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Determination of 388 Kinds of Pesticide Residues
in Grape by QuUEChERS/UPLC-MS/MS

LAN Lan,ZHOU Heng,LI Wen-ting, YUAN Jia—jia, MIAO Shui, CHEN Ming, JI Shen"
( Shanghai Institute for Food and Drug Control , Shanghai 201203, China)

Abstract ; Objective : A method for simultaneous determination of 388 kinds of pesticide residues in grapes was established.

Method : The tested sample was extracted with 1% glacial acetic acid acetonitrile. A mixture of anhydrous magnesium sulfate and

anhydrous sodium acetate was added ,and then purified with 300 mg silica gel,300 mg C,; ,600 mg N-propyl ethylenediamine

(PSA) ,and 900 mg anhydrous magnesium sulfate. The supernatant was concentrated under nitrogen.The analytes were dissolved

in acetonitrile— 0.1 mol/L. ammonium acetate solution (1: 1) and analyzed by UPLC — MS/MS with positive ion mode of

electrospray ionization ( ESI) under multiple reaction mode ( MRM).Matrix matching internal standard method was used for the

quantitative analysis.Results;The linearity was satisfied with the correlation coefficients more than 0.99.The recoveries of three

spiked levels were 60% ~120% with the standard deviations( RSD) less than 20% (n =7).The limits of detection( LOD ) were

0.005 mg/kg. Conclusion:This sensitive, reliable and accurate method can be applied for the determination of 388 kinds of

pesticide residues in grape and is suitable for the multi-pesticide residues in the routine analysis.
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1.2 XZWH*E
1.2.1  FESLATALEE  FEHL . #: GB 2763 B M Ak 2y
e KBk B PR ) B A T £ R B A A
HORYRE B 15.0 g (KGR 2 0.01 g) , T 50 mL %k}
B0 ORI AN BRI (15 mg/L) 100 pL, 53
PSS A 15 mL ZJi5-0.1 mol/L R 1R , 1R JiE
HIRA), B TR G L RIZIPRY 5 min (500 ¥X/min) ,
L) 4000 r/min (% EEES.Cy 5 min s BT A JC 7K B R B
HICKEERNIR SR (4: 1, m/m) 7.5 g, 7 A%
L, B TR A FRIZUPR 3 min(500 YK/ min) , & F
KB E110 min, L 4000 r/min P ES 0> 5 min,
W R

HeAb B EIEWR 9 mL, BT O Wi Fed AT 300 mg fiF:
Ji¢ 300 mg C JEEE 600 mg PSA IEUEL FIT 900 mg ToK
R BE A BT 15 mL B0 v IRHE 30 s i 7843
WS, B G# LRIZIPE 5 min (500 ¥R/ min) {8 5
L5784, L 4000 r/min (955 3 B0 5 min, H5 25 W B
W 5 mL, EIWK 45 2= 29 2.5 mL, L) 0.1 mol/L Z,
TRE KSR ELZE 5 mL, WBHEIRSS, 18t (022 um
YRR BRELUET , A
1.2.2  FRUEF WM TEC T M AnEfh &R 2 fl ArdEfs
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B, A58) 1 mg/L IR SR MER R . BUR &SI
I RET 15.0 gORMZE 0.01 ) , 5 1.2.1 T R 7k
il 2= e Ak 25 TR 1) ¢ LA 4000 r/min {19 %% EE O
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0.4 mL K53 SR A AR O 23 1 5L 5T 3 T LA
0.1 mol/L ZFREIKIBEMEZ % 1 mL,13%] 5 10 .50 ,
100,200 F11 400 wg/L 1% 3 5T TR & br HE A FH . LA
388 A 24 (1 s v (e FH VAR P14 IO T S A R AR B, 45 )
JoR A R 1 T 6T 0 1T RR R G A A, 24 i) 5k J5 DT B A
e
1.2.3 WAHHMOGE S {354  Poroshell 120 EC-C,
AR 3%AE (2.7 wm, 3.0 mm x 150 mm, 3& [E Agilent
ONED sTBIAH A K (F 0.05% H % .5 mmol/L H
W4i) , B A (% 0.05% H 2 .5 mmol/L HREL)
B B A2 :0~1.00 min,95% A~95% A;1.01~
4.00 min,95% A~40% A;4.01~8.00 min,40% A~
36% Aj;8.01 ~850 min, 36% A ~32% A; 851 ~
9.00 min,32% A~25% A;9.01~16.00 min,25% A~
5% A; 1601 ~20.00 min, 5% A ~5% Aj; 2001 ~
20.10 min,5% A~95% A #ii#:0.40 mL/min; £ ¥
35 C;¥FREHE:5.0 L,
124 JR#EELM B TR WS B TR ST
I IE R K T =X s 22 s 7 W A 5 PR I 25
HiL R :5500 V5 550 (AU JE 77 :50.0 psis 5l B <R
77:50.0 psi; AT (A R TJT:20.0 psi; filf 45 < (5
) J7:7.0 psiy B85 F PR E 350 C 5 A AT [A]
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Fig.1 TIC of 388 kinds of pesticides and internal
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JEURE (4 T B AECIR , AR IR LR T AN RIC Lh AR S L Cig
PSA (AL RCR o ARG TE 50 mlL B4} B0 45 v o
BAINA 1.5 mL 1 mg/L (1) 388 FMR-GARUETEWR , & i
AR T T, BRI LS g FAG A5 FURE i, AR R 7
A8, UL EDEIEC LE , 76 0.10 mg/kg JNAR/KF T
XA A 34T T 0tk DI AR IRAE AL SR
T LA R BRZE S UURRAE JERE O 0354 B i 825 Bk
ey 5T, A F) T B 09 8 5 e S AL # i 4E B
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Fig.2 TIC of the acetonitrile(a) ,methanol(b) ,acetone(c)and ethyl acetate(d)as solvents for extraction
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300 mg B}, S5 4 25 [B W % (86.3% ) FfE, C,, Tl A 100.09  m Pl S (AR T70%~110% (114 24 LL 451
I T 0 2K NI 26 2 A b 2 R L [ el Y BN \
PSA RERFHER 4359 100 300 mg, LA T Cyy FR L < 700{ M8 i
7 100,200,300 ,400 mg {4 [0 5, 75 Cp G K & 600 :
300 mg B, -1 4 24 [l i 3R (85.2% ) ik ) fe 4z, {0 §£&
Coo B FHAR O 4 25 [ W S S M 5/ . PSA X .38 IR = 30,0
TR A5 AL |8 2 B v PR B e, 1 R | G = 20
B35S 300,300 mg, L3 T PSA BRI A 200, '
400

400 .600 800 mg (¥ A%, 7E PSA ¥S & A 600 mg
I, SR 25 M 38 (90.2% ) e A, MR TE 70% ~
110% A 25 Lb il ek, 35 3] 94.3% o fEJEEFN PSA Y
P AR AL S 70 AL SR UL IRl 3~ &l 4, e 25
ARHL FEAf 2 M EE S 300 mg Gy, 300 mg . PSA 600 mg,

Kl 4 PSA FiIHEEXT 388 Fififc 24-F- 2 [l i () 5 )
Fig4 Effect of the amount of PSA

on the average recoveries of 388 kinds of pesticides

fg& BT IR S [ T0%~110% 17K 25 b P v 1 2 1 A 38/ AR U T 2R 1 AR ) — 1] % 100
~ 80.0- %ﬁfhﬁﬁ’f%)ﬁ»ﬁtﬂj,%ﬁ% (1) e 245 JE T A 97 W)
< 700/ CIMil >30% ) , 4 7405 JF 35 3 DG e i 1 28 95 00 52
< o DURIESS LA T
5 400 25 BIEXR LRI HE
= 2001 SR A0 5550 4% 1, DU 5 VIR BE S R 510,50 |

1004 100,200 F1 400 g/ L (19 5 44 3 5 TR & b o (e FH

00, , . LASRAR 38 25 0 P9 AT, 22 AT o I 28 25 St R WA

388 B HARMLGHE 5~400 pe/L £&VE7E Bl N2tk R
W AR E(r) IR TF 099, Lk 1, &R
n BN R 48 F 60% , >R FH T AR 28 1 ik 5 ok SF- T =2
o BR , DASZBRAGIN 2] 4548 25 2 4~ MRM 52 1 19 B A
HeBEAVE A B IR M B, T B A R A5 K FR 3 ky
0.005 mg/kg, 2% J7 1% RAPUE I, AT LLUR AT i 2
A 245 5% 58 1 72 ARG BREE R

2.6 FHEHEIKEFBZE

0o 30
R (mg)
K3 REBHIEXT 388 Fhfe 24-F- 1 [l W R A 52 0
Fig.3 Effect of the amount of silica

on the average recoveries of 388 kinds of pesticides

2.4 ERMM
FE AL ( Matrix effect ) S8 4F 5 v (04 HoAh 1l 53
X B ARSI 4 T T 0 N 5 B Y S ), R 3 SR X 45 AT

F7F I UEREE R T3, 7 GC—MS/MS Hl LC—MS/MS
M52 A 245 5% 68 04 4y BT b, 358 5 RO B A5 B R SR
FE/ P, 388 Pl 2 e A HE T v, 61.9% HAR 2 K
A IERRAM A R . LA Mi(% ) = [ (35 PLED

LS P A 2 B JBORE it v 80 ] ie 52 564 2 A 5
Py bR [ A, 3 AN s 7K SF- 4351 2 0.01,0.05
0.10 mg/kg, B MINFRIK - F AT E 7 21, s Bk
FRIYLE 60% ~ 120% i [B PV, A7 XF b o g 22 329 7 T

F 1 AEPACRIER S (135 F) (9 MRM BES 80 AT AHOC R HOREs i ul i

Table 1 The Multi-reaction monitoring mass spectrometry parameters ,regression equation ,
correlation coefficients and recoveries of typical analytes( 135 kinds)in grape
- Sy FEF TR R R N BIMECR (RSD) (% )
e REHTE 15lt(':r;funj)lj (jz) (m'!iz) 1j:\) ﬁ(%VH)i AL R HRAH 0.01 mg/kg  0.05 mg/kg  0.10 mg/kg
1 Acephate ( 2. i) 42 184 143 * 125 13,24 120 y=7.08082E-5x +3.10913E-4 09986  829(129) 854(7.1)  79.8(68)
2 Acetamiprid (1 5 k) 58 235 126 * ,90 17,43 120 y=923190F-4x +0.10522 09939  1057(56)  90.4(7.0)  88.9(65)
3 Acetochlor( Z EJi%) 117 2701 224.1% 1481 14,30 70 v =0.00108x +0.00270 09956  968(12.1)  87.0(47)  89.7(8.1)
4 Akton( it ) 15.1 375 153 * ,346.8 18,15 50 y=420150e-4x +624576E-4 09984  938(102)  840(79)  92.6(9.6)
5 Azamethiphos ( H! SR ) 6.8 325 183.0%,139 21,32 140 y=800395E-4x-8.00246E—4 09994  91.7(10.7)  859(75)  89.9(838)
6 Azinphos—methyl (fA13%) 97 318 160.1 * 132 9,20 130 y=633435E-5x-3.14413E-4 09907  950(124)  904(9.9)  960(5.6)
7 Benalaxyl (4472 ) 129 3262 2042% 2081 14,21 110 y=0.03971x +0.11598 09943 963(63)  107.0(82) 1033(35)
8 Benazolin—ethyl ( B 7 ) 102 272.1 198 * ,170 2,31 130 v =0.00280x-0.00155 09971  97.1(58)  836(34)  87.0(32)
9 Bendiocarb (11 %) 70 242 1089%,167 23,11 55 y=158512E-4x +0.00121 09943  100.8(6.5) 91.8(48)  91.2(35)
10 Benodanil (557 ) 83 3239 2309*,105 30,27 160 y=0.00151x +0.00117 09993 1052(7.1)  903(35)  94.6(60)
1 Benoxacor ( f#EER) 938 260 149.1% 1341 24,39 150 y=342490E-4x +338961E-4 09988  1003(9.9) 938(7.6)  96.5(5.1)
12 Boscalid ( BERE ) 11.0 343 307.1%,140 26,25 190 y =0.00861x +0.00248 09987  940(53)  88.1(43)  914(3.6)
13 Bromuconazole (K EIM) 113,123 376 173 * 159 38,37 140 y=3.17010E-4x +0.00100 09936  893(8.5)  94.1(64)  944(57)
14 Buprofezin ( BEWT ) 14.8 3062 2011%,1161 15,20 120 y =0.05825x +0.29935 09938  1053(92) 99.8(86)  969(82)
15 Butachlor( T HEf) 15.1 312 238.0%,1622 17,33 61 v =0.00935x +0.02100 09979 1013(60)  994(26)  99.0(5.7)
16 Carbaryl (1 255 738 2021 145.1% 1271 13,39 110 y=281889E-5x +0.00127 09973  96.6(134) 985(150) 101.6(1L5)
17 Carbendazim( £ 7 ) 90 1921 160.1*,132.1 21,40 130 y =0.01605x +0.03005 09979  928(79)  1060(43) 1049(7.0)
18 Carbofuran ( 7 75k ) 73 22.1 165.1 * ,123 16,27 130 v =0.00371x-0.00154 09986  104.1(7.7) 1029(48) 1056(64)
19 Ca(r};"_f;;‘;%;’ﬁ;';“ 538 2381 181.1%,163.1 14,23 120 y=480188E-4x-4.19611E-4 09975  993(17.6) 89.5(15.1)  782(6.1)
20 Carbosulfan( T B %0 77 i) 175 3812 118.1%,1601 26,18 150 y=737872E-5x + L14046E-4 09971  64.0(10.0) 672(44)  69.1(53)
21 Carboxin( R ) 75 236.1 143 * 87 21,32 110 y =0.00583x +0.00187 09996  99.5(33)  89.9(47)  90.8(43)
2 Chlorbromuron (I [) 108 2933 2039% 1821 25,21 175 y=296651E-5x + 143401E-4 09923  968(158) 92.5(101)  902(62)
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. . SHIG S FH iERE R REHIE . vy BNEICE(RSD) (% )

LS REHTE {R(::u:)l ] (npjj (m‘%/ij t:g) b 71&2%\7"‘;" ALV R LES S8 0.01 mg/kg  0.05 mg/kg  0.10 mg/kg
23 Chlorfenvinphos (7 1 ) 129 359 155 * ,127 16,22 130 v =0.00948x +0.02529 09920  924(128) 1037(72) 111.0(74)
24 Chlorpyrifos—methyl ( I 3£ 136 3219  125*,2809 27,20 120 y =0.00127x +0.00154 09991  918(125) 89.7(62)  87.6(7.7)
25 Chlorpyrifos—oxon( 4LREFEM) 12.0 334 2779% 306 30,16 120 ¥ =0.00128x +0.00646 09904  858(127) 82.5(50)  99.5(7.6)
26 Clethodim (45 %7 ) 113,142 360.1  268.1% 1641 14,23 120 =7.08540E-4x-0.00180 09989  98.7(7.9)  805(8.1)  80.6(7.9)
27 Clofentezine ( P ) 132 303 138 * 102 21,49 100 y=275917E-4x-185452E-6 09953  94.8(64)  89.1(54)  955(5.6)
28 Clothianidin( 1% 1) 55 250 169.1%,132 17,20 80 y=293127E-4x + L4I870E-5 09932  913(16.1) 100.5(112) 99.2(9.2)
29 Coumaphos( HEFER) 129 363 307 * 227 2,35 200 y =0.00235x +0.01164 09904  90.1(59)  892(23)  869(65)
30 Cyanofenphos (ZJI8) 125 304.1 276 % 157 18,31 170 v =0.00414x +0.00125 09953 90.5(92)  80.6(82)  89.4(42)
31 Cyazofamid (FL7HIE ) 118 325 1078*,2609 29,15 76 y=376332E-4x-1.17908E-4 09927  102.9(55) 820(54)  969(3.7)
kY Cycloxydim( WE ) 14.1 3262 2801 *,180.1 18,28 100 y=637444E-5x +405300E-4 09901  866(94) 87.9(120)  77.4(72)
33 Cycluron( FR45EE) 92 1988  889*,71.9 21,37 100 y=6.18804E-4x +475948E-4 09973  875(112)  838(57)  86.7(115)
34 Cymoxanil (FFIIFED) 6.0 199.1 1109+ 128 22,13 70 y=L17744E-4x +0.00808 09919  903(74)  937(60)  965(5.7)
35 Cyprazine (FRPF ) 8.7 28.1 186 * ,108.1 2432 130 ¥ =0.00351x +0.00501 09993 892(5.1)  979(53)  946(58)
36 Cyprodinil (BTG ) 125 2261 108.1% 931 35,44 180  y=000702x +694941E-4 09967  789(50)  71.8(58)  756(53)
37 Cyprofuram ( EEF 1) 76 2801 2522%,1838 14,23 100 y=2.39655E-4x +434183E-4 09954  103.5(137) 843(68)  90.1(6.0)
38 Demeton( O +S) ( }4IE%) 10.3 259 889 * ,60.9 20,50 80  y=1.04018E-4x +271285E-4 09964  96.7(140) 100.4(57)  93.0(44)
39 Demeton~S5-methyl- 48 247 1689 * ,1049 18,17 80 v =0.00940x +0.00278 09984  826(89)  752(5.1)  799(54)

sulfoxide (BRI ) ’

40 Demeton—S-methylsulfone (B i) 50 263 169 * ,109 21,38 100 y =0.00127x +0.00356 09970 959(10.6)  939(69)  98.7(10.6)
41 Desmetryn( FLELYt) 8.1 214.1 909 * 124 45,45 82 y=296530E-4x-355636E-4 09938  97.6(110) 794(45)  84.0(47)
42 Diafenthiuron( T TRIIF) 160 3852 3289% 2782 28,41 130 y=7.60020E-6x +2.19424E-4 09972 98.0(17.0) 848(12.1)  799(9.1)
43 Dichlofenthion ( B:2:%%) 114,153 3149 2589+ 2869 23,17 61 y=6.00031E-4x +0.00361 09959  883(5.6)  S84.1(3.1)  855(2.7)
44 Dicrotophos (7T 4 H4) 54 238.1 112.1%,193 19,15 106 v =0.01154x +0.00257 09958  849(9.6)  807(173) 89.1(114)
45 Diethofencarb( 2,5 ,) 102 2681 2261+ ,180.1 14,25 80 y=7.05752E-4x +0.00118 09943  838(10.1) 78.1(122)  79.7(92)
46 Difenoxuron( HiZ5H ) 8.8 2871 1229% 214 27,32 100 v =0.00456x +0.00419 09995  884(104)  89.6(37)  914(48)
47 Diflubenzuron [ 511§ ) 123 311 158 * 141 21,45 120 v =0.00253x-0.00349 09976  859(56)  822(37)  91.1(42)
48 Dimethametryn( £ 12.1 2561 186.1*,138.1 28,37 100 y =0.02137x-0.00779 09981  958(43)  857(83)  85.1(78)
49 Dimethenamid ( = 1 25 17) 109 2761 244.1% 1681 20,33 100 v =0.05828x +0.04213 09985  100.6(56) 960(58)  953(63)
50 Dimethoate ( % 3Ft) 59 230 199 * 125 13,29 110 y =0.00186x-0.00184 09960  983(5.1)  89.6(66)  92.0(7.4)
51 Dimethylvinphos ( 1 375 1 §2 ) 113 331 127+ 2049 16,23 110 y=8.60116E-4x +9.30058E-4 09984  1097(3.6)  962(97)  99.1(6.2)
52 Diniconazole (FEIERE ) 137 3261 159 * ,70 42,53 120 v =0.00368x-0.00282 09980  69.6(7.1)  648(56)  664(7.7)
s3 Dipropetryn( % Bi¥t) 122 2562 214*,1439 27,39 115 v =0.00810x +0.00777 09983  958(67)  868(59)  867(7.7)
54 Ditalimfos ( % %) 15 2999 148+ ,2439 26,16 137  y=8.62611E-4x +7.88001E-4 09999  897(12.6) 81.3(78)  856(138)
55 DMST(N,N- “HUILEME-N-%) 73 215.1 106 * 151 20,11 100 v =0.00109x +0.00299 09984  83.1(13.1)  97.8(46)  90.0(119)
56 Edifenphos  FER ) 127 311 1729% 2829 25,16 200 y=409675E-4x +590767E-4 09968  1135(32) 106.1(7.7)  109.1(5.6)
57 EPN (AR 139 3241 206 * 157 18,30 120 v =0.00521x +0.00559 09902 755(68)  793(72)  89.4(63)
58 Ethiofencarb( Z, i) 82 261 1069 *,164.1 21,11 81 y=207837E-4x +7.87899E-4 09915  983(164) 1067(153) 106.7(7.8)
59 Ethiofencarb—sulfone ( Z, BRI ) 53 258 201.1 % ,107 9,21 120 y=472969E-6x +472210E-5 09901  897(92)  925(43)  948(1L.1)
60 Ethofumesate ( Z, FEELH ) 103 2870 250.0% 1211 14,24 130 y=251935E-4x +0.00204 09964  960(132) 87.6(12.1)  94.9(8.5)
61 Fthoprophos ( K 43#%) 119 2431 215%,1309 17,29 140 y =0.00319x +0.01439 09973 973(87)  1027(78) 1113(98)
62 Fenamiphos (425 #%) 122 3041 2761% 217 19,31 160 v =0.00647x +0.00677 09988  802(47)  81.8(62)  91.6(88)
63 Fenamiphos sulfone (8B 73 33601 308.1% 266 21,28 180 v =0.00392x +0.03284 09973 959(67)  1002(53)  984(62)
64 Fenamiphos sulfoxide( 4255 W) 7.1 3200 2920* 233 21,34 160 v =0.01275x +0.06253 09960  82.5(4.1)  748(49)  768(28)
65 Fenothiocarh (5 ) 122 2541 160 * ,71.7 13,50 60 v =0.00145x +0.00145 09937 96.1(9.9) 872(114)  948(9.1)
66 Fenoxycarb( HE4L8 ) 12.1 3021 1161 %2561 16,19 130 y=680259E-4x-470748E-4 09952  945(140) 822(46)  893(10.9)
67 Fenpropimorph( T 411 ) 10.5 3043 130.0% 1160 29,31 180 v =0.00188x-0.00117 09948 637(47)  61.5(37)  654(84)
68 Fensulfothion ( “EZ#) 89 309 281 % 253 20,25 160 v =0.01058x +0.02356 09980  934(14)  905(50)  932(3.6)
69 Fensulfothion—oxon %225 ) 6.2 293.1 265 * 237 20,21 160 ¥ =0.00886x +0.03089 09978 986(55)  936(38)  89.9(56)
70 re"s"](f‘),;_}\";;‘ggm’ ;"”""e 89 300.1 281 * 253 15,23 150 y=0.00158x +9.69364E~4 09982  963(43)  89.1(36)  923(4.1)
71 Fluazifop-P-butyl KSR ) 145 3841 328.1% 2820 24,29 180 y=0.01173x +0.01477 09973 1064(63) 983(84)  938(75)
7 Flufenoxuron( J&1tI%) 156 4890 1581+ 1411 25,69 36 y =0.00235x-0.00394 09955  79.6(6.1)  858(40)  887(55)
73 Fluguinconazole ( G ) 114 3761 3069+ 3488 37,27 145 v =0.00121x-0.00265 09967  989(113)  787(49)  80.8(65)
74 Fluridone (U5 % ) 9.7 330 3088*,290.1 56,43 180 y =0.00348x-0.00103 09941  97.5(57)  80.6(4.1)  83.1(86)
75 Flusilazole ( SiEM: ) 122 3161 247.1% 1651 25,37 100 v =0.03549x +0.04499 09990  955(48)  864(7.1)  952(7.4)
76 Forchlorfenuron( LR ) 92 2459 1266+ ,909 2425 110 y=000175x +6.89996E-4 09978  652(9.2) 66.1(10.1) 652(132)
77 Fuberidazole ( 5 ) 6.1 1851  157.1%,1561 31,39 160 v =0.00142x +0.01059 09927  859(124) 780(98)  80.0(53)
78 Furalaxyl (W) 10.1 3021 242.1% 951 20,35 112 v =0.00840x-0.00451 09961  1025(63) 808(57)  860(7.1)
79 Furmeeyclox (FERIE) 126 2521 170 * 138 1920 100 v =0.00344x +0.00902 09939 820(127)  998(95) 99.3(119)
80 Haloxyfop—methyl (KSR 7 ) 138 3761 316 % ,288 25,35 180 v =0.00554x +0.04092 09927 857(9.1)  87.7(72)  92.0(95)
81 Heptenophos ( BEksH) 89 251 1269 % ,125.1 17,19 100 y=000104x-229217E-4 09983  101.0(67) 89.8(50)  87.1(6.2)
82 Imazalil (47T 82 297.1 255,159 2530 170 v =0.00277x +0.15083 09947  742(67)  T54(56)  773(58)
83 Tmidacloprid ( i k) 56 256 200.1%,175.1 23,28 130 v =0.00146x +0.00338 09995  988(11.1) 985(153)  109.0(82)
84 Indoxacarb( i % ) 137 5281 203 % 249 19,23 180 y=474944E-4x-000102 09915  935(18.1) 96.6(144)  108.2(5.9)
85 Tprodione ( S IR) 123 332 2449+ 247 20,20 120 y =0.00782x-0.00199 09996  101.4(57) 797(44)  889(5.6)
86 Tprovalicarh (475 ) 113 3202 1190%,203.1 20,12 100 y=0.00126x +630022E~4 09941  802(12.1) 799(145)  100.5(6.1)
87 Tsocarbophos (/K JHEBEB ) 88 2001 231.1%,121 15,37 70 y=1.57999E-4x +6.94944E-4 09957  904(187) 107.2(79)  107.0(7.0)
88 Malathion ( S ) 1.1 331 285 % 127 10,17 130 y=149909E-4x +7.26979E-4 09906  935(10.6)  945(80) 1024(147)
89 Metalaxyl (I 7 ) 90 2802 248.1* 2201 14,19 120 v =0.02501x +0.06177 09978  1013(67) 99.0(27)  101.6(65)
90 Methacrifos ( fiyf ) 9.8 241 209,125 12,26 120 y=5.11192E-4x +827471E-4 09948  96.1(13.7) 89.2(107) 84.9(11.0)
91 Methamidophos ( R ) 38 142 125 * ,94 19,21 120 y=000123x-7.89658E-4 09981  87.8(10.5) 77.8(25)  714(8.0)
92 Methidathion( M%) 150 303 145 * 85 13,30 140 y=120126E-5x + 1.53663E-4 09918  87.5(63) 962(107)  89.2(9.3)
93 Methomyl ( K Z 1) 5.1 163.1 106 * ,88 13,12 100 y=346380E-5x+0.00293 09960  955(125) 100.0(83)  934(638)
o4 Metolcarb (i# 7 jik ) 69 166 109.1 % ,94 17,43 66 y =0.00180x-0.00225 09971  1015(54)  839(99)  943(7.9)
95 Monocrotophos ( /25 ) 53 224.1 193 * 127 11,22 140 y=3.89524E-4x +2.19803E-4 09943  945(164)  83.6(95)  89.1(54)
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96 Monolinuron ( 443 ) 79 215.1 148.1 * 126 25,25 40 y=123550E-5x+123528E-4 09909  94.5(152) 909(113) 97.7(125)
97 Monuron ( % %5l ) 7.0 199.1 72% 126 21,34 60 y =0.00240x +0.00567 09983  87.1(17.7) 1045(3.5) 106.0(5.2)
98 Myclobutanil ( Ji5 F4 ) 113 289.1 125 * 70 50,24 150 y =0.00215x-0.00326 09982 955(69)  81.8(48)  85.0(5.6)
99 Omethoate ( 42 5%) 44 214 183 * 155 15,21 110 y =0.00593x +0.00561 09976  89.8(3.0)  75.6(35)  752(47)
100 Oxadiazon (TEEHEfR ) 15.1 345.1 303 * 220 19,28 180 y=7.03887FE-4x +0.00343 09905  104.1(11.7) 992(9.1)  100.9(10.9)
101 Oxadixyl (R 72 ) 6.6 2791 219.1* ,132.1 16,43 120 y =0.00312x +0.00311 09965  99.3(8.6)  101.5(9.5)  97.2(9.2)
102 Oxamyl (2R 4.8 237.1 220.1 % ,90.1 7,12 90  y=146247E-5x +2.08167E-5 09934  92.6(14.1)  983(8.6) 102.5(13.8)
103 Paclobutrazol ( Z2%{(1% ) 111 294.1 165 * ,125 31,52 120 y=5.88936E-4x +0.00126 09989  104.8(11.3) 94.4(63)  90.5(4.0)
104 Penconazole ( [ ) 125 284.1 159 * 173 42,26 110 y=0.00127x +3.66407E-5 09968  93.9(9.1)  83.7(79)  86.9(85)
105 Pethoxamid ( 4 55t ) 116 296.1  131.1*,250.1 28,17 80 y =0.00830x-0.01430 09976  959(69)  81.7(5.7)  90.0(10.8)
106 Phoxim ( SE B 13.1 299.1 153.1 * ,129 11,16 120 y=9.85027E-4x +0.00290 09939  91.6(14.6)  90.1(7.7)  103.0(8.4)
107 Pirimicarb ( H{I% 8 ) 73 239.1 1821 *,137.1 22,32 150 y =0.00966x +0.02450 09984  79.6(60)  96.1(55)  89.2(34)
108 Pirimiphos— ethyl ( B ) 149 3341 306.1*,198.1 23,21 180 y =0.00515x +0.00400 09974  89.8(9.8)  85.1(49)  87.1(75)
109 Pirimiphos—methyl ( F $£I15E % ) 134 306.1  164.1*,108.1 30,39 160 y=0.01701x +0.01697 09970  87.7(68)  89.4(82)  913(9.7)
110 Pretilachlor ( P22 ) 14.2 312 252.1%,132.1 23,63 66 y =0.10208x +0.18611 09988  98.6(5.1)  86.0(72)  852(103)
111 Primisulfuron—methyl ( JiHf ) 109 491 264.1 * 250 25,25 55 y =2.79484F-4x-3.56960E-4 09949  82.1(15.7)  704(6.7)  70.6(7.0)
112 Prochloraz( B fef i ) 132 376 308 *,70 17,45 86 y =0.00227x +0.04661 09902  88.7(82)  90.7(123) 91.8(11.1)
113 Prometon (¥ i ) 8.9 2261  184.1 * 1423 36,46 120 y =0.00200x-9.21843F—4 09977  97.8(99)  93.8(52)  91.5(52)
114 Propaphos ( 74 5L f) 124 3051 2208*,2029 21,32 100 y=0.00408x +5.93962E-4 09954  87.4(77)  827(67)  89.3(10.1)
115 Propargite (4lii%) 15.8 3682 2312%,175.1 14,23 80 y =0.00168x +0.00172 09933 92.8(14.6) 102.1(10.7) 933(172)
116 Propiconazole ( ¥k ) 13.0 342.1 205 * ,159 25,35 170 y =8.94008E-4x +0.00125 09901  96.9(8.6)  88.6(48)  92.0(62)
117 Propoxur (5% 7%k ) 72 210.1 168.1 % ,111 11,19 130 y=2.18090E-5x +2.49594E-4 09935  104.8(11.9) 1052(11.3) 91.5(10.4)
118 Pyridaben ( ki 52 ) 16.8 365 147 * 309 31,19 86 y =0.00636x-9.42760E—4 09959  862(124)  920(49)  932(112)
119 Resmethrin (£ 15458 ) 17.0 3392 171 % 143 19,32 175 y=8.16670E-5x-5.33860E-5 09960  96.7(158)  783(6.0)  79.9(6.1)
120 Rotenone ( 8 ) 12.0 3951 2130 %,203.1 32,34 200  y=1.14298E-4x +4.06014E-4 09952  104.4(16.7) 883(129) 89.3(13.5)
121 Spirodiclofen ( #2575 ) 16.0 411.1 313 * 295 17,35 140 y=4.05387E-6x+391129E-5 09917  89.2(11.6) 949(157) 96.5(10.8)
122 Sulfotep (IUE R ) 126 323 295 * ,170.9 14,20 150 y =0.00135x-7.46373E-5 09968  110.6(33)  989(3.7)  99.2(7.0)
123 Sulprofos (B P ) 154 323 2189 * 247 22,16 180  y=425443E-5x-1.75129E-5 09937  108.9(49) 109.9(62) 101.9(13.0)
124 Tau- Fluvalinate ( 51503575 ) 17.0 520.1  208.1*,181.1 23,35 91  y=170590E-5x-4.83548E-5 09976  95(164)  753(184)  82.5(19.4)
125 Tebuconazole ( [, ) 12.8 308.1 125 % ,70 55,27 190 y=2.10193E-4x +3.53076E-4 09973  104.5(154) 91.4(129)  949(9.6)
126 Thiacloprid ( 1 f itk ) 6.1 253 186 * ,126 20,30 140 y =0.00130x-1.28725E-4 09988  102.3(83)  93.1(7.6) 943(11.6)
127 Thiamethoxam ( g 1% ) 52 292 211.1 % ,181.1 18,31 110 y =0.00109x-7.18823F—4 09900  87.3(159) 97.6(13.6) 110.4(62)
128 Triazophos ( =M ) 115 314.1 178 * ,162.1 29,25 100 y =0.00979x +0.01774 09993  883(70)  89.5(39)  90.5(52)
129 Tribufos ( f 1) 16.6 315.1 169 * ,225.1 21,16 120 y =0.00401x-4.18227E~4 09990  91.1(62)  83.1(25)  857(5.7)
130 Tricyclazole ( =¥t ) 6.3 190 163 *,136 28,34 200 y =0.01002x +0.03878 09958  622(70)  628(72)  633(72)
131 Triflumizole ( M ) 13.8 346.1 278.1 * ,73.1 14,22 110 y=552318E-5x +0.00148 09901  97.3(182) 945(13.1) 97.9(13.5)
132 Triticonazole ( 7 14 ) 10.1,11.6  318.1 125 * ,191.2 44,28 60 y =2.09534E-4x +0.00143 09960  106.6(8.9)  75.6(79)  82.1(1L.1)
133 Valifenalate ( 42t ) 109,112 399.1 214.1 % 144 16,20 73 y =0.00107x-8.40816E—4 09973 937(11.0) 77.1(113)  833(79)
134 Vamidothion (4 Zf ) 56 288 146.1 * 118 17,33 80 y=0.00156x +2.51287E-4 09963  92.0(8.5)  87.1(9.0)  922(12.1)
135 Vernolate (K ) 13.4 204.2 128.1 * ,85.9 15,19 120 y =0.00215x-4.00349E—4 09959  919(50)  81.6(24)  80.6(7.0)
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