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Sample

—Add 10 % phosphoric acid

( 1/2 of the weight of sample )
Homogenize
|

Homogenized sample 15.0 g (equal to 10 g of sample)

— Add acetonitrile 15 mL
Homogenize for 1min

—Add NaCll5g
Shake for 1 min

Centrifuge for 5 min at 1,200 g

Take 6 mL of acetonitrile layer

MgSO4 6 g

C18 conditioning with acetonitrile

Loa‘d on C18 (1 g/6 mL)

‘ — Elute with 5 mL of acetonitrile
Evaporate

‘ —Add acetonel0 mL
Evaporate and dry under nitrogen

‘ —Add acetone : hexane(l:1) 2 mL
[CI8 cluate —@ |

‘ GCB/PSA conditioning with acetone :

\
Load on GCB/PSA(300 mg/500 mg/6 mL)

hexane(1:1)

‘ — Elute with acetone : hexane(1:1) 25 mL
Evaporate and dry under nitrogen

‘ — fix at 2 mL with 0.025%PEG/acetone : hexane(1:1)
[ GCB/PSA eluate —® |

GC-MS/MS analysis

Fig.1 Analytical procedure for pesticides
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Table I Recovery of Captan and Dichlofluanid (Spiked concentration : 0.1 pg/g)
Recovery (%) Lot of GCB/PSA
Date team Sample
Captan Dichlofluanid (Date of manufacture)

Rape blossoms 63.6 50.2
2013/01 Rape blossoms 70.9 60.3

I Taro 70.9 63.0 A (2012/10)
Strawberry 92.9 72.3
2013/02 Strawberry 70.6 50.6
Potato 39.2 453
Cabbage 78.1 30.8
2013/04 Cabbage 81.4 64.4
Komatsuna 62.2 57.4

Carrot 82.0 74.8 B @o13/0n)
2013/05 Cucumber 70.3 65.5
Onion 70.4 253
Melon 84.7 70.4
Tomato 90.5 58.2

2013/07 Melon 84.5 64.1 C (2013/04)
Eggplant 82.0 78.0
2013/08 Pumpkin 90.1 86.3
Japanese pear 88.8 70.5
Japanese pear 75.9 27.6
2013/09 Japanese pear 103.8 75.4
Japanese pear 94.0 70.6

I Burdock 91.3 86.2 D (2013/05)
Lotus root 93.3 75.0
2013/10 Nira 85.6 62.7
Lotus root 83.4 72.9
2013/11 Sweet potato 102.5 83.8
Chinese cabbage 70.9 6.5
Cabbage 79.6 22.0
Welsh onion 80.3 28.5
201312 Chinese cabbage 523 8.5
Welsh onion 83.5 24.4

Chinese cabbage 36.4 0.0 E (2013/09)
Taro 74.0 27.4
2014/01 Rape blossoms 59.6 5.6
2014/02 Strawberry 75.6 29.5
Spinach 34.7 0.0
2014/03 Japanese radish,root 95.6 50.4
Turnip,leaf 0.0 0.0
Spinach 329 0.4

Bamboo shoot 9.2 0.0 F (2013/11)
2014/04 Zucchini 18.0 0.0
Spinach 13.1 3.1
Kidney bean, immature 88.7 1.7
2014/05 Pea,immature 41.6 7.7

Broad bean 71.7 11.9 G (2013/12)
Tomato 40.9 6.3
2014/06 Cucumber 38.2 2.2
Watermelon 0.0 1.2
2014/07 Watermelon 0.0 1.3
Watermelon 0.0 1.7
Japanese pear 0.0 0.0
2014/08 i Japanese pear 0.0 0.9
Grape 0.0 0.0

2014/09 Fig 0.0 0.0 H (2014/05)
Fig 0.0 0.0
Sweet pepper 0.0 0.0
Green soybean 0.0 0.0
201410 Pineapple 0.0 0.0
Pineapple 0.0 1.9
Mushroom 0.0 0.0

2014711 Asparagus 0.0 43 I (2014/06)
UNSHU orange 0.0 0.0

2014/12 Kiwifruit 0.0 0.0 J (2014/08)
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Table 2 Recovery of eluate during the preparation process
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(spiked sample : spinach)

Recovery (%)
Captan Dichlofluanid
Spiked 0.5 pg/g Spiked 5 pg/g Spiked 0.5 pg/g Spiked 5 pg/g
@ CI8 eluate 1253 (35.5) 1114 (22.7) 85.4 (0.4) 95.7 (0.2)
® GCB/PSA eluate 6.4 (2.6) 522 (12.7) 1.5 (2.8) 33.4 (16.1)

Value : mean (RSD%). n=3

Table 3 Comparison of current and previous GCB/PSA

Recovery (%)
@ Current lot @ Previous lot ®
GCB/PSA 300mg/500 mg/6 mL GCB/PSA 500 mg/500 mg/6 mL PSA 500 mg /6 mL
Spiked Spiked Spiked Spiked Spiked Spiked
Compound 0.1 pg/g 5 nglg 0.1 pg/g 5 nglg 0.1pg/g 5 nglg
Captan 0.0 () 80.1 (5.3) 70.2 (11.5) 96.3 (1.0) 84.8 (1.6) 1024 (4.2)
Dichlofluanid 0.0 () 56.0 (13.3) 13.0 (82.5) 92.8 (1.6) 87.3 (3.1) 100.6 (2.1)
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Value : mean (RSD%) . n=5
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Fig.2 Effect of GCB particle size, filling volume, and
supplier on recovery
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