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buffer Mg
Beffer Mg pH
A 0.25¢g 3Na 2Na 19 3 5
B 19 3Na 2Na 45 5 5 4mL
C 1g 3Na 2Na 45 5 5
D 0.25¢g 3Na 1g 45 5 5
E 0.25¢g 3Na 2Na 19 3 5
mPositive n=3, (%)
° , 3000rpm, 5 . 5
pesticides  PKa LogPow  (g/L) RT(min) A B ¢ D E
RSD RSD RSD RSD RSD
Methamidophos 0.8 200 3.1 702 82 685 5.5 59.7 10.0 715 124 555 29.9
Acephate -0.89 790 35 80.3 2.6 735 4.9 675 7.7 858 6.2 66.6 29.9
Thiamethoxam -0.13 4.1 7.0 772 78 812 120 787 78 853 49 718 136
Imidacloprid 0.57 0.61 8.8 888 26 885 26 905 31 927 37 752 117
Clothianidin 9.0 86.5 10.5 97.3 82 918 51 862 88 768 19.2
Chloridazon 1.19 034 101 85.0 3.1 933 2.2 90.2 67 883 36 823 122
Oxycarboxin 0.772 1.4 10.8 940 4.6 90.7 6.0 9.0 59 867 55 84.0 15.0
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buffer Mg
n=3, (%)
L) , 3000rpm, 5 .5
Pesticides pKa LogPow (g/L)  RT(min) & E c e E
RSD RSD RSD RSD RSD
Imazaquin 3.8 0.34 0.06~0.12 13.1 785 6.5 85.7 59 767 7.2 76.7 14 747 9.6
Flumetsulam 4.6 -0.68 0.049(pH2.5) 15.6 89.3 7.7 923 5.0 86.7 5.5 86.3 11.6 828 45
Phenmedipham <0.1 3.59 0.0047 16.0 95.7 5.2 90.7 54 87.7 6.6 848 27 87.0 75
Cloransulam-methyl 4.8 -0.365 0.184 16.1 95.7 10.2 833 54 875 51 858 7.8 83.0 15.3
Dichlosulam 4 0.85 16.5 900 75 922 3.2 958 5.6 858 9.0 84.7 7.7
Tralkoxydim 4.3 2.1 0.0067 18.6 942 43 89.7 7.4 98.2 49 928 3.8 955 24
Haloxyfop 2.9 134 0.00159(pH5) 19.8 89.8 3.1 918 31 893 25 877 63 872 5.2
b 0.16(pH4),
Thiabendazole 4.73,12 2.23 0.03(pH7) 12.6 85.3 15.0 90.0 15 86.8 4.1 87.3 438 79.0 147
Thidiazuron 8.9 1.77 0.031 13.4 748 4.4 79.7 3.2 835 3.7 86.7 34 70.0 5.7
Azamethiphos 1.05 11 13.3 935 124 102.2 11.3 742 129 83.2 153 93.7 156
Dimethirimol 1.9 1.2 15.3 67.5 11.5 787 1.0 80.3 9.3 737 14 64.6 20.5
Ferimzone EandZ 2.89 17.1 820 538 858 2.8 90.3 28 833 47 80.0 85
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: buffer Mg o
mNegative n=3, (%)
, 3000rpm, 5 .5
Pesticides pka LogPow  (g/L)  RT(min) & e S 2 E

RSD RSD RSD RSD RSD

Fluroxypyr 2.94 -1.24 0.091 12.2 95.0 1.1 86.0 55 76.0 56 75.7 4.6 80.3 8.5
Thidiazuron 8.86 1.77 0.031 13.4 858 4.0 90.8 14 91.5 1.9 89.7 5.0 82.0 6.6
4-CPA 3.56 14.2 923 1.6 82.0 1.6 69.3 1.5 69.5 4.0 815 121
Bromoxynil 3.86 2.8 0.13 14.4 795 44 725 9.6 79.2 6.6 76.8 2.6 745 134
1-naphthaleneacetic acid 0.42 14.8 96.7 7.5 91.8 4.6 91.7 0.8 83.7 89 85.0 14.1
Cloprop 1.2 15.3 87.2 3.9 85.0 1.6 812 38 815 34 80.3 9.5
loxynil 3.96 0.89 0.05 16.2 943 1.1 90.0 2.0 91.2 1.6 842 22 84.0 7.5
Triclopyr 3.97 -0.45 8.1 17.3 98.7 4.8 93.0 2.8 91.2 4.7 878 5.2 88.7 11.1
Oryzalin 9.4 3.73 0.0026 17.6 89.2 23 91.0 2.7 885 1.1 84.7 3.9 87.7 4.2
MCPP 3.78 0.1 0.734 17.6 942 13 92.7 0.6 925 16 875 6.5 88.5 7.2
Dichlorprop 17.8 943 4.0 92.7 1.9 90.0 15 855 4.1 88.7 7.6
MCPB 4.84 1.32 4.4 18.5 97.5 3.9 92.2 6.7 93.8 26 85.8 3.8 87.0 6.6
Fomesafen 2.83 <2.2 0.002 pH2) 18.9 76.8 2.7 80.8 12.2 783 49 68.7 3.0 70.8 14.3
Acifluorfen 0.12 19.1 10.9 32.0 31.9 110.2 11.2 215 10.0 95 12.2 605

AISTI SCIENCE
4mL 084
SAIKA-SPE C18-50mg
80% 1mL =
c18




PP

NaCl 0.25¢

3Na2
pH55) 1mL
MgSO,

1
3000rpm 5

Buffer MgSO,

3.

2Nal.5 buffer

19

5.5

Buffer

r 1.1 1mL

SAIKA-SPE_PSA-30mg

AlISTI SCIENCE

# 1.1 ImL
F ImL imL
LC/MS/MS
11

PSA

PSA

AlISTI SCIENCE

r» 0.4%

LC/MS/MS

Zsg)PH
PSA

Buffer pH5

Buffer pH5

pH 5

pH25 2mL




MS  3200Q TRAP ® system  Applied Biosystems/SCIEX

LC ProminenceHT SIMADZU

L-column S5pm 2.1><150mm

A 0.5mM

B 0.5mM

B conc. %

20% O-1min  -95% 1-17min  -95% 17-23min  —20% 23-30min
30 Positive 30 Negative

0.2mL/min

S5pL

ESI Positive/Negative

5500V/-4500V

350

MRM Multiple Reaction Monitoring
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mPositive n=3 (%)
RSD(%) RSD(%) RSD(%) RSD(%) RSD(%)
1 Methamidophos 73.2 5.1 53.0 2.4 69.0 43 788 115 66.1 3.0
2 Acephate 75.8 6.0 701 144 70.6 120 64.9 8.2 732 27
3 Thiamethoxam 88.1 5.3 653 12.1 975 216 9.1  13.1 86.6 1.8
4 Imidacloprid 110.0 0.8 731 11.8 944 134 91.9 225 749 6.1
5 Clothianidin 76.0 6.5 762 16.7 759 9.9 68.9 4.0 744 73
6  Chloridazon 85.9 2.4 85.0 4.9 86.4 9.3 83.7 6.1 872 64
7 Oxycarboxin 81.3 5.0 789 112 857 119 72.8 71 856 6.6
g  Thiacloprid 79.4 1.6 89.8 9.5 82.7 119 850 12.8 848 42
9  Thiabendazole 56.3 3.9 66.6  13.2 654 23.1 367.7 184 583 98
10 Imazaquin 353 13.6 60.2 157 71.7 80 52.8 3.9 680 5.1
11 Azamethiphos 120.5 3.8 956 23.8 341 767 884 153 9%.2 53
12 Thidiazuron 62.6 6.1 707 107 600 8.7 63.7 3.9 701 26
13 Carbaryl 78.6 6.5 78.8 6.5 81.7 152 86.0 7.6 812 86
14 Dimethirimol 55.8 6.0 56.4 45 54.8 182 239 248 69.9 82
15 Isoxaflutole 83.1 0.5 80.2 25.6 68.5 116 81.2 120 930 09
16 Flumetsulam 74.2 5.9 82.6 10.0 829 55 70.0 129 905 6.1
17 Forchlorfenuron 74.2 5.9 82.6 10.0 829 5.5 70.0 12.9 90.5 6.1
18 Phenmedipham 93.4 2.7 853 147 782 6.8 83.8 110 958 4.9
19 Cloransulam-methyl 67.7 1.9 675 14.6 792 95 63.5 1.6 932 14.0
20  Azinphos-methyl 88.0 3.8 98.6 25.6 90.7 82 69.7 127 80.1 45
21 Pyriftalid 85.7 25 87.0 113 89.2 59 64.1 1.7 89.0 4.6
22 Dichlosulam 69.2 4.0 81.5 8.6 895 7.9 80.2 114 835 7.2
23 Fenobucarb 817 10.2 82.7 7.0 825 109 67.5 5.1 879 3.6
24 Ferimzone 59.9 7.4 70.6 55 61.2 123 352 141 750 51
0.05ppm %




mPositive n=3 (%)
RSD(%) RSD(%) RSD(%) RSD(%) RSD(%)

25 Methoxyfenozide 76.7 59 7.7 6.1 77.2 15.0 59.1 10.2 97.2 53
26 Butafenacil 77.2 3.2 85.9 11.0 76.7 4.7 61.4 2.8 89.0 3.4
27 Chromafenozide 84.1 5.4 81.6 6.5 79.0 5.8 54.2 7.6 96.4 3.7
28 Iprovalicarb 84.3 1.6 88.2 7.0 86.1 9.2 63.2 6.1 94.2 4.3
29 Simeconazole 75.8 3.7 80.1 15.5 75.7 7.3 74.1 8.3 90.7 21
30 Fenoxycarb 81.6 4.2 83.8 10.7 90.7 9.6 91.2 11.0 96.2 6.9
31 Naproanilide 81.6 5.2 96.8 7.0 89.6 12.1 86.9 5.8 90.9 2.6
32 Anilofos 82.9 1.2 88.9 9.5 84.9 8.8 86.0 7.1 89.0 0.8
33 Tralkoxydim 101.0 4.2 92.3 13.8 95.7 111 86.6 4.2 97.0 2.2
34 Cyflufenamide 84.8 10.9 89.5 10.8 87.7 11.3 95.6 8.8 91.7 53
35 Indoxacarb 84.8 4.7 81.3 10.9 77.8 13.2 83.8 7.0 101.7 3.8
36 Pyrazolynate 100.7 2.7 81.8 11.6 45.9 58.8 77.0 7.2 99.9 4.1
37 Benzofenap 82.4 2.7 89.9 7.1 87.7 10.7 85.6 3.9 92.3 3.6
38 Haloxyfop 74.4 2.2 83.7 3.3 78.3 52 83.7 8.5 90.5 4.7
39 Furathiocarb 80.5 3.9 88.6 10.5 83.6 13.7 87.7 2.8 88.4 7.0
40 Lactofen 83.0 6.5 90.6 8.5 785 9.8 89.0 6.2 86.3 3.0
41 Clomeprop 82.6 7.4 88.1 8.5 82.6 14.4 86.7 4.9 91.8 53
42 Cloquintocet-mexyl 78.4 4.9 83.6 5.2 78.2 11.3 71.3 7.9 87.3 25
43 Abamectin 82.6 12.2 98.7 5.6 61.6 26.5 84.5 8.3 91.8 12.1
44 MilbemectinA3 108.6 6.5 86.2 12.7 65.7 6.4 66.3 17.0 72.5 24.7
45 MilbemectinA4 80.1 31.1 85.8 29.9 61.8 18.4 76.3 15.2 101.8 19.4
Diazinon-d 94.1 2.6

AISTI SCIENCE

mNegative n=3 (%)
RSD(%) RSD(%) RSD(%) RSD(%) RSD(%)

1 Fluroxypyr 941 103 862 88 873 6.3 717 95 832 21

2 4-CPA 850 2.6 832 84 793 2.8 785 7.1 745 1.2

3 Bromoxynil 887 4.1 720 37 653 3.2 647 41 787 36

4 1-naphthaleneacetic acid 86.8 5.9 103.5 6.3 80.2 7.4 85.8 4.7 81.2 6.1

5  Cloprop 88.5 6.0 858 8.9 850 0.6 87.0 5.3 86.2 0.9

6  loxynil 89.9 6.1 815 7.1 850 1.2 793 6.0 847 3.0

7 Triclopyr 88.7 2.7 943 95 845 2.4 873 7.9 80.2 4.1

8  MCPP 97.2 7.0 893 6.0 840 4.2 89.0 6.3 882 24

9 Oryzalin 86.9 1.9 816 7.6 79.0 6.7 842 6.9 90.2 1.7

10 Dichlorprop 94.1 5.1 91.0 6.9 90.3 4.0 88.0 5.1 847 09
11 Naproanilide 91.9 23 833 83 857 8.3 748 3.8 93.6 05
12 MCPB 925 5.3 89.4 7.2 833 15 90.2 3.2 86.2 3.9
13 Fomesafen 85.9 1.6 61.3 11.1 633 25 62.7 195 712 7.8
14 Acifluorfen 556  21.1 73 359 101 7.2 225 683 206 47.2

0.05ppm (%)
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Methamidophos 3.1 84 67 77 90
Acephate 35 81 72 106 88
iamethoxam 7.0 78 84 76
Imidacloprid 88 104 83 79 86
Clothianidin 9.0 82 o1 121 80,
Chloridazon 10.1 89 76 102 9
Oxycarboxin 108 77 75 115 93
Thiacloprid 10.9 79 77 105 101
Thiabendazole 126 82 80 97 96
Imazaquin 13.1 8 4 88 78
Azamethiphos 133 107 122[ 113 101
i 83 86
arbaryl 77 103 101
Dimethitimol 75 94 84
Isoxaflutole 76 21 1
Flumetsulam 78 97 o1
Forchlorfenuron 78 o7 91
Phenmedipham 89 11 117
Cloransulam-methyl 90 85 105
Azinphos-methyl 73 102 104
Pyritalid 84, 104 £
Fenobucarb 89 110 94,
Dichlosulam 76 % 94
Methoxyfenozide 75 9% 84
81 108 100

L a6, £3) 98
romafenozide 175 85| 81 % 86
Iprovalicarb 17.6 87 82 102 92
Simeconazole 17.7 72 79 98 101
Fenoxycarb 183 85 83 89 89
Naproanilide 18.3 79 74 %8 95
il 185 85, 7 % 97
Tralkoxydim 18.6 90 61 63 101
Cyflufenamide 18.9 78 112 96
Pyrazolynate 192 105 100/ 109 77
Indoxacarb 19.2 88, 76 89 101
Benzofenap 198 82 74 99 99
Haloxyfop 19.8 82 88 97 100
Furathiocarb 19.9 79 82 104 97
Lactofen 19.9 85 78 98 104
Clomeprop 20.2 83 85 99 94
Cloguintocet-mexy! 20.3 84 7 97 96
Abamectin 214 77 98 134 164
MilbemectinA3 215 61 56 63 78
MilbemectinA4. 22 57 59 o4 83
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C e —p—— Methamidophos. 31 % 5
Acephate 35 e 107 9
- - Thiamethoxam 70 w3 9 o8
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Blank ’ st20ppb L Clothianidin 90 89 [ 67
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- Imazaquin 131 9% 93
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Thidiazuron 134 o5 83
Carbaryl 142 92 o
Dimethirimol 153 9 91
Isoxaflutole 155 89 120
—-— Flumetsulam 156 101 94
Forchlorfenuron 156 101 94
s
Cloransulam-methyl | 16.1[176 103
Azinphos-methyl 163 100 107
Pyiifalid 164 100 102
Fenobucarb 165 101 105
Dichlosulam 165 90 99
Methoxyfenozide 171 8e 101
w Ferimzone EandZ 71 105 98
Butafenacil 174 92| 102
Chromafenozide 175 99| 104
provalicarb 76 97 93
h | Fenoxycarb 183 %9 93
Naproanilide 183 96 100
Anilofos 185 90 101
Tralkoxydim 186 89 90
Cyfufenamide 189 87 107
Pyrazolynate 192 961160
Indoxacarb 192 103 9% 102
i Benzofenap 198 99 101 104
- Haloxyfop 198 91 88 104
Furathiocarb, 190 102 102 106
ML 1 Lactofen 199 89 7 101
M fr Clomeprop 202 98 85 10
Cloguintocet-mexyl | 203 94 101
Abamectin 214 123 142 106
- MilbemectinA3 215 100 119
e Milbemectinad 2S935
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