Table 2. Recoveries of 27 Pesticides from Sep-Pak"Florisil and Bond Elut®PSA

Group Pesticide Recovery (%)"

1 fr. 2 fr. 3fr total

A Thiabendazole 71.7 71.7
Carbaryl 89.8 89.8
Imazaryl 874 87.4
Iprodione 91.6 91.6
Hexaflumuron 96.8 96.8
Chlorfluazuon 91.5 91.5
Ethofenprox 94.5 94.5

B Imibenconazole Metabolite 103.7 103.7
Furametypyr 93.5 93.5
Benfuresate 90.4 90.4
Pyrazoxyfen 90.8 90.8
Iprodione Metabolite 96.9 96.9
Hexythiazox 85.5 85.5
Silafluofen 94,0 94.0

C Methabenzthiazuron 97.5 97.5
Inabenfide 98.7 98.7
Myclobutanil 87.9 87.9
Ethobenzanid 100.8 100.8
Pencycuron 91.8 91.8
Buprofezin 35.8 56.1 91.9

D Dymron 93.0 93.0
Tebufenozide 94.5 94.5
Clofentezine 89.3 89.3
Flufenoxuron 14.3 75.1 89.4

E Diflubenzuron 67.8 20.9 88.7
Triflumizole 328 61.3 94.1
Fenpyroximate 90.5 90.5

* 1 g of each pesticide was used.
* * elute conditions

1 fr.: 15% ether/n-hexane 20 mL,
2 f1.:15% acetone/n-hexane 20mL, 3 f1.:50% acetone/n-hexane 20mlL



Table 3. Effect of SFE Pressure and Temperature on Recoveries of Pesticides

Recovery (%)"

Pesticide - 40°C 70°C

300 kg/cm? 200 kg/cm® 150 kg/cm® 300 kg/cm®
Methabenzthiazuron 85.0 83.2 80.4 87.3
Iprodione 82.3 80.1 76.1 83.4
Tebufenozide 92.1 ' 86.7 86.3 77.1
Clofentezine 57.8 25.1 0.0 0.0
Pencycuron 88.9 75.9 79.6 68.5
Flufenoxuron 75.2 75.4 63.4 69.8
Fenpyroximate 82.4 80.5 87.0 77.0

* Each pesticide was spiked at 0.5 ppm to apple.



Table 4. Comparison for Recoveries of 27 Pesticides by Packing Manner to SFE

Recovery (%,mean+S.D.)"
Group Pesticide Potato Apple
I * % o * ¥ % I il
A Thiabendazole 597 71.1 4372 54.9
Carbaryl 66.8 89.4 87.5 07.0
Imazaryl 0.0 64.0 54.0 58.1
Iprodione 104.0 80.0 88.3 82.3
Hexaflumuron 68.2 77.1 62.1 71.4
Chlorfluazuon 58.4 73.5 47.8 74.8
Ethofenprox 78.1 72.0 62.3 81.9
B Imibenconazole Metabolite 55.9 89.1 91.0 91.0
Furametypyr 116.9 92.6 78.9 94.4
Benfuresate 69.1 90.7 74.3 75.6
Pyrazoxyfen 91.6 98.3 90.7 82.2
Iprodione Metabolite 89.8 94.7 74.9 79.0
Hexythiazox 74.4 80.6 789 74.0
Silafluofen 128.9 85.8 0.0 65.9
C Thiabendazole 20.7 73.0 70.1 56.4
Methabenzthiazuron 93.0 88.3 90.8 85.3
Inabenfide 97.0 84.4 81.9 78.5
Myclobutanil 101.8 93.5 68.9 93.4
Ethobenzanid 113.6 93.8 61.1 87.5
Pencycuron 79.4 89.4 77.6 88.7
Buprofezin 39.1 82.6 67.7 72.1
D Dymron 87.2 89.0 81.8 85.9
Tebufenozide 97.1 93.6 92.6 931
Clofentezine 37.5 25.1 0.0 58.4
Flufenoxuron 69.6 78.0 53.2 75.8
E Thiabendazole 23.9 47.6 30.2 56.7
Diflubenzuron 58.4 56.3 50.4 70.4
Trifltumizole 74.7 741 40.7 55.4
Fenpyroximate 80.8 77.3 64.6 81.9

* Each pesticide was spiked at 0.5 ppm to the samples.
% % | was primary method that Celite 1g and polymer 1g were added to shredded
sample, and completely mixed them were to granular condition.

% ¥ * Iwas improved method that a bit of Celite was added to the sample ultimatry
furthermore above the process.
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Fig.1.

HPLC chromatograms of standard mixture
Peak numbers were indicated in Table 2.
0.025 ng of all pesticide were injected.
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Fig.2. HPLC chromatograms of cucumber blank and sample fortified B
(each pesticide 0.5 ppm )
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Fig.3. HPLC chromatograms of potato blank and sample fortified B
(each pesticide 0.5 ppm )
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Fig. 4. HPLC chromatograms of apple blank and sample fortified B

(each pesticide 0.5 ppm)
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Fig.5. HPLC chromatograms of radissh blank and sample fortified B
(each pesticide 0.5 ppm )
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Fig.6. HPLC chromatograms of banana blank and sample fortified B
(each pesticide 0.5 ppm )
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Fig.7. HPLC chromatograms of onion blank sample
1 fr.: 15% ether/n-hexane

2 fr.: 15% acetone/n-hexane 3 fr.: 50% acetone/n-hexanc
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Fig.8. HPLC chromatograms of onion blark sample
1 f1.: 15% ether/n-hexane

2 fr.: 15% acetone/n-hexane 3 fr.: 50% acetone/n-hexane
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Fig.9. HPLC chromatograms of eggplant blank sample
1 fr.: 15% ether/n-hexane

2 fr.: 15% acetone/n-hexane 3 fr.: 50% acetone/n-hexane
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& 1 RSP J=3 JOTER N

B -3 CAS RN ST R SR KIBREE (ng/l)
FVEANT [116-06-3] C.H,4N:0.8 190.3 4930(pHT7,20°C)
4 7oR) 7 (MIPC) [2631-40-5] C.:H:sNO: 193.2 265
XTI [23135-22-01 (-H.:N20:8 219.3 280000(25°C)
#1751 L (NAC) [63-25-2] Ci2H::NO: 201.2 120(20°C)
XY )H N7 (MPMC) [2425-10-7]  CioH:sNQ: 179.2 580(20°C)
FAhNT [59669-26-0] Ci.0H:sN:04Ss 354.5 35(25°C)
AFFHNVT [2032-66-7] C.:H:sN0=S 225.3 27(20°C)
vY)IH—-7 [23103-98-2] C.:H.sN:0: 238.3 3000(pH7.4,25°C)
7 x /7 Hh)N7(BPMC) [3766-81-2] Ci2H:/NO: 207.3 420{20°C)

7o R ¥ Z )V (PHC) [114-26-1] C11H1sNOa 209.2 1900(20°C)
N FALFRINVT [22781-23-3] Ci:Hi13NO« 223.2 280(pH7,20°C)
AN I [16752-77-5] CsHioN20:8 162.2 57900(25°C)
AN NWANTMIMG) [1129-41-5]  CoHiNO: 165.2 2600(30°C)
XMC {2655-14-3]  CioH1aNO: 179.2 470(20°C)




# 2 LC/MSH#ESZ

B b3 HIEA A > (m/2)

TN hNVT Na+ 213
fuxohLr H+ 194
P I Ht 220
ysBIALINY H+ 202
FLONANT H+ 180
FFAVANT Ht 355.5
AFFHANT H+ 226
vvIih—7 H+ 239
Tz TANT H+ 208
ZORF AN H+ 210
XL A RN HE 224
ANV I W H+ 163
AMNNVANT H+ 166
XMC H+ 180

# 3 E— 2 HEORE

5 REeR

= E-3 (min) [
PN HRNT 20.7 12902
AV 7Faohanr 29.9 37727
sl ARV 28.1 652051’
FLUNHANT 28.1 52687%
FEFHNT 29.2 1932
AFFAINT 32.7 11179
ey Ih—7 28.6 134176
2 ThyT 32.2 31018
TR F 2N 25.8 11277
NUF LA hNVT 28.2 28212
A I N 4.3 4334
AMNVANT 23.6 11255
XMC 28.6 52687%
1) XMCoOEFFATraeabeTHlE.
2) FDNANTEXMCESOETHE.



A

TESTO016 Sm (Mn, 4x2) , Scan ES+
8133.00 36653778 194
100 o0 wzn 2435 30008 R
%i 36850 648833 {143  17.45 Area
B 0 “"I“"i""!"”TT"'1'"'1""l”"I"”I"”'ITT”1”"I""‘l""I"”r"”f
TESTO016 Sm (Mn, 4x2) Scan ES+
20.25 213
100
0 a5 [T 2183 54 1c 31,85 36143700 540 )
o 3.90 4 38 : Area
0= < : T A SRS RARA SAGSS RN SRS Iay Rk an nanas B

U500 1000 1500 2000 2500 | 3000 3500 4000

M 1 FACHATOLC,/ MS7u< b7 5 A

A - H+ u/z=191
B : Na+ m/z=213



