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Homogenized sample (20g)

| Blending 2 times with acetone (100mL and 50mL) and filtration

Filtrate

| Concentrating to remove acetone

Aqueous solution
Shaking 2 times with ethyl acetate/hexane (1/4) with NaCl-
saturated solution

Organic solvent layer

| Concentrating

Concentrate

| Cleaning with silica gel column and concentrating

Concentrate

Determination with GC-FPD

a. Schematic single (MEP) method
Homogenized sample (20g)

Blending 2 times with acetonitrile (50mL and 20mL) and
centrifuging

Supernatant
Partitioning between acetonitrile and water in the presence of
‘ NaCl
Acetonitrile layer
| Concentrating
Concentrate
| Cleaning with ENVI-Carb/LC-NH2 column and concentrating
Concentrate
Determination with GC-MS

b. Schematic multiresidue method

BEEE  Official residue analytical procedures
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Homogenized sample (10g)
Shaking with acetone (20mL)
Addition of hexane (10mL) and NaCl, and shaking
Centrifuging

Supernatant

Determination with GC-MS

BEE A Schematic residue analytical procedures
by the proposed system
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a. Standard solution (MEP-d6 4ng + MEP 4ng)

BGEEEN GC-MS (SIM) chromatograms
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b. Cucumber extract fortified at the tolerance of 0.2ppm MEP-d6

(cucumber homogenate mixed with 0.04ppm MEP before
extraction)

115 Critical Comparison of the proposed method with the official ones

Item Proposed method Official methods
Residue Single and multi residue Single residue Multi residue
Target pesticide To be known To be known Not to be known
Extraction, Partition and | Addition of a labeled standard (an internal standard) before | Step by step system
concentration procedures | extraction. Simple and short system. In one vessel
Determination GC-MS (HPLC-MS) GC-FTD, -ECD, HPLC-UV | GC-MS (HPLC-MS)
Specificity High, Low, High,
> 2+2 (labeled standard) selected ions due to detector selectivity | > 2 selected ions
Sensitivity High High High
Trueness Very high due to presence of an internal standard Depending on recovery rate
Matrix effect Neglected by an internal standard Yes, evidenced by the recovery test
Standard Analytical standard Labeled with deuterium or 13C Non-labeled analytical standard
Validity study Unnecessary Recovery test
Total analytical time Hours Days Weeks
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