 0.999 3 — 110.4(3.8) 111.2(4.7)
73 Isoprothiolane ( F&#E 7 ) 0.005 0.9996 88.9(10.9) 108.8(4.6) 109. 8(5.8)
74 Malaoxon ( 54 42 ) 0.005 0.9993  99.9(6.0) 110.4(3.7) 109.2(5.7)
75 Malathion ( ZhHi B ) 0.005 0.9996  90.8(8.0) 109.1(4.8) 109.6(4.6)
76 Mecarbam ( 7 457 ) 0.005 0.9995  97.1(5.6) 113.7(3.5) 115.5(2.1)
77 Mepronil ( K45HE) 0.005 0.9998  87.3(5.5) 106.5(5.4) 108.1(6.6)
78 Metalaxyl ( 7 5 R ) 0.005 0.9996  98.5(5.7) 108.9(5.6) 110.3(4.1)
79 Methacrifos ( i ) 0.005 0.9994  91.4(15.3) 105.0(7.8) 105.4(7.8)
80 Methamidophos ( B e ) 0.005 0.9990  79.9(5.0) 75.3(3.4) 77.3(5.0)
81 Methidathion ( % $Mg) 0.005 0.9987  85.6(7.0) 112.9(3.7) 111.4(5.6)
82 Methiocarb ( 7% H1J&,) 0.005 0.9963  107.2(7.4) 96.3(11.3) 98.4(5.3)
83 Methomyl ( K £ 8% 0.005 0.9977  76.7(6.6) 106.0(4.9) 104.8(7.4)
84 Methoxyfenozide ( 42 3 ik ) 0.005 0.9995  93.7(6.3) 107.5(3.7) 106.8(4.5)
85 Metolachlor ( 55 I B % ) 0.005 0.9990 88.9(11.5) 107.5(2.7) 107.2(4.7)
86 Metolcarb ( F# 7 &) 0.005 0.998 1 99.7(4.7) 108.8(2.3) 106.4(4.8)
87 Metribuzin ( %55 4t ) 0.005 0.9968  93.3(10.3) 99.7(4.2) 98.0(6.4)
88 Mevinphos ( 7 K ) 0.005 0.9988  94.8(7.9) 95.7(5.6) 97.3(6.5)
89 Molinate ( Fik K ) 0.005 0.9990 106.1(7.1) 101.2(5.9) 98.6(6.1)
90 Monocrotophos ( A 20 ) 0.005  0.999 3 86.1(9.5) 103.1(7.3) 101.6(6.8)
91 Myclobutanil ( i B ) 0.005 0.9997 89.1(13.6) 105.9(5.0) 105.2(5.4)
92 Napropamide ( F{EE i) 0.005 0.9994 101.3(11.5) 103.4(4.6) 103.5(3.4)
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93 Omethoate ( % fb <) 0.005 0.999 1 88.3(5.4) 83.7(2.2) 87.9(5.1)
94 Oxadiazon ( JE L) 0.005 0.9995 87.3(12.2) 113.6(2.9) 112.0(3.3)
95 Oxadixyl (JEF R ) 0.005 0.9995  91.4(7.0) 104.2(3.1) 104.6(7.4)
96 Oxamyl ( 428 0.005 0.9994  84.8(7.0) 98.3(5.5) 97.6(4.8)
97 Paclobutrazol ( Z245# ) 0.005 0.9996 101.6(4.8) 102.7(2.7) 102.8(6.3)
98 paraoxon-ethyl ( Z, 3EX} 4 Bk ) 0.005 0.9991 90.6(11.8) 108.6(4.8) 108.1(6.7)
99 Paraoxon-methyl ( F1 56 %4 0B ) 0. 05 0.998 1 96.8(8.9) 100.9(7.9)  101.3(10.0)
100 Phenthoate ( f§ £ #) 0. 05 0.9997 97.0(12.5) 106.9(7.7) 107.9(3.6)
101 Phorate-oxon-sulfone ( 4 F £E ) 0.005 0.999 8 91.9(5.4) 106.5(5.1) 105.5(5.7)
102 Phorate-sulfone ( F£EBER) 0.01 0.997 9 — 98.9(15.5) 110.6(4.3)
103 Phosalone ( £ X Bi85) 0.005 0.9993  100.2(9.4) 104.9(7.7) 105.3(5.1)
104 Phosmet ( 37 B8 ) 0.005 0.9982  96.4(8.2) 110.9(4.3) 104.8(6.2)
105 Phosphamidon ( B} ) 0.005 0.9995  97.2(5.6) 105.1(4.9) 104.8(4.9)
106 Phoxim ( =i ) 0.005 0.9994  105.9(6.7) 107.5(4.1) 109.0(4.1)
107 Piperonyl butoxide ( HA#IL T k) 0.005 0.9994  88.9(6.0) 112.8(2.3) 113.9(2.4)
108 Pirimicarb ( H 3% &, 0.005 0.9992  90.6(5.2) 97.9(3.5) 97.6(3.7)
109 Pirimiphos ( 18 B ) 0.005 0.9993  94.0(6.5) 114.2(2.8) 115.1(3.0)
110 Pirimiphos-methyl ( F 3 B8 ) 0.005 0.9998  91.4(6.0) 106.8(4.9) 110.6(4.3)
111 Pretilachlor ( P %5l ) 0.005 0.9995  90.8(7.4) 112.2(2.4) 114.7(2.7)
112 Prochloraz ( WKL ) 0.005 0.9998  92.6(7.3) 100.6(4.5) 101.0(3. 4)
113 Profenofos ( 75 V6f# ) 0.005 0.9998 85.2(11.6) 108.9(4.5) 112.1(2.8)
114 Promecarb ( 5 7% &) 0.005 0.9997  91.8(6.2) 109.5(3.4) 108.6(3.6)
115 Propanil ( F#) 0.005 0.9990  88.9(10.3) 96.5(9.0) 97.4(7.9)
116 Propargite ( Jii4) 0.005  0.999 5 88.4(6.8) 109.1(7.1) 107.0(7.6)
117 Propetamphos ( Jiiz P 12 0.005  0.999 1 94.5(8.8) 105.9(4.1) 107.0(4.9)
118 Propiconazole ( 5 7 ) 0.005 0.9989  83.0(9.4) 102.8(4.7) 104.3(4.5)
119 Propoxur( 5% 3% &) 0.005 0.9997 109.1(3.0) 107.2(3.7) 105.6(7.9)
120 Prothiophos ( 75 ) 0.005 0.9998  82.4(9.1) 99.1(7.0) 99.6(5.9)
121 Pyraclostrobin ( T 32.4) 0.005 0.9997  88.9(6.5) 100.3(4.2) 101.0(4.8)
122 Pyridaben ( ik 7 ) 0.005 0.9996  87.7(4.9) 101.3(2.9) 101.0(5.5)
123 Pyriproxyfen ( M P k) 0.005 0.9999  91.6(5.2) 103.4(4.8) 103.6(5.1)
124 Quinalphos ( M7 ) 0.005 0.9992  94.6(3.4) 97.9(4.1) 100.2(5.3)
125 RH5849 (§1 £ fifk) 0.005 0.9992  97.4(8.1) 103.7(6.3) 106.3(5.3)
126 Sulfotep ( YA UL ) 0.005 0.9996 101.9(8.5) 113.0(2.3) 114.1(3.5)
127 Tau-Fluvalinate ( 5524 5 ) 0.005 0.9993 91.1(12.3) 102.8(3.1) 107.1(5.2)
128 Tebuconazole ( [ M ) 0.005 0.9994 110.4(10.2) 102.6(6.3) 102.8(5. 4)
129 Tebufenozide ( 1 1 fiff ) 0.005 0.9998  95.1(6.6) 109.9(2.8) 108.7(4.0)
130 Tetramethrin ( 3518 ) 0.005 0.9987 88.7(11.5) 103.8(5.5) 105.3(4.9)
131 Thiabendazole ( 19 [ 7 ) 0.005 0.9977  67.2(1.3) 67.4(4.4) 67.9(7.7)
132 Thiacloprid ( € f1 k) 0.005 0.9988  86.8(4.6) 111.0(4.6) 106.8(3.0)
133 Thiamethoxam ( 1 11 1% ) 0.005  0.997 1 86.0(9.2) 110.6(5.9) 108.8(3.1)
134 Tolclofos-methyl ( B 37 Al ) 0.01 0.997 7 — 98.7(5.6) 103.4(5.0)
135 Tolylfluanid ( ! %% JeL A i ) 0.005 0.997 4 101.7(10.9) 105.1(6.5) 102.2(5.5)
136 Triazophos ( =M ) 0.005  0.999 1 94.9(8.1) 104.5(4.3) 103.0(5.9)
137 trichlorfon ( FL 7 1) 0.005 0.9996  92.4(5.4) 97.7(7.9) 101.4(9.6)
138 Tricyclazole ( = ¥R} ) 0.005 0.9997  77.1(7.3) 84.6(3.4) 83.7(5.9)
139 Trifloxystrobin ( JI5 E g ) 0.005 0.9997  93.9(7.1) 114.0(2.7) 114.1(2.8)
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SR T ST 09 40 K1 7 1R X 9
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25 S [ IO 2 25 [ 2 ST B 25 A 25 5k B T
PR AN o AR LA i U5 10 P 24 i A5
FH T ER IR T 20 B A, e R R A I A 245
139 i,

x3 HEMUNEER

P Kb ezl K it it (mg/kg)
1 ZHR 0.078
2 ZWR 0. 009
3 ZHR 0. 009
4 I s bk 0. 006
5 R —
6 ZWR 0. 047
‘7 J— —
8 LR 0. 139

M 5 Bk 0.011
9 ZHR 0.032
" AR

3.2 RBIERIA

3.2.1 RO AR PSS RS (R
W R ), 4 51ROk R 5 3 BN ek R
QuEChERS ¥ 5 H 5 F S $& B 29 3% ik $2 i, 52
5k ek B QuEChERS 325 1 24 B4 45 ik 58 g S 9 3k
(1) 3 15 /5 47, H itk B QuEChERS ¥ (19452 Ui 2 1] 5
AR R T M PSSOk R, Bk
it FHA LI FAIME LA AR B E AR 43 B 9 5 1 7K
JH I BRI A AT I8 A S 4 2 Y, B v B IR
R ZR M R QUEChERS A4 I,

3.2.2 $RBUARIRES:  HAT, AL 2R E A
FMEREERA R TR R G . LR LR
T 5KAER, A G5 A A, AR TR 2%
o ASWFGTHCES T MR O 0E 2 R BGA T, 2558 2
R CE2) , PIEEER ORI EGE R T 2, LR
W ILAEYI AR £, % G S0 A 5 40 ad 7 =
AR, FLDY A s AR, 5 FHER , ST
T 38 AR IO T AR AR Ak 5 T G 3 B 1) AR 24 %
PRI FALT, T LA S$CA P2 vh i 4R 24 5% B[]
WS K S AR A AR AE Y A B, T
e CREVE R BRI

A B C
B2 FERBEFIRLE
A 1% BEIR-C I (ERAT A BERR ) 5 B2 K-Z I (AT 7 - &
et 5 C K -Pi

3.2.3 RUEEFEINFELE AL ELE TN ER
i PR SRR A 2 M o 38 1P 2 B A o (A
2R ) KRN 0.5.1.3 h SR IE I KR
PRI, ZEAAT O AN [R) 332 o Bsf ) X6 F PH A A i 2R B
BN IRCR, ULITIR M 0. 5 h BRI AR 3R B 4
EEIE 4, WU A IR A4 0.5 by,

3.2.4  EHArAIRYILEFE  QuECKERS ¥ b3 Hr il Y
AT LM B AR G W B KA 43 e = A ALAR
ARSI T NaCl Fl NaAc 2 FhEb B, S256 % B
2 BRI IR A 24 [T 8e384 532 i s A B Sk 7 DX
SRR ST A 102, 7% F198. 3% o {HFEHRHUK
HinA NaAc, A] A2 BORTE B HAc-NaAc 2 #h 5
gt PRI BOR Y pH HASETE 4 ~ 5 Z ], DT I
bl B 1k A B B8 M R O RR O A 2 Y R AR
Pem 7Ok nIE A L B NaAc £ 3 4 7
ER ORI T NaClL( 1 2) , W rp 3R
SEILPRPUR D B A BEHE NaAc AR NI

3.3 Hfb Rl

3.3.1 FfbIniEmiks: Bl RG22 E 1 E
Ak T vk A T AE 2 B (SPE ) i3 101 AH 25 B
(d-SPE) , A 555 b T [ AH 26 Bk (C18 #/
500 mg GCB/PSA Hi Bt 4£/400 mg/400 mg/) . —IK
Sy X FE AR ZE B AL 12 ( Florisl/300 mg, C18/300 mg .,
PSA/300 mg ,GCB/150 mg  JL/K AR EE/900 mg) \—
YR 53 11 AH 25 B 6 32 (@ Florisl/300 mg, C18/
300 mg. PSA/300 mg. GCB/150 mg. TG 7K B iR &
/900 mg@PSAS0 mg, /K FREREE 150 mg) . i b
B I R R DR PEMN AL RICR , S22 B —
R d-SPE ¥ b U e fd:, SPE 3k, — Ik d-SPE
HAL R 225 9F H 2R d-SPE 1% SPE Bk #1E &)
i, R ARG R D FER A AR S e
K d-SPE ¥ b A b I ik

3.3.2  HALAEH L

3.3.2.1 —REEM B RE  EEXTF ST &
A NRA YO RIS ORI TR BRI TR A 2 | =i
KM PERFET AR ARTLRE T C18 PSA |
Florisl \Silica . GCB 1 Chlorofiltr 2§ 75 4 4k #1 Bl .
Hrr GCB 5 Chlorofiltr #40] F TR 2 H T 1 &R
FZ= 0 (0 GCB [ AL 8 R B 2 47 F Chlorofilir, H
D R GCB AR Mgk Ak ; Florisl 1 Sili-
ca BRI T IR KRB K& R i T8 L &Y
FIRAE T 48, (H Florisl Y e Ak R0 55 4, ek %
Florisl {E ¥k 14 8t ; C18 AT J3 B PR 2 56 ot b 1 iR
KA EEE TR s PSA A KBRS GCB ARl A
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PLERFN B P 8 32 28 TR oo WU &A% GCB,
C18 \PSA J& Florisl fF Jp e fb #4 Kt 4 Fhigefb b1 kL2
A EACHLEL, — g fe, T LB 2R T4
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