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3 ODS 5 mL

ODS
Agilent Mega Bond Elut CI18 1
1000 mg / 10.0 20 mL 30
NH, 50 mL
InertSep 1
GC/NH, 500mg/500 mg 1 cm
4 0.5 mol/L pH7.0 20 mL

K,HPO, 52.7 ¢
KH,PO, 302 g

500 mL 1 mol/L 100 mL
1 mol/L pH 7.0 20 mL 10g
1L 0.5 mol/L pH 7.0 20 mL
3 10 3000 5
GC-MS/MS Tracel310
TriPlus RSH ODS 10 mL
TSQ8000 ThermoFisher Scientific
5 mL
4 40 1 mL
DB-5ms 0.25 mm 30 m
0.25 um Agilent / 312mL
0.25 mm 2m Agilent
2
/NH,
50 1 min 25 /min 125 0 / 31 10mL
min 10 /min 300 8.5 min 1
260 280 / 3120 mL
260 2 mL 3
1 mL/min 40 1 mL
Pre-injection time 5 s Post-injection
time 0.5 s 2 uL EI 1.0g /mL
+ SRM selected reaction mon- / 11 5
itoring
1
5 6
GC-MS 8 mL
0.01 pg/mL 0.01 ppm
8 mL

3000 5 2 Vial 1 6



1 5
10
ng/mL 2 Vial 1 6
3
3 1
5
23 r’
0.99
7.0
9.1 ng/mL
10 ng 1
8.5 10.5 ng/mL
3 30 ng 1
5

7.8 9.3 ng/mL



1 GC-MS/MS
Quantitation ion Confirmation ion
L Precursor ) collision | Precursor ) collision
Compound Retention time . Product ion ) Product ion
ion (miz) energy ion (miz) energy
(m/z) (eV) (m/z) (eV)

Acetochlor 13.51 223.1 132.1 14 223.1 147.1 14
Aldrin 14.6 262.8 193.0 24 262.8 228.0 20
Atrazine 12.15 200.1 122.1 10 215.1 200.2 10
Azaconazole 16.68 217.0 173.0 20 172.9 145.0 20
Azoxystrobin 23.71 344.1 329.3 18 388.1 360.3 8
y-BHC 12.96 218.9 183.0 8 181.0 145.0 14
Chlorpyrifos 14.46 314.0 258.0 14 196.9 169.0 14
Cypermethrin 21.51,21.61,21.69,21.73 163.0 127.0 8 181.1 152.0 20
Cyproconazole 16.88 222.1 125.0 20 224.1 127.0 20
p,p'-DDT 17.98 235.0 165.1 20 237.0 165.1 20
EPN 18.89 157.0 110.0 14 169.1 141.0 8
Epoxiconazole 18.49 192.0 138.0 14 192.0 111.0 20
Ethion 17.24 231.0 128.9 20 231.0 175.0 14
Fluvalinate 22.60, 22.68 250.1 200.2 18 252.1 200.2 18
Isoprocarb 9.81 136.1 121.1 10 121.1 103.0 10
Lenacil 17.9 153.1 136.1 14 153.1 110.0 14
Malathion 14.32 173.1 127.0 8 127.1 99.0 8
Myclobutanil 16.53 179.1 125.0 20 288.2 179.1 14
Propoxur 10.61 152.1 110.0 8 110.1 82.0 20
Simeconazole 13.68 195.1 75.0 14 211.1 121.0 14
Thiobencarb 14.52 257.1 100.1 14 100.1 72.0 8
Tri-allate 12.95 268.1 184.0 14 270.1 186.0 20
Trifloxystrobin 17.72 222.1 190.2 8 190.1 130.0 8




Vial 1 Vial 2 Vial 3 Vial 4 Vial 5 Vial 6
Volume of sample extract® (uL) 1000 1000 1000 1000 1000 1000
Added volume of standard solution (200 ng/mL) (uL) 0 25 50 75 100 150
Resulting mass of added pesticide (ng) 0 5 10 15 20 30
Added volume of solvent? (uL) 150 125 100 75 50 0
Final volume (pL) 1150 1150 1150 1150 1150 1150

1) Approximate (estimated) residue level: 10 ng/mL
2) Acetone/hexane (1:1)




3 10 ng/mL ng/mL
One-point calibration
5" 10" 15Y 20" 30"
Ave. RSD (%) Ave. RSD (%) Ave. RSD(%) Ave. RSD(%) Ave. RSD(%)

Acetochlor 11.5 15 9.6 17.3 9.6 2.9 9.1 5.5 8.9 3.7
Aldrin 9.6 11.3 10.1 7.0 9.6 12.3 9.2 2.3 9.1 5.2
Atrazine 11.3 16.8 9.5 17.2 9.6 9.0 9.1 6.5 9.3 8.7
Azaconazole 10.2 11.3 9.2 4.0 8.9 2.6 8.4 3.0 8.4 2.6
Azoxystrobin 115 135 10.3 7.6 9.4 35 8.9 6.2 8.6 0.8
y BHC 11.0 111 10.5 12.9 9.5 7.7 9.1 7.5 9.2 8.9
Chlorpyrifos 9.7 3.9 9.5 4.3 8.4 5.8 8.5 4.8 8.1 10.4
Cypermethrin 10.0 6.6 9.6 5.1 9.0 4.0 8.7 5.7 8.7 3.8
Cyproconazole 10.3 19.4 9.3 8.3 8.8 2.7 8.5 5.0 8.4 3.6
p,p'-DDT 9.9 4.3 9.8 11.8 8.5 3.1 8.0 6.8 7.8 2.9
EPN 10.7 14.5 9.9 125 9.0 7.5 8.7 8.3 8.6 5.0
Epoxiconazole 9.6 10.7 9.1 7.4 8.6 3.7 8.3 5.3 8.3 4.5
Ethion 10.0 12.6 9.3 7.8 8.7 4.9 8.2 6.8 8.1 5.3
Fluvalinate 9.4 6.1 9.3 5.6 8.7 4.6 8.4 3.3 8.4 3.0
Isoprocarb 10.5 4.3 10.3 7.4 9.5 2.4 9.3 6.0 9.3 3.1
Lenacil 10.4 13.9 9.9 11.9 9.3 7.6 8.8 12.4 8.8 7.3
Malathion 9.4 16.2 8.9 10.1 8.4 11.6 8.2 9.7 8.4 6.8
Myclobutanil 10.2 4.4 9.6 5.8 8.9 0.6 8.6 0.8 8.6 3.2
Propour 9.8 7.5 9.8 8.0 8.9 2.2 8.5 5.7 8.3 5.0
Simeconazole 8.8 6.7 8.5 6.7 8.5 8.6 8.3 8.3 8.3 6.0
Thiobencarb 9.8 13.8 9.2 16.1 8.6 2.1 8.2 5.9 8.6 5.3
Triallate 9.7 12.8 9.6 8.1 9.2 5.8 8.9 4.0 8.7 2.7
Trifloxystrobin 10.1 20.4 8.9 7.6 8.4 8.2 8.3 8.3 8.5 55

ng




Two-point calibration Three-point calibration Four-point calibration | Five-point calibration

5+10" 10+20" 5+10+20" 5+10+20+30") 5+10+15+20+30"

Ave. | RSD(%) | Ave. |RSD(%)| Ave. |RSD(%)| Ave. |RSD(%)| Ave. |RSD(%)
Acetochlor 10.9 9.4 8.6 5.8 8.3 7.0 7.8 5.3 7.9 6.8
Aldrin 10.2 7.2 8.9 1.1 9.0 1.9 8.6 7.9 8.7 6.5
Atrazine 9.6 12.2 8.7 5.6 8.5 4.4 8.9 4.0 8.9 4.0
Azaconazole 9.1 3.1 8.1 4.3 7.8 6.4 7.6 4.5 8.1 7.2
Azoxystrobin 10.1 7.0 8.4 10.2 8.1 12.0 7.6 6.9 7.7 3.6
y BHC 10.4 14.2 8.7 6.3 8.5 7.4 8.4 8.7 9.1 4.9
Chlorpyrifos 9.5 5.0 8.2 5.9 8.1 7.7 7.3 17.8 7.6 21.0
Cypermethrin 9.5 4.9 8.4 6.4 8.2 6.5 8.1 4.0 8.0 12.6
Cyproconazole 9.2 7.2 8.2 5.4 7.9 7.8 7.7 3.6 7.7 2.4
p.p'-DDT 9.8 13.1 7.3 5.7 7.2 7.5 6.7 35 7.0 6.1
EPN 9.7 12.8 8.3 7.6 8.0 6.8 7.8 3.0 8.0 2.2
Epoxiconazole 9.1 7.0 8.0 5.8 7.8 5.2 7.7 5.1 8.0 1.7
Ethion 9.2 7.2 7.9 7.1 7.6 7.2 7.3 6.4 7.6 3.0
Fluvalinate 9.2 5.5 8.1 5.9 8.0 6.9 7.8 1.9 8.0 3.1
Isoprocarb 10.2 7.9 9.0 6.0 8.8 6.7 8.7 4.9 9.0 1.6
Lenacil 9.9 11.7 8.4 134 8.2 13.1 8.0 5.5 8.2 5.5
Malathion 8.8 9.1 7.7 9.7 7.5 8.2 7.9 5.0 8.2 15
Myclobutanil 9.5 6.1 8.2 2.0 7.9 2.3 7.9 6.5 8.2 0.6
Propour 9.8 8.2 7.9 7.3 7.8 7.5 7.5 6.4 7.7 1.1
Simeconazole 8.4 7.2 8.0 8.6 7.8 10.2 8.1 9.9 8.6 4.1
Thiobencarb 9.1 17.3 7.6 4.7 7.4 7.1 8.1 3.8 8.1 3.7
Triallate 9.6 10.0 8.6 7.4 8.5 6.9 8.2 3.5 8.4 2.2
Trifloxystrobin 8.8 115 7.9 11.3 7.6 5.9 8.0 6.4 8.5 3.1

ng
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