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HPLC (MIDAS;Spark, Agilent 1100)
Injection: 100 pL, Sample loop
Column: Inertsil ODS-3 3.0 mm i.d. >100 mm
Solvents: A: Acetonitrile/Water (50/50)
B: Acetonitrile
Flow rate 0.5 mL/min
Detector: UV 210 nm

Interface SPE LGI-S100
SPE: 2mmi.d.><10 mm C18
Fraction Time: 11:40-12:60 (80 sec.)
Diluting: Water 0.5 mL/min
Purge: N, gas, 1 min
Elution Solvent: 20%Acetone/Hexane
Elution Volume: 40 puL

Interface Injector (LVI-S200; EMINET)
Insert:  Spiral Insert
Solvent Vent: 10 sec, Purge flow 150 mL/min
Splitless: 3 min
Inj. Temp.: 70°C(3min)-120°C/min-260°C(10min)

GC/MS (QP-5050A; Shimadzu)
Column:Inert Cap 5MS 0.25 mm i.d.><30 m, 0.25 um
Oven: 70°C(3min)-20°C/min-280°C(4min)
Carr. gas: He, 1 mL/min
MS: SCAN;50-550 mz
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Fig.1 HPL C—-(SPE)—GC/MS System
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Fig.2 HPLC chromatogram of a green onion spiked with 0.1 ng/g
of chlorpyriphos (A) and  a standard solution of it (B).
Marked fraction transferred to the SPE cartridge.
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Stomach
Insert
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SAIKA T.I.F.

LC-GC/MS

HPLC (MIDAS;Spark, Agilent 1100) Interface Injector (LV1-S200; EMINET)
Injection: 100 pL, _Sample loop Insert: ~ Stomach Type Insert
Column: 3.0 mmi.d. ><100 mm Solvent Vent: 10 sec, Purge flow 150 mL/min
Inertsil ODS-3 Splitless: 3 min
Solvents: A: Acetonitrile/Water Inj. Temp.: 70°C(3min)-120°C/min-220°C/min
(50/50) (3min)-50°C/min-260°C(10min)
B: Acetonitrile
Flow rate 0.5 mL/min

Detector: UV 210 nm GC/MS (QP-5050A; Shimadzu)

Column: 0.25 mmi.d.><30 m, 0.25 um
Inert Cap 5MS/Sil
Interface SPE LGI-S100 Oven:  70°C(3min)-20°C/min-280°C(4min)
SPE: 2mmi.d.><10 mm C18 Carr. gas: He, 1 mL/min
Diluting: Water 0.5 mL/min MS: SCAN:50-550 mz
Purge: N, gas, 1 min
Elution: Hexane, 40 pL

SAIKA T.I.F.
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‘ CH,CN 20 mL

’ CH,CN 20 mL

50 mL

2mL 044
I

SPE C18 30mg
| 90% CH3CN/water 1mL

| Water 1mL
(4mL)
SAIKA T.L.LF.

LC-UV Chromatogram (Spinach)
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Fig. HPLC chromatogram of a spinach spiked with 0.1 ug/g of
chlorpyriphos (a) and a standard solution of it (b).
Marked fraction transferred to the SPE cartridgelkA T.I.F.
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LC-GC/MS Chromatogram (Spinach)

Chlorpyrifos
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Fig. GC/MS-SCAN chromatogram of the LC-(SPE)-GC/MS
analysis of a spinach spiked with 0.1 pg/g of chlorpyriphos
SAIKA T.LF.
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LC-UV Chromatogram (Green Pepper)

[§ 8 10 12 14 min

Time (min)
Fig. HPLC chromatogram of a green pepper spiked with 0.1
pa/g of chlorpyriphos (a) and a standard solution of it (b).
Marked fraction transferred to the SPE cartridgelkA T.I.F.
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LC-GC/MS Chromatogram (Green Pepper)

Chlorpyrifos
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Fig. GC/MS-SCAN chromatogram of the LC-(SPE)-GC/MS

analysis of a green pepper spiked with 0.1 ug/g of chlorpyri os
SAIKA T.LF.

LC-UV Chromatogram (Carrot)

[§ 8 10 12 14 min
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Fig. HPLC chromatogram of a carrot spiked with 0.1 pg/g of
chlorpyriphos (a) and a standard solution of it (b).
Marked fraction transferred to the SPE cartridgelkA T.I.F.

10



90

LC-GC/MS Chromatogram (Carrot)
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Fig. GC/MS-SCAN chromatogram of the LC-(SPE)-GC/MS

analysis of a carrot spiked with 0.1 pg/g of chlorpyriphos
SAIKA T.LF.

LC-UV Chromatogram (Green Onion)
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Fig. HPLC chromatogram of a green onion spiked with 0.1
pa/g of chlorpyriphos (a) and a standard solution of it (b).
Marked fraction transferred to the SPE cartridgelkA T.I.F.
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LC-GC/MS Chromatogram (Green Onion)

Chlorpyrifos
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Fig. GC/MS-SCAN chromatogram of the LC-(SPE)-GC/MS analysis
of a green onion spiked with 0.1 pg/g of chlorpyriphos
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SAIKA T.I.F.

Green Onion

Fig. GC/MS-SCAN
ion chromatogram and
spectrum of the LC-
(SPE)-GC/MS analysis
of a green onion spiked
with 0.1 pg/g of
chlorpyriphos
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