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Abstract This study was conducted to compare STQ method, multi-residue method in Korean food code
and QuEChERS method for validated selected and accuracy, reproducibility and efficiency. A total of 45
selected and targeted pesticides were the analyzed by GC and 5 of them were crops (apple, potato, green
pepper, rice, soy bean). R? values were calculated in the standard calibration curve was over 0.990. Recovery
tests were performed by three replications in two levels and the relative standard deviation of the repeated
experiments was less than 30%. The average percentage of recoveries in the multi-residue method in Korean
food code was 89.13%, QUEChERS method was 92.45% and STQ method was 85.28%. In addition, matrix
effects in multi-residue method in Korean food code was 24.61%, QUEChERS method was 23.98% and STQ
method showed 11.24%. The STQ method is easy and showed high clean-up effect in extracting the sample
solution than the QUEChERS method and clean-up with C18, PLS, PSA cartridge columns. A large volume
of the sample was injected in order to compensable for the problem, that occurred due to high detection limit
in the analyser. When the STQ method was applied using a large volume injector, the standard calibration
curve showed a higher linearity R*=0.990, and method detection limit was 0.01 mg/kg. It showed an average
recovery of 91.84% and the relative standard deviations of three replications repeated in two level process
was less than 30% and had an average matrix effect of 17.90%.
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Chemist)el] 3z gt Qu ChERS (quick, easy, cheap, effective,
rugged safe) {412 LAY AlokS Alg HF F9)at
o FE3h= d- SPE (dispersive-Solid Phase Extraction)td4]
o] tHE FA] B4 olt}, Hx zote EAWS MM
3 QUEChERS AOAC Official 2007. 01 EAHHe =
L7} H71E Al 2ol MgS0,9t NaCl #2 AJokS 24
Asled 12 2 F Cy5, PSA (Primary Secondary Amine),
GCB (Graphitized Carbon Black)52] &% AlokS S22
2 3o 23} BAF 74 2 A| 5k Ho Tk QUEChERS
AR OE A1 24 Al 1, 283 vlaste] el
5135]% AlZbo] Btk FaL golstm gl Ak o] A}
ZOJE 01,} _J_Zﬂ/\]- ;\]ok‘/] z];d Zol__i o]@.

o} A29] matrix B & AJE0] o]2wdId T kS
of o]} peak7t WA S, AHH O E B ET-ES oM
ataL lo] A o] Es] AE AL YTh(Koesukwiwat
5, 2008; Chamkasem 5, 2013). ©|& B&3}7] $lske] 2
Qr#l STQ (Solid phase Technique with QuEChERS) 4
M-8 QUEChERS #A41HS W3 i
2 QuEChERS EN 15662 WS o]-8-3}o] EIW H%E'r%
=3t 5 Cy4, PLS (Polymer-based sorbent), PSA, GCB
o] FX= o} = cartridge column? X}E| 2 FHA|A A
T T 2 7lE 24 e B2 g AA a9E
AZet. 28y 714E QuEChERS H41%<Q1 STQ
I} 7]1E0] A Fo| kR A IAIS IR FA
W 3 QUEChERS A1 E 593 =10
2 A HwE g A8 A7t /] o
S AAISH Ak 3 STQ #ATH &
HE F5HA glol =, AASt] HEIAITE =olkd)
wE} A 7)o} 72 1T A B4 v ges
3171 H(Gonzlez-Castro 5, 2008) A1 22| i FHo= 7t
=5 A7) WHol ZHE(Schellin 5, 2004; Hoh 5,
2008)]5L itk kA AiA o =& AESIAR %

A Al ojElgol e STQEAHS] A S
Hekshr] flste] diE F9Y4X(Large volume injector)&
olg3o BN =& AEIAY NAAH P FUoE Q3
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—lN

b ol <

<

i
[
O

_4

o Mr X
oX 1% mE

>
o
ol

or_{n
2
i
>

o
oo

o

ME 2 Y

ANE

AsollA Ak A}, £, b, @), Ui 5 5%
ol A s=s T8t ARSIl Ak, L,
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mix homogenizer (Artlon Gold Mix DA338-G, Korea)=
22 wREIAor] el tlFE AE7)(FOSS Tecator
Cyclotec 1093-003, Sweden)S ©|-83ld #3s § -20°C
o] WEaol| Haste] ARg-sliet,
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ey 7‘: |—|

Aldrin& ¥]£3 GC-ECDE #4] 7153 5 A& 27=
3} azinphos-methylg ¥]£3F GC-NPDZ #4 7153 5

AR 18F T T 45% TS A tdeE At
(Table 1). ULTRA SCIENTIFIC (U.S.A.)itolA 1,000 pg/
mL 55282 £t A %3} standard stock solutionS -5}
o] AME-51992 ™ Dr. Ehrenstorfer GmbH(Germany)iit:o 4]
@A FoF AR YAIE U8 acetone?} n-hexanel E
1,000 ug/mL 2] stock solutiong |23k & 8|45}l
GC HFE A7 g1kt

o
A1 )] 771713 (instruments detection hmlt, IDL)=
0.03 mg/kg 01U SIN>10S 243 24 )] g
A (limit of quantitation, LOQ)Y 7?2 &%+ 0.1 mg/kg
ok, ek B4 QY] 1 uL FUA HaAETFS
0.1 ngol2lem v} e W BAN 9| 7&%5&74]
(method detection limit, MDL)E 2F&3I$1T}.

1) A534d TR SAEAW Al 14 MDL ¢

2mL 100 mL 1
THL *20mL 50 002 meke

2) QUEChERS #4% <] MDL :
1 mL 15mL 1 1
X X

0.1 ng x

Table 1. Analytical pesticide groups categorized by detector for multi-residue analysis

Instrument Detector Pesticide
aldrin, azoxystrobin, bifenthrin, captan, chlorfenapyr, clofentezine, difenoconazole, endosulfan-a,
ECD  endosulfan-s, heptachlor-epoxide, imazalil, indanofan, metobromuron, metribuzin, mevinphos, oxadia-
27 zon, probenazole, prochloraz, procymidone, simazine, simeconazole, tefluthrin, tetraconazole, tetradi-
(ig:) fon, thifluzamide, zoxamide

NPD azinphos-methyl, buprofezin, cadusafos, chlorpropham, diniconazole, diphenamid, fenamiphos, feni-
(18) trothion, iprovalicarb, isofenphos, methidathion, molinate, phosphamidone, prothiophos, pyriminobac-
methyl, tebufenpyrad, terbufos, thiazopyr
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3) STQ A4 <] MDL :
1 mL 10 mL 1 _
0.1 X 1 HLXO.S mLXIOg fO.ng/kg
EZUYM &Y
24 ) 5o AeEA Al A|59] matrix effectS 1L
v

At FEAEEAY AEAAS AFAPE =o)7] 98
matrix matched standard solutiong ©]-&-3}l] F 7 =4
< 231 (Matuszewski 5, 2006). THIE SA] £4H
Al 193} QUEChERS #41H, STQ 4% & Al 7H4 £4
WS Agstd FE3 7Y AE 898 I e T
2319 0.1, 0.2, 0.5, 1.0, 2.0, 5.0, 10.0 mg/kge] HE= A
%38 ¥ GC-ECD/NPDZ #4138 peake] W4 7 7152
=
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(1) AEF3d T 54 249 Al 148 2 A1 50 o
FZ8v acetonitrile 100 mLE 713+ % homogenizer
(KENEMATICA, PT3100D, U.S.A.)S ©]-&3l°] 12,000 rpm
o] £r® 23 7+ 1& vl FESIIT o] & st oet
o A8 FE2H43 o7 e EZE & As FEH

] acetonitrile 20 mLE 5l 7¥¢} w=aigch. +H &

=
A7 += n-hexane/acetonitrile partitionH ol 2|3}

= =2 =
R 5
o fA H HFA BLES AASIL 152 acetonitrile
FEHE FHolo] 7Y =% T 2mL acetone/n-hexane

(20/80, vivy&N o= Agal AT Florisil 1 o] %71 =
o] U= cartridge columne 5mL n-hexane®<} % 5mL
acetone/n-hexane (20/80, v/v) £4 02 SA3IA7] & =&

(2) QUEChERS #2413 : 74| 15 g% 50 mL &3] =g}
2 FHo| AL 1% acetic acid’} 718 acetonitrile
LAS FZEZ sl 15mL F7HE & A2 287

ulo] 9Bl NB-101MTH, Korea)ol 250 rpme] == 30
i A"FESTh Sk FHO| 6 g MgSO8t 1.5 ¢
NaCls H7bst] £02 28 7+ 7FsbAl E53L 3,000 rpm
o] &2 5% 7F AR st dalwgste] FE3 Al
g9 A% 10mLE #3849 1,200 mg MgSO,, 400 mg
PSA, 400 mg Ci0] H7t=o] = 1SmL &7 Feh28 &
Hol 7lete] 1 7k £02 A E59 & F 3,000
pme] £52 5 Z7F AR s o] e 6 mLE
F sl 7HF5=3l3L acetone 1.5 mLE Al-&aljsle] o] F
1 mLE 400 mg MgSO,, 150 mg PSA, 150 mg C/} 7}
=o] e 2mL &% Ze2E FHO| Hrieta 30x 7F
vortex33th. ©15 12,000 rpme] 52 5E 7F AR S
s 0.5mLE #3ke] 0.5mL acetone} 3415191 0
o]& PTFE syringe filterS ©|-8-3}4 filtration ¥ § GC-
ECD/NPDE £4]5}9]

(3) STQ ¥4 : A 10 ¢S 50 mL &% ZetiE FH
o AFstd acetonitriled NS FEEME 10mL FH7gh
< 32 A7l 250 pme] HEZ 302 F " - FF
sttt 589 4 g MgSO,, 1 g sodium chloride, 1.5 g
sodium citrate dibasic sesquihydrate, 0.5 g sodium citrate
tribasic dihydrateS H7Fste] 22 7+ &£02 A £
= 5 3,000 pme] £E2 5B 7+ 4R E T 4
ge A5 45 0.5mLE FstY SHFS 02mLE #

7F8}aL Cyg cartridge column® @ €% - HA|gt & 1mL

A
2

Table 2. GC operation conditions for residue analysis of 45 pesticides in apple, potato, green pepper, soy bean and rice samples

Instrument Gas chromatograph(Shimadzu, GC-2010 PLUS)

Detector LECD, NPD

Column CLPesticide (Restek), OPPesticide? (Restek)

Detector temp. 320°C

Injector temp. 260°C
ECD : 100°C (2 min) - 5°C/min - 150°C (2 min) - 5°C/min - 200°C (4 min) - 5°C/min - 280°C (4 min) - 10°C/min -
300°C (5 min)

Oven temp.

NPD : 100°C (2 min) - 5°C/min - 150°C (2 min) - 5°C/min - 200°C (4 min) - 5°C/min - 280°C (4 min) - 10°C/min -

300°C (5 min)
Injection volume 1 pL
Split mode (1 : 5)
Carrier gas flow N, : I mL/min
Make-up gas flow N, : 30 mL/min
H, : 1.5 mL/min
Zero air : 145 mL/min

Injection mode

Flame gas flow
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acetonitrile/water (4/1, v/v)E loadingste] A3t 82
oNol| 2 mL FHTFE A7Fske] FAS 2H38L PLS cartridge
columnd] FFAA FF49] T RS trapslith &=
Hofl 15 mL 21F(15%)E 3 7Fsk = PLS cartridge column
o AEHAAA 4 TF TS
EAE 59 4 WelEde] 234 &9 H7|sisith
& Ao traps] o] PLS cartridge (F)2} PSA cartridge
(F)E 43sle] 1 mL acetone/n-hexane(15/85, v/v) £0]
A2 FHSIEE loadingghe 24 £E M3} PLS cartridge
column®] trap¥]e] & FJHo] PSA cartridge column
& FHsl &% - AAEHES ik & AR & &S

GC-ECD/NPDZ #4335t}
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trap?t ¥ & B B, 4
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77| BM%FA

4 A= uBECDSE NPD7F “42HEl Shimadzu Corpo-
ration (Kyoto, Japan)2] GC (GC-2010 PLUS)E ©]|-8-3}%
o e 100~300°C8] 52 2718 AAste] ECD #
A A] Restek (U.S.A.)it2] CLPesticide column, NPD ¥4
Al OPPesticide2 columne AREsFG o™ 7 vhe] BAxA
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3E AME
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A9 A7 5% 0.5mgkg ¥ 2.5 mgkg, STQ ATY A

> RUNA I |

M J

uV(x100,000)

QUEChERS &RE9t

1x
IE
I

=
-

Matrix2| &M =H

245 Tk B4 Al matrix effecte] S719 Aol 93-S
T 8902 A= bE wkga @A o8 AR ==, Al
571 259 He GCY BN s i
2 column =} T wHEI FFo] AF- ¢
Ao FIEUTHEmey &, 1993). 21t
Bes] Yost= AL g
2ol B ATe] matrix effect AR F7F9F A
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MMS peak area—standard peak area

standard peak area x 100
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EEUYY
GC-ECD/NPDZ £43 peake] W3 & 7|E0R X
AFZRL AT A AR U 5o R 45%

Chromatogram

3
aldrin-1

teftathrim

metribuzine

metobromuron-1

metobromuron-2

ole-1

mevinphos
ndosulfan-s-1

|

clofentezine-1

simazine
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prochloraz

azoxystrobin

indanofan

probenazole-2
difenoconazole

clofentezine-2

25 250

Fig. 1. Chromatogram of 27 pesticides mixture standard analyzed by ECD

(1) metobromuron-1, (2) clofentezine-1, (3) mevinphos, (4) endosulfan-s-1, (5) simazine, (6) metribuzin, (7) probenazole-1, (8)
tefluthrin, (9) aldrin-1, (10) metobromuron-2, (11) aldrin-2, (12) simeconazole, (13) heptachlor-epoxide, (14) zoxamide-1, (15)
endosulfan-a, (16) captan, (17) tetraconazole, (18) probenazole-2, (19) procymidone, (20) imazalil, (21) oxadiazon, (22)
thifluzamide, (23) chlorfenapyr, (24) bifenthrin, (25) endosulfan-s-2, (26) indanofan, (27) zoxamide-2, (28) tetradifon, (29)
clofentezine-2, (30) prochloraz, (31) difenoconazole, (32) azoxystrobin
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Fig. 2. Chromatogram of 18 pesticides mixture standard analyzed by NPD

(1) molinate, (2) chlorpropham, (3) cadusafos, (4) terbufos, (5) phosphamidone-1, (6) phosphamidone-2, (7) thiazopyr, (8)
fenitrothion, (9) diphenamid, (10) isofenphos, (11) methidathion, (12) prothiophos, (13) fenamiphos, (14) iprovalicarb-1, (15)
iprovalicarb-2, (16) buprofezin, (17) diniconazole, (18) pyriminobac-methyl, (19) tebufenpyrad, (20) azinphos-methyl

o] R2ZHE B 0.990 ooz =& FXAS YERHS) W 7.04~154.94(% 785.28)%= LFEFT.
B 24 g o] vIRE AIZE Fig, 1, 29 K9kt EAMo] we AHgeks 32 §uioh Aokl Tz A
2O S22 H FPol thy) whel of o] Zhe
3|8 A F 274 (Log P, SE23 =9 24 A, A8
ZA7ke) $AHS Hgale] 45F FORS WAL A, TF, 8019l pH Sol o3 58 WA wAsnEelRd,
g, ] 7R AEE o R 348 AlgS e 2012) Table 3, Table 4, Table 59} 7Fo] EAIuPH I} A g9
A} PR FAREAH Al 1Y 13.13~161.00(F - 89.13)%, e 35Ed AE B BAEE sl tes Y
QuEChERS #2414 24.87~140.72(F < 92.45)%, STQ -4 T AUTh
Table 3. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD analysis using MFDA method
o Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mg/kg) ec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%0) (%) (%) (%) (%) (%) (%) (%) (%0) (%)
Aldri 0.2 9426  18.00 102.71 495 78.98 8.13 48.62 3.55 36.71 5.84
in
1.0 85.19 1077 9190 12.80  82.00 2.88 50.72 8.49 43.42 7.98
Azinphos 0.2 94.50 5.12 94.21 451 102.18  3.90 94.35 5.52 96.58 9.14
-methyl 1.0 96.74 1.60 97.58 282 101.87 232 99.78 539  102.71 1.87
. 0.2 108.46  15.10  98.69 2.56 98.39 379 10178 538 97.89 3.41
Azoxystrobin
1.0 87.02 10.71  96.44 8.13 90.74 3.58 85.58 6.01 82.82 6.70
) ) 0.2 109.33 1428 105.88  2.20 93.39 4.96 77.04 3.10 70.32 422
Bifenthrin
1.0 96.30 9.78 90.63 9.24 90.49 3.63 73.94 4.73 66.23 8.15
) 0.2 99.32 1698 97.94 540 10511  3.53 93.75 9.97 85.18 11.73
Buprofezin
1.0 89.91 1.48 93.06 11.89  98.54 6.03 10186 6.17 98.85 3.68
0.2 78.97 7.15 10541 521 10346 422 81.75 6.65 94.09 8.00
Cadusafos
1.0 97.23 7.55 11521 822 10087 239 93.08 4.09 91.14 0.79
Cant 0.2 88.78 7.64 11311 5.1 80.70 7.27 7440 1475 3142 9.78
aptan
i 1.0 91.59 1503 9495 1054  70.22 5.82 67.24 7.68 36.72 8.45
0.2 110.02 1424 109.01 239 97.60 5.43 88.03 3.33 94.75 3.04
Chlorfenapyr
1.0 96.58 1097 91.06 10.13  90.81 3.52 87.32 4.90 88.84 7.12
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Table 3. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD analysis using MFDA method (continued)
. Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mgkg) ec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%) (%0) (%) (%) (%) (%) (%) (%) (%) (%)
0.2 96.25 338 11230 11.86 101.74  5.13 88.77 7.86 10934  3.11
Chlorpropham
1.0 93.79 4.13 161.00 1196  98.84 2.07 100.08 447 96.12 1.17
) 0.2 67.14 6.54 71.69 2.89 9279 1281 4243 1336 7421 6.11
Clofentezine
1.0 68.98 7.66 61.19 3.29 96.30 6.10 67.60 6.03 68.70 4.06
. 0.2 14130 1390  97.50 243 96.25 2.02 87.03 5.49 95.62 0.59
Difenoconazole
1.0 86.76 1049  92.50 5.61 90.31 2.58 70.34 4.24 69.60 17.85
. 0.2 86.94 7.28 95.45 2.95 96.37 3.94 81.35 6.14 94.32 9.59
Diniconazole
1.0 84.99 1.07 89.23  11.90 9233 3.26 91.16 5.29 95.56 1.98
. . 0.2 93.18 7.56 98.10 1.60 10026 598 88.14 549 11449 691
Diphenamid
1.0 89.69 2.95 93.57  11.50  99.61 2.64 10321 434 10259 2091
0.2 10835 17.54 107.66  2.81 98.92 3.27 78.60 3.09 74.87 5.61
Endosulfan-a
1.0 96.70 1094  90.95 9.28 89.18 3.19 76.02 4.82 70.59 7.85
0.2 131.84 15.13 10455  3.68 95.71 4.88 73.16 6.18 95.56 6.19
Endosulfan-s
1.0 9543  13.05 9441 8.37 86.57 2.26 78.17 5.02 90.79 6.72
. 0.2 N/D - 4383 1365 6322 1434  20.53 6.97 77.72 2.42
Fenamiphos
1.0 N/D - 56.13 1077  77.30 3.09 33.96 7.39 88.18 1.35
. . 0.2 67.12 1064  92.50 4.05 103.54 423 93.21 498 10022  8.03
Fenitrothion
1.0 89.78 7.74 96.47 740 10348 344 10404 3.73 99.73 243
. 0.2 10826 2191 103.15 3.78 104.07 2.63 77.50  10.87 101.72  3.59
Flucythrinate
1.0 91.01 1295  87.19 8.81 91.55 4.72 78.73 5.25 87.01 7.89
Heptachlor 0.2 110.88 18.65 10572  3.20 94.17 5.01 84.64 4.09 82.64 5.95
-epoxide 1.0 95.51 1090 8929  10.06  88.09 3.33 82.14 5.08 78.04 7.48
| il 0.2 82.17 6.91 28.51 1945 4832 17.14  63.88 4.63 43.09 9.40
mazali
1.0 7632 12.02  13.13  13.58 5728 3225 62.01 7.24 30.74  12.27
0.2 110.18 16.12  99.18 2.89 87.05 8.12 87.42 3.83 92.72 4.69
Indanofan
1.0 96.64 1070  85.53 1047  90.50 3.80 88.49 5.42 86.36 7.61
i 0.2 93.89 8.23 97.40 7.46 99.61 3.97 87.60 11.09  96.83 8.55
Iprovalicarb
1.0 84.33 2.60 9598 1492 105.64 7.06 91.54 8.34 87.17 7.30
0.2 87.63 6.45 91.28 264 100.04 4.17 85.97 3.22 98.91 7.95
Isofenphos
1.0 88.62 2.50 94.75 8.61 102.65 2.70 98.49 4.04 99.21 2.10
o 0.2 92.87 4.98 92.72 2.65 10190 442 94.84 5.92 98.68 8.00
Methidathion
1.0 92.91 0.59 93.89 998 103.16  3.11 10465 419 101.18 233
0.2 108.49 11.07 110.18  3.05 98.96 2.53 87.86 3.28 97.15 4.61
Metobromuron
1.0 99.32 9.17 94.53 8.91 90.75 2.31 90.45 433 93.78 6.53
o 0.2 107.70  18.19  72.72 3.30 92.23 432 73.96 7.15 5829 1092
Metribuzin
1.0 88.51 11.13  65.76 8.04 82.14 4.48 73.03 5.88 64.08 13.16
. 0.2 106.81  4.53 89.87 6.64 10252 4.14 80.50 4.11 80.78 4.59
Mevinphos
1.0 96.49  11.77  86.19 9.57 88.46 5.23 80.78 5.74 83.65 5.02
Molinat 0.2 84.32 9.07 11894 8.0l 85.15 5.97 57.07 1234 9275 3.85
olinate
1.0 70.69 7.47 92.32 8.35 6746 1739  65.07 4.39 67.39 8.04
) 0.2 107.63 14.63 10223 228 90.48 7.03 86.32 3.06 91.34 2.71
Oxadiazon
1.0 96.53 1037 8731 9.89 92.57 3.27 85.46 4.67 84.71 7.35
. 0.2 67.85 1044 10753 795 9221 5.21 82.66 9.71 79.62 6.35
Phosphamidone
1.0 79.04 9.09 77.03 1498 8243 3.97 91.96 5.26 87.45 3.45




376

Iz
0f
BN

Table 3. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD analysis using MFDA method (continued)

. Potato Apple Pepper Bean Rice
.. Spiking level
Pesticide (me/ke) ec RSD Rec RSD Rec RSD Rec RSD  Rec  RSD
(%) (o) (%) (o) (%) (%) (o) (%) (o) (o)
0.2 113.94 18.79 100.11 3.4l 98.43 3.37 88.21 3.56 95.22 3.04
Probenazole
1.0 9423  12.64  89.51 1048  87.02 4.30 85.96 5.57 89.22 6.81
0.2 77.99  10.01  77.60 3.65 11448  3.02 52.09 3.57 51.51 0.93
Prochloraz
1.0 7848 1061 4795 11.64 14561 5.84 68.90 5.55 59.21 6.58
. 0.2 104.63 1290 108.79 237 88.88 7.35 90.46 2.79 98.82 3.80
Procymidone
1.0 96.44 9.48 9291 9.43 93.02 3.05 90.30 4.08 92.53 6.70
) 0.2 96.07 5.55 92.20 285 10331 459 65.22 5.67 84.34 7.79
Prothiophos
1.0 96.66 0.90 95.17 8.89 10454  3.08 75.23 4.39 85.26 2.54
Pyriminobac 0.2 90.88 448 9291 385 10121 529 94.46 7.11 98.32 9.16
-methyl 1.0 89.84 1.02 9422  11.57  98.87 278 10242 467 100.73  3.70
Simaz 0.2 95.41 9.76 91.02 12.79  67.19 7.01 65.86 448 100.02  6.89
imazine
1.0 97.42 4.61 90.02 1452  65.66 9.49 80.55 1.94 84.43 6.80
) 0.2 90.85 6.43 98.03 428 91.49 1.05 88.16 1.91 91.96 3.63
Simeconazole
1.0 96.73 1043 8899 1134  88.24 1.76 87.14 7.08 88.56 6.23
0.2 92.92 4.96 83.35 592 10038  4.70 81.81 7.25 83.82 8.17
Tebufenpyrad
1.0 91.45 0.31 9532 1237 10090  3.11 92.47 4.36 98.00 3.52
. 0.2 110.82 19.03 103.61  3.49 99.21 3.35 75.26 3.27 75.49 4.50
Tefluthrin
1.0 9483 11.60 8896  10.54  88.50 3.67 75.28 493 72.88 7.40
0.2 N/D - 73.03 1932 8431 8.59 3095  16.89  82.51 3.22
Terbufos
1.0 N/D - 7559 1445 9125 1.76 4432 5.28 85.40 1.06
0.2 107.53 16.62 101.67 3.01 92.02 543 88.52 3.37 91.69 4.18
Tetraconazole
1.0 94.67  10.81 87.11 9.63 89.12 2.45 85.98 6.01 85.63 7.59
. 0.2 107.79 1544 10658  3.30 94.58 550 101.74  0.79 88.96 425
Tetradifon
1.0 94.71 1026 89.88 8.99 89.03 3.83 86.39 4.63 81.57 7.42
) 0.2 70.05  47.65  88.09 1.96 101.04 3.49 87.87 286  105.63  8.68
Thiazopyr
1.0 91.08 1.18 95.56 517  100.11 427 10246 3.64 97.80 2.95
) ) 0.2 10826 1549 10526 2.68 12848  6.35 86.58 3.33 97.18 3.20
Thifluzamide
1.0 96.24 1079  89.33 9.86 90.61 3.79 85.92 4.96 89.82 7.61
. 0.2 113.25 15.18 106.18  2.74 93.91 3.28 96.69 6.61 95.50 4.12
Zoxamide
1.0 96.68 1099 91.10 10.61  88.18 2.55 83.99 7.73 90.32 7.24
Table 4. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD analysis using QUEChERS method
o Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mg/kg) ec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
Aldri 0.5 80.05 2.71 84.86 1241  81.66 1.83 50.32 3.43 77.94 5.59
in
2.5 79.66 5.30 87.12 3.23 77.86 1.52 60.52 4.56 71.20 1.80
Azinphos 0.5 10479  3.00 80.02 9.45 70.01 8.64 92.10 455 103.81 10.44
-methyl 2.5 107.67  2.25 95.27 0.84 10497 094 10637 0.77 10432 3.01
. 0.5 91.06 5.38 93.00 16.89 10588  8.31 90.29 8.70  112.34 1558
Azoxystrobin
2.5 10091  2.79 67.33 1.95 10296 255 100.65 1.24 99.09 1.73
. . 0.5 96.90 1.93 96.51 6.54 95.06 1.33 81.97 1.61 93.36 2.40
Bifenthrin
2.5 95.46 0.51 91.98 2.98 95.29 2.55 79.38 2.38 94.73 1.96
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Table 4. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD analysis using QUEChERS method (continued).

. Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mgkg) Rec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
. 0.5 101.78  4.38 81.01 1628  94.33 1738  72.69 18.25 91.54 4.51
Buprofezin
2.5 111.22 1.17 97.68 6.72 94.66 3.23 108.34 438 96.35 2.31
0.5 76.59 292 64.40 4.95 95.45 9.80 81.24 3.25 87.84 2.95
Cadusafos
2.5 90.62 473 82.48 1.27 10244  4.78 88.02 4.06 97.40 5.53
Cant 0.5 108.10 1.24 81.98 8.09 80.45 6.86 39.29 7.48 64.47 12.61
aptan
P 2.5 82.25 3.13 81.54 4.05 89.77 6.11 34.87 5.08 50.10 10.21
0.5 98.75 1.57 103.82  8.14 102.42 1.84 95.72 1.44 94.92 1.72
Chlorfenapyr
2.5 96.75 2.36 88.52 2.97 101.71 3.95 96.78 3.55 96.94 1.19
0.5 95.50 3.59 96.43 11.03  108.31 6.05 96.22 2528  40.81 17.23
Chlorpropham
2.5 101.54  4.18 108.12  6.62 89.83 2.12 98.28 6.38 92.46 17.90
. 0.5 74.30 3.03 95.79 11.18 87.18 10.00 91.94 2.54 88.78 4.95
Clofentezine
2.5 99.24 6.25 81.41 3.03 10020 274 95.81 1.23 100.34 1.34
. 0.5 102.21 1.20 10528 14.53 9731 1.57 101.53 1.25 101.70 1.36
Difenoconazole
2.5 96.53 2.93 82.68 4.95 95.82 1.99 96.88 3.76 94.84 3.97
. 0.5 92.47 1.67 88.91 1636 10598  4.08 93.54 1192 9343 3.21
Diniconazole
2.5 98.91 2.33 10095 15.55 108.00  7.03 96.16 3.77 92.44 5.24
. . 0.5 10579 327 63.67 14.83 9195 7.51 66.52 3.86 34.84 14.64
Diphenamid
2.5 107.93 649 47.90 6.29 129.80 31.64  99.60 5.44 102.74  15.18
0.5 92.08 0.98 92.88 3.66 92.62 0.50 79.68 1.51 85.27 1.20
Endosulfan-o.
2.5 92.03 2.23 90.62 2.64 92.86 2.10 78.44 1.83 86.12 1.37
0.5 140.72 491 109.54 16.70  100.05 13.34  96.93 3.65 10586  7.53
Endosulfan-s
2.5 101.20  2.75 93.81 1099 107.25 5.59 107.31 3.40 96.31 13.20
. 0.5 93.51 3.16 78.10 6.67 84.99 5.56 91.33 2.86 101.31 3.97
Fenamiphos
2.5 99.79 4.26 86.77 0.73 95.68 1.42 10496  2.32 101.23 232
. . 0.5 100.00  0.96 73.43 1924  94.17 15.14  93.76 3.13 96.63 2.68
Fenitrothion
2.5 11723 1488  89.96 0.72 10499 246 10233 244 95.79 448
. 0.5 103.26  3.65 97.94 5.07 102.56  2.86 104.78 1.72 95.15 4.38
Flucythrinate
2.5 100.74 1.74 89.21 5.16 101.51 2.01 10146  2.77 97.66 425
Heptachlor 0.5 95.65 0.44 91.63 6.32 93.77 1.02 82.01 1.61 83.05 0.63
-epoxide 2.5 91.42 3.12 89.90 0.99 92.74 1.91 80.86 243 84.77 0.64
; Il 0.5 89.37 0.74 10544 14.51 84.88 4.71 90.27 1.82 93.02 6.34
mazali
2.5 87.52 2.66 49.54 397 81.17 1.12 89.06 3.78 88.77 3.27
0.5 99.36 1.71 105.69  7.01 99.95 247 101.20 1.84 99.33 3.71
Indanofan
2.5 100.23 1.55 83.82 1.36 102.71 3.96 101.27  2.75 97.95 0.98
. 0.5 103.88  5.28 106.41 4.17 59.22 13.41 81.61 491 93.25 4.72
Iprovalicarb
2.5 10436  6.30 85.52 2.25 114.03 8.38 90.14 2.45 81.39 11.10
0.5 98.01 2.10 79.12 7.74 89.11 8.24 92.33 1.94 88.26 2.13
Isofenphos
2.5 104.44 1.24 94.62 1.19 108.92 1.37 100.72  6.06 99.02 3.62
. . 0.5 102.55  2.27 67.42 3.56 80.09 19.93 95.67 3.35 110.59  9.27
Methidathion
2.5 107.00 2.20 94.90 0.09 102.31 5.21 106.19  2.77 70.58 5.65
0.5 94.77 0.72 96.48 13.61 98.95 2.35 94.65 247 86.50 222
Metobromuron
2.5 95.47 1.17 87.61 4.80 97.10 1.89 98.94 1.20 89.72 1.35
L 0.5 107.51 1.53 92.18 8.73 92.29 5.05 95.13 2.12 91.96 1.25
Metribuzin

2.5 96.48 3.55 72.87 5.04 93.38 2.19 96.13 2.31 93.08 1.82
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Table 4. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD analysis using QUEChERS method (continued).

. Potato Apple Pepper Bean Rice
.. Spiking level
Pesticide (mgkg) Rec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
. 0.5 102.15 1.50 80.06 19.52  108.02 343 94.79 2.51 88.09 7.86
Mevinphos
2.5 94.50 8.11 76.69 1.42 93.22 3.79 91.38 5.89 76.02 9.33
Molinat 0.5 47.49 15.05 94.69 6.15 110.07  0.98 36.03 345 4422 7.90
in
olnate 2.5 82.48 16.02  66.03 1045 9140 2.14 54.37 7.38 86.89 3.55
. 0.5 96.16 0.47 96.14 2.28 10030  2.10 95.34 1.07 95.10 1.79
Oxadiazon
2.5 95.73 0.93 86.63 5.90 99.32 248 95.88 1.72 95.41 1.27
. 0.5 129.00  9.38 64.82 8.84 71.44 1222 10120 549 130.65 8.34
Phosphamidone
2.5 125.05 1335 64.39 3.33 92.19 6.50 105.24 1.66 66.48 8.00
0.5 98.35 0.68 91.76 1272 91.10 1.48 88.26 2.80 86.50 341
Probenazole
2.5 88.57 3.39 66.39 4.28 88.52 2.50 90.88 2.05 82.47 1.95
0.5 94.21 1.18 84.43 1045  92.87 2.15 103.07  6.51 99.26 1.48
Prochloraz
2.5 94.92 1.64 74.95 3.06 91.10 2.00 97.41 2.72 94.68 2.55
. 0.5 92.94 0.57 91.79 1527 97.52 0.32 98.43 1.03 93.81 2.36
Procymidone
2.5 97.84 0.52 93.41 1.35 99.87 1.60 101.83 1.35 95.01 1.23
. 0.5 89.40 2.49 88.26 3.11 93.30 7.24 64.99 2.99 93.65 4.49
Prothiophos
2.5 96.33 1.82 97.80 1.33 97.84 1.71 72.88 4.64 98.28 1.58
Pyriminobac 0.5 10473  2.88 91.58 7.43 112.89  6.02 109.13 1.04 94.25 5.94
-methyl 2.5 111.43 5.05 95.86 6.78 11294 1539 97.16 2.61 100.14  4.28
Si . 0.5 74.87 6.48 85.45 10.23  100.75 1.78 59.17 3.66 103.22  5.61
imazine
2.5 92.92 1.76 98.52 6.37 87.41 1.68 96.03 5.72 87.95 0.97
. 0.5 91.44 3.27 86.58 17.40  97.21 0.61 85.98 2.15 95.51 3.71
Simeconazole
2.5 87.89 0.34 84.81 3.34 89.73 232 99.77 0.62 87.92 1.08
0.5 90.00 16.77 10424 2033 9246 6.33 43.66 3.19 85.30 10.24
Tebufenpyrad
2.5 99.39 2.54 75.81 1.32 97.04 1.87 74.48 3.95 79.88 18.69
. 0.5 95.75 0.57 10025 22.00  94.93 0.91 83.92 2.34 81.61 2.77
Tefluthrin
2.5 88.64 5.81 91.79 2.37 92.06 2.17 81.09 3.15 80.76 1.93
0.5 73.03 1.17 83.14 444 94.76 3.35 67.15 3.80 102.55  7.68
Terbufos
2.5 88.53 745 10636  2.25 10747  3.85 78.17 1.94 112.14  11.56
0.5 10030  0.94 99.22 4.86 99.04 0.78 102.68 1.30 96.40 1.66
Tetraconazole
2.5 97.63 1.02 85.23 341 100.33 1.65 10445  2.04 96.26 1.18
. 0.5 101.47 1.53 10251 1244 9527 1.91 87.93 1.75 95.01 1.79
Tetradifon
2.5 96.69 1.05 89.70 2.71 98.01 2.24 88.14 2.05 94.95 1.54
. 0.5 11341 1273  95.89 8.44 117.67 8.98 96.16 12.57 107.92 7.26
Thiazopyr
2.5 116.01 11.70  96.94 3.19 104.06 1.28 10474  5.77 94.68 2.58
. . 0.5 99.73 1.25 102.53 8.41 101.50 1.62 101.73 1.43 97.96 1.60
Thifluzamide
2.5 104.82 1.36 81.79 429 103.98  2.09 104.04 1.62 97.96 1.68
. 0.5 102.24 1.07 106.19  6.41 96.71 3.25 10098  3.32 95.68 1.41
Zoxamide

2.5 101.07  6.93 79.81 10.12  99.51 3.45 93.52 7.06 92.10 7.62
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Table 5. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD analysis using STQ method
Potato Apple Pepper Bean Rice

. Spiking level
Pesticide (mg/kg) Rec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
Aldri 2.0 105.56  3.49 87.50 1.86 113.92 25,69  73.37 1.52 97.42 8.98
in
10.0 75.70 447 79.77 5.21 79.15 2.86 59.67 2.65 75.18 0.71
Azinphos 2.0 98.96 0.88 95.80 4.65 113.10  3.79 77.89 6.15 79.85 5.80
-methyl 10.0 92.42 443 91.93 4.86 87.38 9.34 81.27 3.79 87.63 7.36
. 2.0 109.62 4.14 50.65 5.33 108.02 3048 10126 35.10 4359 10.74
Azoxystrobin
10.0 84.21 3.29 51.07 5.72 74.65 4.16 69.89  10.12  49.77 1627
. . 2.0 99.91 2.65 99.71 0.76  102.79 296 83.73 0.91 99.92 3.87
Bifenthrin
10.0 73.10 2.43 83.78 4.39 87.16 3.72 72.37 2.78 86.25 0.69
. 2.0 96.06 9.00 104.10 948 90.17  13.51 88.63 3.31 86.70 8.47
Buprofezin
10.0 97.43 10.84  93.53 11.83  94.04 11.64  88.81 1.46 82.70 1.39
2.0 96.78 1.33 89.11 2.52 91.86 5.00 77.02 5.24 91.73 220
Cadusafos
10.0 90.91 433 9497  13.17 8749 4.25 79.52 1.56 95.60  13.71
Cant 2.0 75.71 3.60 96.50 4.03 107.36  3.64 N/D - 13.42 6.31
aptan
i 10.0 63.68 7.28 83.98 591 84.15 4.59 N/D - 32.01 0.32
2.0 10523  2.17 98.63 1.24 10535 2.03 94.42 0.76 97.21 3.63
Chlorfenapyr
10.0 77.79 1.93 83.50 4.12 91.16 3.44 83.35 2.53 86.99 0.50
2.0 98.61 2.77 89.87 3.03 91.51 9.12 7.04 4.03 92.76 5.89
Chlorpropham
10.0 95.06 447 11249 23.81 97.93 6.35 24.18 2.97 93.49 4.70
. 2.0 73.38 2.73 66.97 2.71 83.34 3.40 59.36 1.15 60.21 3.90
Clofentezine
10.0 63.21 0.97 62.94 1.76 68.98 2.29 73.32 2.04 63.52 1.21
. 2.0 109.52 328 89.15 1298 112.64 6.66 92.00 4.67 82.58 7.65
Difenoconazole
10.0 82.33 420 71.39 6.79 85.02 4.96 80.54 7.67 70.82 6.32
. 2.0 89.14 2.74 75.35 5.43 9490  13.21 64.37 1.54 92.51 2.87
Diniconazole
10.0 87.19 5.61 80.34 6.42 84.57 7.62 72.01 5.17 83.39 4.03
. . 2.0 97.26 2.81 94.41 3.84 101.54 837 83.54 2.50 88.24 6.13
Diphenamid
10.0 89.97 6.24 96.18 7.22 90.86 6.08 86.26 1.71 87.28 3.08
2.0 99.67 2.13 96.82 094 10138  3.02 82.03 0.95 95.47 3.37

Endosulfan-o.
10.0 72.97 1.42 83.80 347 87.19 3.15 72.20 1.99 84.78 0.72

2.0 10446 1022 8952 1062  85.82 470 10032 1.73 94.64 7.61
10.0 77.22 3.75 86.79 3.75 8298 1825  89.88 1.34 82.27 0.83

Endosulfan-s

. 2.0 80.44 1.91 71.78 1.50 77.24 5.18 61.50 7.71 80.34 4.16
Fenamiphos
10.0 91.63 4.84 85.99 5.93 80.17 8.14 75.87 1.79 85.41 6.03
. . 2.0 101.53  1.08 95.65 279  101.63  5.70 92.59 2.52 94.49 4.07
Fenitrothion
10.0 95.29 444 96.89 5.38 93.33 547 87.49 2.65 87.72 443
. 2.0 99.18 2.80 89.21 1.88 11085  6.23 89.75 11.70  79.55 432
Flucythrinate
10.0 76.64 2.86 81.93 4.75 89.67 3.38 85.48 425 83.85 1.58
Heptachlor 2.0 100.72  2.36 96.86 1.10 10135 354 82.14 0.84 95.70 3.34
-epoxide 10.0 74.26 1.54 83.70 3.60 86.59 3.04 73.49 2.19 84.25 0.32
| Il 2.0 10141  4.14 75.79 3.69 85.32 3.70 73.22 3.00 73.10 5.11
mazali
10.0 75.92 441 58.55 1.18 67.27 4.51 72.03 3.75 62.61 9.74
2.0 100.00  3.53 90.96 2.14 10466 323 92.48 3.34 88.52 2.97
Indanofan
10.0 77.86 2.60 81.34 420 88.76 3.08 84.07 4.46 83.14 0.22
. 2.0 87.79 3.30 86.51 6.50 106.76 19.82  88.19 1724 91.77 5.57
Iprovalicarb

10.0 8734  11.82  90.28 9.07 94.42 6.07 9594 1288  83.64 6.15
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Table 5. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD analysis using STQ method (continued)

. Potato Apple Pepper Bean Rice
Spiking level

Pesticide (mg/kg) Rec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)

2.0 102.86  1.07 94.57 394  102.17 638 93.66 1.99 93.50 1.89

Isofenphos
10.0 101.33 5.00 99.37 4.13 98.14 3.61 96.43 1.52 92.05 5.10
o 2.0 100.21 1.53 95.52 252 10720 7.5 90.97 3.09 96.94 4.83
Methidathion
10.0 88.52 5.47 89.90 5.02 86.23 5.96 83.59 1.93 81.77 4.72
2.0 102.70 2.70 97.89 2.10 113.15 5.48 99.35 0.84 93.41 3.47
Metobromuron
10.0 77.20 2.24 87.71 3.94 93.23 2.29 87.84 1.64 86.35 0.91
L. 2.0 101.98 345 89.51 1.48 100.38 5.08 86.57 1.45 83.30 3.66
Metribuzin
10.0 73.40 2.76 75.10 4.13 79.73 3.87 74.07 2.80 71.41 0.56
. 2.0 56.29 243 56.23 8.76 61.34 9.47 41.14 2.23 48.20 5.72
Mevinphos
10.0 44.77 4.75 51.56 420 48.34 5.16 41.49 4.44 41.51 4.79
Molinat 2.0 19.61 1.06 64.95 2.17 52.01 8.21 10.76 9.63 68.55 4.72
olnate 100 7440 919 8730 1681 6405 1532 4562 417 9162 1533
. 2.0 105.08 1.92 99.82 091 106.20 2.99 93.97 0.21 97.68 4.05
Oxadiazon
10.0 76.89 2.07 85.33 4.34 91.57 3.01 83.77 2.08 86.86 0.29
. 2.0 74.74 3.42 77.25 2.64 80.48 7.69 55.29 3.89 70.68 2.58
Phosphamidone
10.0 54.70 4.74 59.50 8.41 50.25 1442 4257 3.03 71.78 7.83
2.0 72.86 5.29 82.03 2.00 80.64 5.79 64.93 2.27 41.66 8.27
Probenazole
10.0 71.07 3.20 72.92 7.77 69.83 3.66 48.10 7.23 39.15 1.75
2.0 96.90 441 5491 448 91.19 10.89 74.18 7.94 65.41 1.58
Prochloraz

10.0 74.66 4.27 70.80 6.50 70.67 4.74 77.51 4.33 70.40 2.64
2.0 101.00  1.50 98.16 098 10745 1.66 96.01 0.57 96.42 3.77

Procymid
roeymicone 100 7907 223 8643 418 9192 240 8670 172 8715  0.04

. 2.0 100.36 0.89 92.24 2.30 97.86 6.04 76.97 2.19 93.99 3.13
Prothiophos
10.0 96.39 5.20 95.81 4.40 92.59 4.47 79.51 1.52 86.45 4.54
Pyriminobac 2.0 101.07 3.75 96.64 6.03 11822  12.55 11552  12.84 104.51 10.79
-methyl 10.0 95.70 3.61 103.54 3.54 98.24 4.56 94.37 2.93 96.93 3.52
Simazi 2.0 15494 190 99.54 2.53 11744  3.88 147.59 250 10559 593
imazine
10.0 11628 332 93.69 2.71 100.78  0.87 107.47 1.12 92.05 1.23
. 2.0 108.16 2.94 89.05 1.89 101.18 8.14 103.32 0.36 86.92 8.88
Simeconazole
10.0 81.89 3.72 82.28 5.04 84.71 2.21 84.89 2.24 72.80 1.08
2.0 98.40 1.21 93.64 3.27 102.27 8.50 90.41 1.21 96.11 5.44
Tebufenpyrad
10.0 91.52 4.02 95.18 5.57 92.10 5.59 84.98 1.92 85.71 3.14
Tefluthri 2.0 100.39  2.82 97.42 1.02 10128 490 84.73 0.84 94.51 3.49
efluthrin
10.0 71.08 1.49 84.04 3.82 88.34 3.79 75.95 2.20 84.22 0.44
Terbuf 2.0 89.11 2.68 80.83 3.54 81.20 7.15 66.37 5.47 82.33 2.87
eroutos 100 9223 380 9747 839 8981 216 7900 227 9132 476
2.0 101.75 2.23 89.39 2.73 106.76 3.00 94.84 1.11 83.45 3.35
Tetraconazole
10.0 76.32 2.06 78.18 423 86.89 3.18 81.24 2.28 73.04 1.70
. 2.0 106.27 2.99 100.02 1.73 104.97 3.61 88.83 1.45 97.73 2.92
Tetradifon
10.0 74.89 1.49 82.59 3.59 87.03 2.83 75.04 1.89 85.18 0.27
. 2.0 97.13 1.31 99.82 10.55 92.55 5.04 94.62 6.28 99.32 5.91
Thiazopyr
10.0 93.45 6.08 99.99 8.08 97.37 5.29 86.85 3.40 91.62 3.01
. . 2.0 105.76 2.17 49.40 8.63 103.26 3.73 87.42 0.41 47.56 9.48
Thifluzamide
10.0 84.28 1.88 4732 4.78 82.96 3.70 73.53 443 42.48 7.48
. 2.0 108.50 4.03 91.89 2.64 110.17 3.16 95.61 2.64 91.60 3.92
Zoxamide

10.0 82.76 291 83.46 5.17 89.49 3.39 81.90 4.59 76.56 0.35
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Fig. 3. Recovery distribution of 45 pesticides in 5 samples by analysis method.
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Fig. 4. Matrix effect distribution of 45 pesticides in 5 samples by analysis method.
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Table 6. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD analysis using MFDA method

Potato Apple Pepper Bean Rice

.. Spiking level
Pesticide (mg/kg) M/E RSD M/E RSD M/E RSD M/E RSD M/E RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
Aldri 0.2 14.35 8.47 27.05 778 22092 23.04 12.07 1.45 7.72 2.35
rin
1.0 14.52 2.77 591 2.23 7.46 1.01 4.57 0.25 431 3.67
Azinphos 0.2 2.96 9.65 3.33 10.23 14.03 12.56 2048 1298 22.19 1.24
-methyl 1.0 0.35 9.61 4.46 1.32 13.82 3.29 16.28 3.98 19.58 2.98
. 0.2 69.56 4.89 29.84 11.65 29.77 1.25 51.47 347 38.26 1.04
Azoxystrobin
1.0 19.57 3.55 1.48 2.59 13.18 2.12 18.04 2.66 20.72 345
. . 0.2 12.51 0.26 10.52 3.64 27.05 4.69 9.52 2.69 522 16.65
Bifenthrin
1.0 11.31 2.04 6.83 3.98 11.46 3.67 7.28 1.14 6.87 2.63
. 0.2 10.97 1.45 8.95 1.08 27.54 8.66 32.96 3.47 27.19 1.57
Buprofezin
1.0 1.62 0.23 18.08 1.09 30.30 0.88 36.83 2.58 36.04 1.06
0.2 26.90 2.98 23.56 0.69 37.00 244 38.51 7.78 43.50 4.01
Cadusafos
1.0 1.37 1.53 34.50 3.22 40.17 2.12 42.51 3.64 41.47 4.60
Cant 0.2 61.80 3.66 69.63 0.08 93.01 3.51 14.29 6.33 31.99 11.05
aptan
P 1.0 28.57 2.96 25.88 4.74 20.78 3.70 15.89 1.67 4.48 425
0.2 18.12 9.01 8.32 0.74 43.80 2.04 21.56 2.69 18.86 16.98
Chlorfenapyr
1.0 11.59 447 3.64 2.89 17.23 2.99 14.58 3.34 11.56 4.11
0.2 3.63 12.15  78.69 2.62 82.21 2.71 84.70 9.65 85.56 17.77
Chlorpropham
1.0 54.53 5.01 77.74 3.56 80.72 2.84 83.23 1.69 82.75 3.53
. 0.2 30.43 16.89  25.73 1.99 48.13 1.06 33.46 19.15  46.39 4.86
Clofentezine
1.0 24.33 6.64 22.49 2.74 51.90 343 21.10 2.54 18.62 2.96
. 0.2 1592 2094  54.67 4.09 29.65 7.43 28.06 11.35 5.59 2.66
Difenoconazole
1.0 23.07 10.69  27.24 0.91 16.29 3.65 22.36 4.05 16.51 1.63
. 0.2 0.85 1.55 22.32 11.16  27.84 0.67 36.83 2.63 38.16 3.52
Diniconazole
1.0 1.30 23.66 2043 2.83 29.12 2.09 36.65 3.62 36.59 1.54
. . 0.2 5.29 0.89 23.98 291 34.65 1.54 40.15 1.47 5242 1.06
Diphenamid
1.0 1.38 10.67  23.49 2.11 32.34 4.02 39.66 2.94 41.65 0.65
0.2 2.34 9.04 3.00 5.56 1.33 2.68 3.05 1.00 4.95 2.24
Endosulfan-ou
1.0 0.89 3.39 1.85 1.43 1.68 3.25 1.32 2.32 4.24 0.97
0.2 32.77 13.13 19.94 5.81 44.11 3.06 15.76 2.99 20.21 10.01
Endosulfan-s
1.0 20.91 6.17 11.44 0.78 36.07 2.23 13.13 2.84 22.82 2.64
. 0.2 0.74 16.96 3.30 1.36 9.02 1.10 16.76 0.87 17.84 2.03
Fenamiphos
1.0 1.25 11.07 6.54 1.51 11.09 3.19 16.59 2.61 15.15 3.15
. . 0.2 35.90 7.68 13.95 11.07 2198 2.65 26.30 0.14 30.18 5.68
Fenitrothion
1.0 5.05 20.08 18.86 2.44 22.70 2.77 25.73 1.94 24.51 2.69
. 0.2 42.29 7.44 44.27 11.63 66.53 9.48 68.25 1.22 37.15 16.33
Flucythrinate
1.0 28.53 1996 22.59 423 35.19 3.09 30.61 1.58 26.06 2.14
Heptachlor 0.2 4.74 2.09 8.13 13.67 11.23 1.25 12.26 3.67 6.53 11.04
-epoxide 1.0 5.42 2.60 3.77 2.54 2.14 3.21 441 3.58 2.27 2.66
! Il 0.2 8.21 6.33 12.19 9.07 18.56 5.54 16.02 1.98 13.05 12.09
mazali
az 1.0 12.20 1.49 9.80 3.77 38.45 2.66 15.84 2.69 10.68 2.14
0.2 27.38 7.11 29.57 4.15 71.90 6.67 39.37 7.78 26.21 11.45
Indanofan
1.0 20.34 11.04 17.84 243 2821 2.49 23.27 347 21.54 4.63
. 0.2 13.77 2.09 10.05 4.96 18.23 2.88 32.94 1.63 33.13 7.71
Iprovalicarb

1.0 2.68 6.33 25.04 1.09 33.95 0.54 3543 2.69 32.52 4.11
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Table 6. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD analysis using MFDA method (continued)

. Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mg/kg) M/E RSD M/E RSD M/E RSD M/E RSD M/E RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
0.2 2.34 8.60 3.57 5.01 13.42 1.21 18.85 247 23.25 2.06
Isofenphos
1.0 0.36 2.60 7.57 2.88 13.51 471 17.12 2.05 16.21 2.12
. . 0.2 0.85 17.48 5.15 6.03 14.08 2.04 21.72 0.56 22.59 5.98
Methidathion
1.0 1.05 0.57 7.65 4.00 13.70 3.66 17.73 1.09 17.02 3.11
0.2 1.68 19.68 5.59 7.82 31.82 10.03 5.28 9.54 4.88 6.33
Metobromuron
1.0 6.87 4.07 1.36 3.98 5.79 1.87 3.17 2.44 3.35 2.64
o 0.2 25.73 11.15 11.09 9.66 36.58 8.81 39.02 4.66 25.88 1.54
Metribuzin
1.0 18.70 1.35 1.93 1.29 21.18 2.96 19.86 2.84 14.34 2.84
. 0.2 70.39 1499 2471 10.11  112.77 5.50 87.12 3.88 69.26 1.02
Mevinphos
1.0 43.78 1.09 12.40 0.45 60.95 3.18 50.03 3.64 38.10 3.06
. 0.2 4.33 1.68 81.86 10.63  68.62 1.63 71.99 1.01 74.13 3.65
Molinate
1.0 4.25 8.12 32.24 2.49 47.39 2.19 53.55 1.95 51.71 4.02
. 0.2 11.22 447 51.95 12.11 28.11 7.48 17.57 2.67 12.70 4.51
Oxadiazon
1.0 6.35 1.54 35.52 3.08 2.96 0.65 8.67 0.24 8.03 3.62
. 0.2 68.90 8.98 6.55 13.60  40.52 9.92 4728 1.12 45.33 9.98
Phosphamidone
1.0 16.88 0.58 4.10 1.66 29.27 0.78 33.94 3.98 31.97 1.98
0.2 31.41 6.35 35.35 12.77  60.50 0.56 42.01 2.04 36.52 6.66
Probenazole
1.0 19.15 6.31 24.77 4.56 38.47 2.84 28.91 1197  21.60 491
0.2 22.55 2.98 28.57 5.60 18.12 2.94 51.85 2.30 37.06 3.34
Prochloraz
1.0 9.20 1.77 21.10 421 4487 1.65 12.41 15.88 11.57 6.35
. 0.2 0.36 1.44 6.38 0.96 20.32 1.35 2.73 6.64 2.68 1.05
Procymidone
1.0 1.12 1.09 13.99 3.68 4.01 2.32 1.83 7.65 3.46 11.13
. 0.2 0.98 2.99 0.14 1.67 14.59 1.04 18.36 8.99 21.83 2.87
Prothiophos
1.0 0.96 3.64 2.46 2.56 12.27 4.80 15.33 9.65 14.87 13.51
Pyriminobac 0.2 5.06 11.62 3.13 10.14  29.64 6.55 39.63 8.12 39.54 2.04
-methyl 1.0 1.61 1.00 5.68 1.62 31.37 2.26 40.00 5.62 39.96 16.32
. . 0.2 15.03 7.94 15.21 5.54 14199  4.15 5.33 0.23 15.09 10.69
Simazine
1.0 17.61 5.51 22.87 348 35.77 0.91 5.40 6.46 3.80 9.98
. 0.2 12.29 6.36 79.04 13.67 201.88 1.17 23.55 9.69 14.13 16.98
Simeconazole
1.0 7.13 7.99 36.24 2.61 21.30 1.63 1.80 8.19 0.45 6.24
0.2 3.91 9.93 43.67 11.00  29.15 2.03 41.39 441 242 11.32
Tebufenpyrad
1.0 2.46 8.30 11.95 3.53 29.77 4.11 37.84 18.65  34.03 791
. 0.2 7.68 11.05 0.86 7.10 18.21 4.00 21.54 2.06 9.85 9.48
Tefluthrin
1.0 6.09 6.64 17.71 2.65 7.00 2.11 6.82 22.68 5.90 8.84
0.2 1.27 10.06 9.36 8.22 29.27 1.63 32.09 4.07 35.75 2.06
Terbufos
1.0 2.15 1.57 3.15 3.84 30.47 3.58 31.86  21.03 30.22 8.59
0.2 4.12 14.77 14.75 6.99 2291 5.65 9.31 1.98 7.80 5.41
Tetraconazole
1.0 5.18 8.07 23.90 4.79 8.97 2.51 6.00 14.63 6.33 6.94
. 0.2 12.10 2.88 5.01 7.14 12.63 5.44 11.47 2.54 7.43 1.67
Tetradifon
1.0 5.98 1.96 4.14 2.61 1.69 2.06 0.60 12.12 2.85 14.49
. 0.2 24.46 5.09 3.94 5.08 73.85 1.35 76.97 1.87 79.61 1.54
Thiazopyr
1.0 2.86 543 0.15 3.21 40.90 2.07 47.43 17.50  46.93 12.21
. . 0.2 10.35 3.24 67.73 1.65 15.02 7.88 22.33 11.01 10.95 6.97
Thifluzamide
1.0 8.68 9.47 31.44 4.66 7.57 1.88 11.97 8.90 9.57 4.77
. 0.2 58.59 12.69 4.97 12.00 101.88  4.69 87.33 7.68 51.38 0.99
Zoxamide

1.0 44.11 1.00 6.65 3.52 69.56 4.33 56.34 6.63 31.15 8.90
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Table 7. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD analysis using QUEChERS method

. Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mgkg) ec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%) (%0) (%) (%) (%) (%) (%) (%) (%) (%)
Aldsi 0.5 427 1062 6046 1499  10.79 7.44 19.38 2290  13.33 6.84
in
2.5 5.30 4.80 66.41 11.98 2.33 2.64 2.57 2.05 1.65 11.01
Azinphos 0.5 31.72 11.64 3532  12.65 11.23 8.69 35.91 17.84  43.17 4.55
-methyl 2.5 15.88 2.99 14.71 11.10 5.90 2.31 8.88 6.35 6.74 2.01
. 0.5 74.17 9.98 80.03  21.21 4740 9.93 83.75 8.45 45.50 2.19
Azoxystrobin
2.5 22.29 6.08 66.17 3.43 1824  10.51 31.29 1.87 23.50 4.09
. . 0.5 11.30 7.64 23.36 8.86 1024  16.66 1023 6.37 9.78 6.51
Bifenthrin
2.5 6.33 7.44 69.65 5.66 5.36 7.04 439 227 7.17 22.04
. 0.5 26.42 6.92 6.96 8.01 6.87 1035 6228 9.41 4.67 7.79
Buprofezin
2.5 38.38 4.62 10.46 3.62 6.76 6.04 12.52 6.63 18.02 1.05
0.5 9.95 8.06 21.10 4.67 4.80 20.84 3.58 18.40 8.99 8.06
Cadusafos
2.5 6.82 9.38 14.27 4.13 6.90 11.06 4.86 7.41 9.93 5.87
Cant 0.5 84.16 7.61 16247 523 83.08 4.60 9.91 6.97 1.46 8.99
aptan
i 2.5 21.07 3.18 56.44 1427 5.46 2266  18.00 17.08  36.39 1.56
0.5 4.29 4.19 18.25 11.45 5.80 8.89 6.87 13.63 5.62 1.93
Chlorfenapyr
2.5 2.92 6.94 74.78 1.72 2.69 3.01 2.16 22.03 7.20 445
0.5 1.60 12.45 0.23 8.55 11.24 9.64 7.48 14.61 239.09 4.6l
Chlorpropham
2.5 7.98 7.77 6.54 3.97 2.46 4.69 2.60 2.07 6.70 1.09
. 0.5 3091 13.62  32.09 7.96 38.07 7.63 4775  16.69  68.87 6.35
Clofentezine
2.5 58.38 4.07 4543 8.18 82.99 8.93 7791 12.09 9824 5.49
. 0.5 15.82 2444  20.67 7.64 21.73 1267 1799  20.11 16.66 9.15
Difenoconazole
2.5 16.07 2.94 66.80 1924  18.93 3.66 20.59 3.37 20.81 6.84
. 0.5 20.87 7.64 75.23 6.29 77.61 16.51 7.03 5.60 78.25 6.32
Diniconazole
2.5 13.89 3.08 4.73 8.61 12.59 2.74 3.21 13.47 1749 4.18
. . 0.5 5.63 8.60 4938 2297  63.65 1794 2748 793 129.79  3.39
Diphenamid
2.5 6.19 6.63 86.19 5.11 2.50 1.05 1.99 11.02 17.65  11.59
0.5 3.22 9.00 5.91 18.35 4.65 16.34 3.47 8.48 4.59 4.87
Endosulfan-a
2.5 0.28 2.84 7130 3291 0.25 0.45 0.68 2.01 0.99 10.43
0.5 23.08 4.62 37.84  15.65 7.01 14.61 14.32 6.15 1.35 5.58
Endosulfan-s
2.5 10.44 4.65 54.31 11.20 4.59 1.77 34.94 6.98 14483 14.67
. 0.5 24.07 4.07 13.51 12.30 0.49 11.13 2234 6.31 13.49 9.13
Fenamiphos
2.5 16.76 9.66 6.65 13.87 2.49 10.97 5.93 3.17 2.83 15.40
. . 0.5 6.92 433 11.07 8.90 7.82 8.51 3.06 7.46 3.14 7.48
Fenitrothion
2.5 7.32 7.48 12.26 4.29 7.20 2.04 2.65 3.34 3.92 5.98
. 0.5 48.12 8.60 55.64 6.47 55.13 7.69 63.30 6.77 64.07 8.51
Flucythrinate
2.5 17.58 3.15 66.68 19.26  23.65 3.66 23.03 1.02 28.28 4.78
Heptachlor 0.5 8.30 11.15 16.17 7.64 10.18 6.03 10.30  24.00 8.97 7.15
-epoxide 2.5 0.70 5.48 70.19  10.27 1.43 2.37 2.04 2.09 2.82 6.46
I Il 0.5 25.85 6.45 28.39 8.94 30.46 7.70 26.40 8.12 17.10 6.45
mazali
2.5 9.88 9.09 72.72 6.53 0.18 2.06 1.83 0.99 0.00 7.48
0.5 24.50 7.34 61.15 6.18 3549 2230 2831 7.68 25.96 6.09
Indanofan
2.5 14.25 4.62 62.54  20.77 15.61 1.07 15.46 0.17 19.51 4.04
. 0.5 41.55 7.99 36.36 3.54 55.52 498 54.08 3.19 34.45 7.39
Iprovalicarb
2.5 22.87 1.96 7.30 11.67 9.10 3.99 78.71 1.04 9.49 1.02
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Table 7. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD analysis using QUEChERS method (continued)

. Potato Apple Pepper Bean Rice
.. Spiking level
Pesticide (me/ke) Rec RSD Rec RSD Rec RSD Rec RSD  Rec  RSD
(%) (%) (%) (%) (%0) (%) (%) (%) (%) (%)
Aldrin 0.5 427 10.62 6046 1499  10.79 7.44 1938 2290 13.33 6.84
0.5 8.93 21.15 1122 23.14 2.06 11.15 5.17 16.62 7.15 8.48
Isofenphos
2.5 4.69 8.56 2.94 17.38 4.75 4.61 1.78 2.05 425 2.30
Methidathion 0.5 16.66 2064 2060 1592 3832 2126 13.52 6.61 2.36 5.65
2.5 7.74 7.78 3.46 6.36 1.57 2.35 0.97 5.63 33.11 6.97
Metob 0.5 3.99 4.63 1328 12.74 7.38 18.19 7.32 7.94 9.29 7.94
etobromuron
2.5 3.42 3.09 64.81 2.57 1.91 3.64 2.05 6.43 6.06 2.14
T 0.5 28.03 11.33  40.10 1064  38.75 1476 36.31 6.35 40.88 8.66
Metribuzin
2.5 15.18 4.69 69.53 0.20 15.54 8.04 13.56 1.98 16.88 1.08
) 0.5 48.79  20.64  85.57 9.09 51.53 6.05 7036 2232  66.02 7.03
Mevinphos
2.5 29.43 5.50 59.80 3.74 33.40 9.00 34.97 1.07 40.71 11.00
Molinate 0.5 13.67 1463 8597 11.10 86.84 4.99 50.86  18.88  72.02 6.98
2.5 6.66 3.94 2540 1941  23.72 4.68 3.38 2.64 19.80  10.78
. 0.5 10.91 5.18 8.37 6.98 11.47 5.06 13.19 1632 9.72 8.33
Oxadiazon
2.5 4.04 7.29 70.93 18.11 3.74 3.17 4.02 1.03 6.87 5.56
Phosphamidone 0.5 36.89 1564 1447 7.64 2848 1446 2684 2146  26.05 7.15
P 2.5 20.59 6.33 30.06 1.38 5.64 1.54 1898  11.04 2751 3.33
Prob | 0.5 24.34 2.61 35.62 4.68 33.34 7.76 29.65 7.36 38.43 6.84
robenazole
2.5 14.61 4.05 66.87 6.22 16.70 2.98 16.66 5.67 17.69 497
0.5 4451 5.48 55.24 4.62 56.57 4.98 41.99 4.60 35.61 7.45
Prochloraz
2.5 4.48 8.60 73.24 7.04 11.26 6.74 13.13 2.94 9.10 2.78
. 0.5 2.25 6.65 8.64 2.56 2.09 5.04 2.99 5.80 6.14 7.32
Procymidone
2.5 0.35 2.67 67.12 5.42 1.63 6.03 0.32 3.66 0.94 11.84
. 0.5 5.43 8.25 8.99 6.39 6.23 6.39 0.20 7.66 7.64 5.09
Prothiophos
2.5 5.09 5.49 1.54 9.29 1.72 13.64 1.36 4.14 5.47 9.49
Pyriminobac 0.5 21.38 4.69 59.77 7.15 64.13 2.60 8.61 4.15 5.78 4.80
-methyl 2.5 14.71 7.71 15.59 4.80 5.10 18.06  13.75 1.97 10.61 7.49
L 0.5 33.51 5.48 93.12 8.25 88.33 8.47 62.69 7.99 11.85 8.47
Simazine
2.5 4.83 4.68 1.09 233 25.07 1.07 9.65 5.09 15.53 0.47
Si ) 0.5 3.21 2.94 43.92 6.63 11.47 3.66 10.22 6.11 4.17 4.65
imeconazole
2.5 8.77 2.64 52.72 7.72 15.45 5.60 10.57 597 6.61 5.14
0.5 19.01 6.35 53.50 9.44 56.97 734 10410 2.84 18.90 2.98
Tebufenpyrad
2.5 6.26 7.26 21.81 6.07 6.66 7.19 18.86 6.48 17.17 2.04
. 0.5 6.26 2.68 12.18 5.68 10.18 5.63 10.69 3.08 11.36 6.13
Tefluthrin
2.5 1.93 7.55 73.19  12.05 1.39 8.87 0.73 4.01 3.34 6.63
0.5 7.07 4.79 37.97 5.09 41.33 7.94 2.51 5.74 4291 291
Terbufos
2.5 2.87 8.62 1.18 15.84 6.08 5.11 0.34 3.64 4.77 5.23
Tetraconazole 0.5 7.12 8.08 11.21 4.61 9.83 8.89 8.58 2.98 6.53 3.48
2.5 3.98 4.68 71.26 7.84 3.28 1.09 3.00 9.97 5.05 4.49
Tetradifon 0.5 7.79 4.68 16.48 3.07 9.70 4.66 8.91 7.69 5.71 3.94
2.5 0.93 2.70 72.73 8.02 4.08 3.35 3.66 10.05 3.20 2.49
Thi 0.5 9.02 9.74 4.08 6.93 3.93 8.49 14.13 5.90 12.65 7.48
iazo
Pyt 2.5 3.47 6.68 3.94 2.35 8.70 1.99 8.84 17.47  10.89 7.89
. . 0.5 11.90 7.61 13.44 5.52 13.37 6.70 15.53 4.30 12.86 7.55
Thifluzamide
2.5 0.31 4.72 72.98 6.19 0.29 3.44 6.29 20.65 9.58 10.86
. 0.5 46.14 7.79 59.92 6.94 58.17 3.88 48.73 8.01 57.47 6.30
Zoxamide

2.5 42.99 6.46 68.13 9.58 41.19  11.04 2761 3.97 31.83  19.79
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Table 8. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD analysis using STQ method

. Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (me/ke) ec RSD Rec RSD Rec RSD Rec RSD Rec  RSD
(%0) (%) (%0) (%) (%0) (%0) (%) (%) (%) (%)
Aldri 2.0 5.98 7.48 24.11 7.97 13.81 2.47 6.23 11.04 5.51 1.32
rin
10.0 4.40 7.98 4.65 2.01 6.47 1.63 6.58 2.33 7.92 1.30
Azinphos 2.0 8.76 4.08 10.95 5.64 16.56 5.96 17.66 4.63 8.24 1.63
-methyl 10.0 0.77 6.63 3.70 11.02 6.57 4.67 8.09 4.96 7.73 2.07
. 2.0 1128  11.67 1294 2.61 10.86 6.14 2.87 3120 1754 9.44
Azoxystrobin
10.0 0.97 4.15 0.96 1.65 1.85 8.98 9.81 4.17 1.02 4.69
. . 2.0 6.63 0.65 577 5.69 6.73 5.32 3.96 6.99 9.36 5.21
Bifenthrin
10.0 7.91 7.35 5.57 3.79 7.78 6.14 4.19 5.01 9.44 8.64
. 2.0 10.46 3.67 18.82 4.63 17.78 3.44 18.87 8.66 30.13 0.63
Buprofezin
10.0 421 10.63 4.99 1.05 14.86 5.65 20.56 0.24 18.48 5.19
2.0 2.48 1.10 6.39 2.35 7.63 5.02 10.85 3.20 12.16 5.48
Cadusafos
10.0 4.43 12.32 5.96 6.32 6.08 1.17 4.00 11.07 8.32 9.67
Cant 2.0 3.27 0.98 7.74 1.78 10.55 4.79 2.75 1.13 0.10 5.92
aptan
P 10.0 8.85 5.65 1.43 3.27 3.36 4.93 1.24 5.32 4.72 429
2.0 7.00 5.73 6.84 3.14 3.86 6.34 0.95 2.30 5.10 5.31
Chlorfenapyr
10.0 7.98 3.35 5.88 477 6.25 3.64 2.21 6.94 6.74 1.00
2.0 85.81 291 86.26 9.65 86.61 5.02 45.57 4.63 87.72 2.01
Chlorpropham
10.0 43.37 1.96 46.57 5.31 4882  11.04 88.00 19.66  52.88 3.07
. 2.0 13.13 0.24 13.43 4.52 14.01 1.33 8.09 2.34 15.57 4.01
Clofentezine
10.0 428 5.17 3.57 2.96 9.78 18.51 15.99 2.44 7.93 22.01
) 2.0 3.05 5.71 8.60 0.54 11.52 2.09 3.55 4.01 0.75 2.15
Difenoconazole
10.0 5.02 8.81 3.12 5.16 0.18 20.31 8.84 7.82 1.83 2.36
. 2.0 3.74 5.32 7.72 8.91 18.51 9.78 16.16 1.04 27.19 2.04
Diniconazole
10.0 3.57 3.62 10.60 2.85 16.91 9.64 16.55 431 2141 10.30
. . 2.0 6.02 2.04 1253  19.15 1674 1564  15.11 11.20 1512  12.10
Diphenamid
10.0 2.60 3.05 8.73 6.95 12.97 7.14 12.66 2.06 18.14 2.08
2.0 6.19 4.59 7.74 1.57 8.12 2.87 3.62 21.04 7.81 4.66
Endosulfan-o.
10.0 7.92 4.96 7.88 4.66 9.40 5.31 4.66 6.54 9.23 447
2.0 4.30 11.04 2955 1063 12.84 1.01 10.84 3.33 11.61 3.97
Endosulfan-s
10.0 7.72 8.63 3.97 3.83 12.71 4.66 10.54 5.96 16.01 5.63
. 2.0 4.72 15.66 9.59 15.04 1255 1136  16.85 6.01 20.88 4.04
Fenamiphos
10.0 2.17 2.84 4.99 3.01 6.74 9.54 7.53 5.47 7.65 15.63
. . 2.0 4.01 14.98 6.86 0.68 11.00 227 14.46 5.08 12.54 0.34
Fenitrothion
10.0 1.12 5.71 3.57 0.67 6.05 1.48 4.15 2.31 5.73 2.96
. 2.0 22.61 3.64 14.11 4.69 16.18 4.04 0.64 432 12.01 2.78
Flucythrinate
10.0 9.01 11.02 1.64 2.34 5.01 7.38 0.76 8.53 6.39 9.34
Heptachlor 2.0 6.38 1.99 7.08 8.63 12.44 1133 3.82 1.97 7.84 2.92
-epoxide 10.0 6.62 22.30 7.74 0.19 12.04 3.28 5.60 7.14 9.90 425
! Il 2.0 5.81 0.78 5.56 2.67 7.99 2.40 1.95 1.35 6.10 3.64
mazali
10.0 7.24 1.36 4.03 5.31 7.45 4.09 6.13 17.5 12.19 7.07
2.0 7.48 2.64 5.50 4.15 6.32 1.02 2.69 2.04 6.78 433
Indanofan
10.0 7.31 0.69 4.40 2.24 6.11 4.67 4.69 21.04  10.15 8.61
. 2.0 6.55 3.48 7.36 2.85 24.74 5.90 30.46 2.00 24.49 1.64
Iprovalicarb
10.0 19.37 5.31 15.99 5.65 13.76 5.19 15.86 5.33 31.58 4.60
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Table 8. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD analysis using STQ method (continued)
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. Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mg/ke) ec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
2.0 432 1.98 6.41 4.54 9.24 2.78 12.59 1.69 11.97 5.24
Isofenphos
10.0 2.03 0.55 2.17 7.96 4.36 4.63 5.58 6.10 5.49 1.08
. . 2.0 5.64 10.68 8.16 5.55 13.54 9.94 14.05 439 17.93 297
Methidathion
10.0 1.43 1.63 3.88 4.80 6.33 3.68 6.88 0.21 7.57 18.24
2.0 5.24 9.63 3.38 2.14 7.36 19.60 3.63 0.68 5.35 1.04
Metobromuron
10.0 6.91 7.33 4.10 2.61 6.99 1.16 3.88 3.68 8.51 11.04
o 2.0 3.55 1.64 2.76 1.61 6.36 2.44 0.05 0.44 4.05 5.63
Metribuzin
10.0 448 1.01 4.18 4.69 6.90 2.94 1.73 497 7.81 12.03
. 2.0 2.89 547 27.42 2.32 0.92 1.03 1.47 1.02 3.70 11.35
Mevinphos
10.0 1.69 3.84 0.04 5.30 493 4.64 0.74 5.91 6.63 2.90
Molinat 2.0 53.21 222 89.81 8.95 90.07 2.61 53.71 2.33 90.53 15.99
otnate 100 6407 165 6624 277 6741 852 6365 237 6967 567
. 2.0 5.94 9.47 5.85 7.58 3.48 5.65 0.69 5.12 4.72 14.35
Oxadiazon
10.0 8.72 1.38 5.04 4.63 7.60 2.39 2.65 4.08 6.47 7.80
. 2.0 4.67 3.19 9.69 1.05 11.05 498 16.49 3.47 15.91 1.24
Phosphamidone
10.0 1.87 11.34 6.69 5.02 7.53 11.65 10.38 2.93 10.81 4.65
2.0 3.36 2.35 2.79 1.30 16.62 4.07 2.72 2.81 8.91 5.32
Probenazole
10.0 2.67 12..01 1.87 2.07 5.17 17.04 3.46 1.04 3.50 5.07
2.0 24.07 1.68 13.61 2.74 16.32 1.66 0.58 3.91 11.22 0.69
Prochloraz
10.0 7.04 9.64 0.95 1.64 3.83 20.66 0.14 11.04 5.92 4.19
. 2.0 5.78 4.56 7.92 5.29 6.38 2.07 3.72 5.73 6.33 8.33
Procymidone
545 8.24 6.40 4.39 8.75 291 4.69 20.36 7.31 9.33 12.67
. 2.0 3.23 11.07 5.12 3.17 5.53 14.21 9.22 2.84 13.32 1.74
Prothiophos
10.0 0.72 22.66 2.96 11.05 4.56 1.04 5.47 1.35 5.29 3.84
Pyriminobac 2.0 7.62 21.48 11.97 2.94 2147 11.03 30.12 543 29.31 5.01
-methyl 10.0 2.93 2.87 10.43 18.18 15.22 5.64 16.53 22.01 21.97 1.62
L 2.0 21.07 1.98 69.58 5.63 50.58 2.69 18.24 2.51 60.85 11.63
Simazine
10.0 3.29 5.32 17.06 533 10.01 7.00 2.11 11.03 14.19 5.67
. 2.0 6.99 5.07 5.30 5.14 6.46 533 11.93 3.68 14.25 19.96
Simeconazole
10.0 0.63 1.69 4.52 2.74 7.81 1.96 12.25 6.34 12.73 4.94
2.0 5.96 4.07 12.94 2.04 16.24 2.20 17.75 4.31 2186  21.63
Tebufenpyrad
10.0 2.46 7.63 8.92 1.63 11.16 047 11.56  33.14 16.59 1.01
. 2.0 6.20 9.65 6.10 2.30 9.37 347 3.68 2.01 6.36 5.24
Tefluthrin
10.0 9.89 2.93 7.30 1.52 9.52 2.61 3.87 2.96 8.74 2.01
2.0 3.68 4.97 5.58 2.94 7.60 1.05 10.37 2.03 12.74 12.32
Terbufos
10.0 0.85 2.17 4.61 2.28 5.67 1.04 3.27 19.05 5.02 0.97
2.0 5.94 31.36 5.90 12.35 3.23 5.00 2.78 1.30 6.66 1.68
Tetraconazole
10.0 5.94 2.06 5.62 1.94 7.68 6.34 291 4.66 7.19 4.31
. 2.0 6.36 5.91 5.97 4.87 7.35 1.69 1.23 0.68 4.93 4.21
Tetradifon
10.0 7.73 4.68 6.05 1.74 7.58 8.17 2.26 1.33 7.52 15.36
. 2.0 2.83 343 15.45 10.66 4.11 3.31 15.01 4.05 19.85 1.07
Thiazopyr
10.0 1.98 2.47 9.30 3.31 10.71 442 7.38 2.01 16.81 2.02
. . 2.0 6.80 2.92 5.88 11.47 6.28 1.12 1.31 1.03 6.16 1.88
Thifluzamide
10.0 1.58 11.02 4.84 1.04 9.18 2.62 2.12 2.20 6.30 22.44
. 2.0 9.35 4..01 4.29 2.48 10.27 3.30 3.90 1.77 3.60 5.84
Zoxamide
10.0 6.63 10.99 5.74 8.64 3.25 477 0.90 5.74 449 4.15
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Table 9. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD with LVI analysis using STQ method

o Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mg/ke) ec RSD Rec RSD Rec RSD  Rec RSD  Rec  RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
Aldri 0.1 118.06 2759 121.54 1.20 129.99 1854 12599  8.62 111.86  20.01
rin
0.5 208.45  6.30 88.72 7.26 79.91 9.34 10725 10.85 10897 11.37
Azinphos 0.1 11099 1744  68.60 16.89  83.57 1.23 87.63 19.03  99.14 12.90
-methyl 0.5 98.83 3.13 86.02 2.40 88.80 7.54 79.73 8.77 85.70 8.16
. 0.1 32.94 5.49 97.40 4.06 115.35 17.87  89.09 8.57 103.45 15.70
Azoxystrobin
0.5 82.63 4.93 73.73 12.12  91.53 7.36 76.23 1425 7748 6.93
. . 0.1 88.59 347 111.54 424 105.64 3.14 74.47 7.98 78.75 2.91
Bifenthrin
0.5 87.15 4.68 77.65 1096  83.44 7.93 81.31 2.01 78.15 6.98
. 0.1 96.00 1.85 97.32 4.78 111.64 23.14  95.02 1023  101.75 9.84
Buprofezin
0.5 94.50 7.86 85.60 337 89.56 8.34 87.57 11.04 90.46 8.04
0.1 116.74 19.05  98.97 1648  91.90 0.31 85.71 8.00 93.76 7.19
Cadusafos
0.5 87.21 3.36 83.33 242 86.98 5.92 83.07 7.49 88.32 5.54
Cant 0.1 100.13  5.55 116.28  2.90 106.33 1.96 96.84 8.45 107.21 2.57
aptan 0.5 7101 664 7973 1255 8786 821 8731 505 100.10 850
0.1 10037  9.25 85.69 7.20 113.50  6.28 11477  7.19 96.56 2.21
Chlorfenapyr
0.5 76.27 2.70 77.05 13.75  80.52 12.15 11052  8.17 81.31 1.24
0.1 82.47 17.05  109.05 17.41 39.00 7.21 88.34 14.54 9230 16.59
Chlorpropham
0.5 90.97 991 79.41 1044 71.82 1135 11954 398 127.54  12.69
. 0.1 104.05  8.50 8491 1849 9449 9.37 94.78 7.01 91.52 10.30
Clofentezine
0.5 94.12 4.07 81.71 11.74  88.78 8.45 92.36 4.65 103.67 1.30
. 0.1 85.57 4.63 90.23 13.61 9770 2346  83.09 6.17 105.69  5.86
Difenoconazole
0.5 77.79 4.95 80.12 7.65 84.45 8.04 80.26 3.60 101.56  3.03
. 0.1 103.79 1242  72.08 13.89  106.13  7.47 81.62 19.87  90.51 17.92
Diniconazole
0.5 98.11 5.87 77.06 5.08 80.90 1047  73.95 8.35 83.34 4.27
. . 0.1 11276~ 599 90.19 17.60  97.78 9.36 74.66 1598  74.07 6.12
Diphenamid
0.5 84.96 4.69 74.40 1449  76.74 9.20 78.53 9.41 80.35 5.11
0.1 79.07 1.49 76.56 3.62 87.38 2.96 76.04 4.57 98.52 11.03
Endosulfan-ou
0.5 5742 9.53 86.24 14.13  98.72 5.79 86.62 7.80 46.96 5.92
0.1 115.55 8.93 10237 1395  81.68 13.68  87.19 13.02  83.56 11.09
Endosulfan-s
0.5 80.31 4.68 94.91 11.35 9599 11.67 81.12 2.05 93.44 5.34
. 0.1 99.85 9.14 80.90 7.77 85.54 9.31 70.11 11.76  82.70 8.02
Fenamiphos
0.5 94.94 0.77 78.97 5.32 79.56 5.34 76.72 9.46 85.88 7.49
. . 0.1 10499 11.85 9691 9.06 99.05 533 10229 1225 10037  6.28
Fenitrothion
0.5 99.67 0.70 88.84 4.23 92.51 5.88 90.43 9.58 89.31 6.68
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Table 9. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD with LVI analysis using STQ method (continued)

. Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mgke) Rec RSD Rec RSD Rec RSD Rec RSD Rec RSD
(%0) (%) (%0) (%) (%0) (%) (%) (%) (%) (%)
. 0.1 96.17 4.06 8122  19.08 102.09 19.31 84.01 1099 112.50 12.39
Flucythrinate
0.5 95.65 5.43 76.90 7.72 88.07 6.37 88.54 10.10 108.16  3.02
Heptachlor 0.1 126.05 341 99.45 8.02 97.38 8.69 82.92 7.85 84.41 1.97
-epoxide 0.5 113.73  6.73 7398 1120  96.57 250 11226  17.61 11621  2.83
| Il 0.1 101.88 1529 11549 11.66  97.07 3.73 109.57  6.60 78.08 4.15
mazali
0.5 89.27 8.03 121.12  18.71  73.55 12.00 12948 1995 8746 9.66
0.1 121.87 1293  81.87 12.86  71.04 878 12748 13.12 9730 11.83
Indanofan
0.5 86.84 326 10093 622 11482 1873 90.79  12.55 123.67 146
. 0.1 8552 1683 111.94 721 92.44 5.87 117.89  12.07 9723 3.87
Iprovalicarb
0.5 105.05  8.69 90.31 3.50 89.85 6.35 95.15 10.66  90.90 7.90
0.1 161.53  20.08 97.36 547 101.18 194 96.60 8.97 97.28 7.98
Isofenphos
0.5 105.66  2.20 93.29 2.17 96.01 6.88 95.42 7.95 94.28 4.96
L 0.1 87.16 559 10936 929 10349  3.11 99.42  11.74 100.55 10.00
Methidathion
0.5 91.18 3.21 81.07 7.86 85.48 5.46 83.75 8.55 83.25 5.79
0.1 101.99 13.80  93.15 497 10245 17.84 10299 521 101.73  22.07
Metobromuron
0.5 11826 13.04  72.71 1027 77.86  13.63 9376 1742  92.73 8.49
L 0.1 8220 1398  80.04 9.92 99.03 3.48 92.06 1.96 106.70  2.26
Metribuzin
0.5 71.97 1444  79.05 2.38 72.95 1246  84.38 256 10796  6.19
. 0.1 132.11 992 12576 032 90.58 376 10480 1040 7247  26.00
Mevinphos
0.5 78.31 11.83  99.47 6.89 12326 13.84 8935 5.13 89.20 17.81
Molinat 0.1 87.76 3.69 8.32 8.72 8.20 13.84 3526 1198  72.03 4.89
olinate
0.5 23.72 7.04 26.68 13.80  29.04 10.02 36.64 17.68 8442 1022
. 0.1 8527 1121 97.98 2.85 131.85 2.16 12327 1026 80.75 19.67
Oxadiazon
0.5 8537 17.01 3752 9.95 94.10 1.67 99.54  20.15 128.02 2.20
. 0.1 109.04 1779  73.77 10.18  85.00 3.88 70.83 5.21 82.70 6.35
Phosphamidone
0.5 9472 1192 106.16  3.71 60.17 1221 49.86 1029  61.26 8.69
0.1 97.01 2.83 103.51  11.39  82.93 0.98 11928 345 113.56  3.23
Probenazole
0.5 71.57 9.29 72.66 1235  85.72 5.80 98.39 515 112.05 5.08
0.1 91.09 222 96.55 10.05 102.79  8.35 95.32 1.82  111.31 8.06
Prochloraz
0.5 78.13 5.00 80.42 7.85 84.36 6.50 82.63 572 10336  0.70
. 0.1 99.85 9.32 76.89 5.57 89.92 4.64 111.85 16.68  98.10 6.81
Procymidone
0.5 72.73 1126  83.10 1945 75.16 3.71 83.17 16.66 12327  0.19
. 0.1 16222 1926  99.74 6.49 95.63 4.33 84.35 8.40 95.62 6.64
Prothiophos
0.5 98.37 4.99 86.69 8.51 90.09 6.76 80.11 7.35 88.76 5.05
Pyriminobac 0.1 129.54 1728 117.76 2385 13539 19.03 91.65 1048 111.18 20.15
-methyl 0.5 99.81 5.33 84.86 5.27 9348  10.12  88.08 12.25  88.35 9.00
Simazi 0.1 72.51 5.86 86.04 2.65 87.70 1.38 73.74 2.89 76.48 0.31
imazine
0.5 55.23 8.65 62.14  10.70  86.24 3.38 92.76 4.85 75.68  18.09
. 0.1 99.85 6.22 96.75 3.68 129.80 19.64  94.00 1.58  108.70  5.68
Simeconazole
0.5 74.67 6.80 78.64 8.94 89.54 8.50 96.11 6.83 97.95 5.46
0.1 89.63 8.09 10586 32.58 11466 1335 7280 10.10 127.34 1048
Tebufenpyrad
0.5 71.86  16.05  94.26 4.18 7527 1851 10476  8.13 10835 9.61
. 0.1 110.58 2043 11471 1099  77.37 11.54  80.59 9.77 9459  17.67
Tefluthrin

0.5 96.30 6.04 80.92 2.17 94.99 6.92 80.18 8.46 84.31 7.25
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Table 9. Recoveries of 45 pesticides in 5 samples by GC-ECD/NPD with LVI analysis using STQ method (continued)

o Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mg/ke) ec RSD Rec RSD Rec RSD Rec RSD  Rec  RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
0.1 111.92 1992 95.14 1920  80.97 1.26 71.66 1429  83.10 7.33
Terbufos
0.5 86.03 0.95 81.12 2.18 81.21 4.81 73.53 8.84 82.08 5.87
0.1 92.81 5.95 106.77  3.54 93.80 1.88 74.48 11.72 10122 224
Tetraconazole
0.5 79.56 17.84 7527 12.53  79.74 8.28 63.51 6.74 93.17 8.26
. 0.1 97.56 3.98 85.42 12.41 91.88 991 87.31 4.89 70.89 0.94
Tetradifon
0.5 70.10 833 100.17  5.78 75.01 8.01 72.17 4.99 78.82 3.04
. 0.1 12645 1222 116.55 8.55 113.37  18.63 83.78 9.83 12036  16.27
Thiazopyr
0.5 125.41 8.14 113.56 1.04 113.66  6.18 100.04  4.50 119.08  4.85
. . 0.1 88.29 3.72 110.52  8.62 99.82 1.64 96.90 4.95 101.38  2.78
Thifluzamide
0.5 68.28 7.50 73.38 9.79 81.98 7.97 85.89 2.93 10576  5.57
. 0.1 102.08  6.52 104.07  6.00 101.60 12.13  93.39 8.59 108.45 12.05
Zoxamide
0.5 75.22 4.52 77.31 9.31 82.66 5.82 82.14 8.57 103.64  4.49
Table 10. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD with LVI analysis using STQ method
. Potato Apple Pepper Bean Rice
. Spiking level
Pesticide (mgkey MWE RSD  ME RSD ME RSD ME RSD ME RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
Aldri 0.1 0.91 4.68 0.05 8.84 0.20 7.04 0.36 11.06 0.18 2.88
rin
0.5 0.24 1.31 0.21 0.66 0.20 3.36 0.35 8.68 0.44 3.55
Azinphos 0.1 10.07 2.64 0.88 4.63 0.64 5.68 0.52 4.33 0.84 4.65
-methyl 0.5 17.23 5.64 0.22 2.31 0.05 5.54 0.14 1.30 0.14 4.10
. 0.1 5.10 4.15 1.61 4.01 2.06 18.98 0.23 2.05 1.34 533
Azoxystrobin
0.5 0.93 1.35 0.80 4.88 1.30 1.07 0.35 2.24 0.40 7.66
. . 0.1 0.35 7.05 791 11.54 8.17 5.63 2.30 12.90 7.75 297
Bifenthrin
0.5 23.99 9.64 3.25 2.20 3.37 297 1.27 10.54 1.21 4.90
. 0.1 11.70  30.11 27.30 18.99  32.04 247 15.63 4.71 31.68 4.14
Buprofezin
0.5 9.95 7.04 24.62 7.69 34.38 11.35 17.79 1.23 16.18 13.65
0.1 6.72 5.04 16.80 19.01 12.14 7.62 13.77 1.05 13.81 2.63
Cadusafos
0.5 6.23 5.31 11.16 9.32 9.82 4.61 9.12 6.35 7.66 4.25
Cant 0.1 40.61 9.78 25.35 4.66 18.24 5.14 11.97 2.64 14.83 11.05
aptan 0.5 1977 1101 1648 416 1788 533 967 18 777 187
0.1 0.20 11.04 1.44 1.34 1.44 4.68 1.07 433 1.18 17.78
Chlorfenapyr
0.5 0.16 16.64 0.22 6.23 0.17 7.31 0.04 7.98 0.13 22.34
0.1 51.88 16.75 0.06 7.34 0.24 5.31 0.56 8.90 0.27 14.05
Chlorpropham
0.5 6.14 8.59 0.44 7.55 0.25 426 0.15 4.15 022 18.45
. 0.1 0.27 2.01 38.71 8.00 47.15 2.99 38.09 14.67  37.69  23.69
Clofentezine
0.5 0.12 4.01 8.08 8.31 10.21 5.94 5.37 6.44 5.99 18.22
. 0.1 2.61 4.63 2.69 6.90 3.02 .66 2.35 20.15 1.76 26.54
Difenoconazole
0.5 0.34 7.63 0.56 11.77 0.66 18.63 0.56 16.32 0.29 10.32
. 0.1 24.74 2.09 19533  4.13 180.65 4.80 12638 1795 158.88 10.09
Diniconazole
0.5 12.09 2.04 123.57 532 11433 11.03  69.96 12.54  69.51 6.05
. . 0.1 10.72 0.67 0.83 6.52 0.68 0.33 0.95 13.37 0.08 4.21
Diphenamid
0.5 9.61 5.98 0.52 4.09 0.10 4.65 0.30 1.04 0.78 5.20
0.1 13.93 444 38.34 4.38 28.69 4.67 28.97 9.30 32.23 1.88
Endosulfan-o.
0.5 7.18 8.31 8.40 8.36 6.09 23.36 5.64 7.92 5.53 1.02
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Table 10. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD with LVI analysis using STQ method (continued)

. Potato Apple Pepper Bean Rice
.. Spiking level
Pesticide (mg/kg) M/E RSD M/E RSD M/E RSD M/E RSD M/E RSD
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
0.1 23.60 3.98 13247  4.79 186.85  9.64 129.23  4.21 94.58 7.48
Endosulfan-s
0.5 2.63 15.15 19.32 1223 2297 11.04 17.40 4.38 12.62 721
. 0.1 5.52 11.04 12.38 2.04 11.78 5.15 9.73 2.39 9.64 2.64
Fenamiphos
0.5 5.41 17.84 2.10 5.44 1.95 1.74 1.38 5.19 1.32 9.48
. . 0.1 10.05 8.87 69.32 6.31 79.16 7.84 66.22 7.68 71.78 3.15
Fenitrothion
0.5 8.55 5.66 16.06 18.68 18.74 8.28 14.35 7.37 14.33 15.96
. 0.1 22.35 3.31 34.24 4.99 34.29 18.87  30.05 4.15 3452  23.88
Flucythrinate
0.5 21.70 7.97 6.60 7.79 7.05 11.30 5.17 4.88 5.10 18.32
Heptachlor 0.1 1.31 2.47 0.65 6.36 0.56 12.32 0.41 9.64 0.45 10.10
-epoxide 0.5 0.55 443 0.24 5.54 0.32 10.45 0.13 5.62 0.22 8.62
| il 0.1 18.99 5.96 0.48 11.04 0.71 11.04 0.29 5.35 0.36 4.94
mazatl 0.5 1505 636 015 612 042 200 005 327 020 1551
0.1 43.49 3.44 1.56 12.31 1.49 5.34 1.59 1.00 1.17 3.61
Indanofan
0.5 32.09 8.95 24.92 7.87 0.62 1.24 26.01 9.49 1.05 7.48
. 0.1 12.56 0.87 51.16 6.35 73.69  33.04 26.35 13.31 48.24 422
Iprovalicarb
0.5 11.80 7.68 3.28 2.59 5.04 8.63 1.64 10.00 0.30 6.64
0.1 10.11 533 0.42 7.94 0.72 20.15 0.23 15.87 0.29 18.62
Isofenphos
0.5 6.98 11.04 0.18 4.63 0.40 1.04 0.27 7.03 0.27 3.85
. . 0.1 4.88 15.16  25.37 8.05 33339 13.31 23.64 2223 44514 534
Methidathion
0.5 7.54 16.28 15.88 3.14 10297  6.66 15.18 8.82 30741 7.20
0.1 2.29 14.94 4.65 17.17 5.16 4.68 6.03 9.84 3.90 7.99
Metobromuron
0.5 0.82 945 241 13.02 2.03 9.00 1.99 3.66 1.17 0.55
o 0.1 2298 2037 345 1.66 5.62 14.74 3.16 13.34 3.10 10.03
Metribuzin
0.5 28.60 331 0.53 11.06 0.67 431 0.42 4.25 0.35 4.32
. 0.1 1.25 4.84 14.91 4.90 9.26 12.01 6.79 4.13 8.55 11.51
Mevinphos
0.5 1.07 12.04 2.36 4.35 1.36 7.26 0.99 1.17 1.30 18.98
Molinat 0.1 3.73 0.39 39.26 7.39 45.95 4.66 2545 0.55 25.33 2.01
in
olnate 0.5 10.51 4.84 30.82 1297  36.76 4.53 22.39 0.55 20.68 14.54
. 0.1 7.12 11.12 2.55 8.85 13.11 2.51 16.57 7.68 6.91 9.04
Oxadiazon
0.5 6.05 5.64 7.30 5.36 0.66 11.33 12.16 2.34 13.06  20.30
. 0.1 9.12 13.62 18.17 5.24 27.85 3.97 25.00 4.11 18.71 4.65
Phosphamidone
0.5 7.36 3.33 14.10 4.51 12.39 2.58 19.84 8.94 23.03 4.64
0.1 0.25 5.27 10.13 7.07 13.27 11.04 14.28 2.04 18.57 7.35
Probenazole
0.5 10.06 7.02 7.04 0.20 6.17 4.17 11.85 5.34 13.75 8.88
0.1 4.00 7.43 18.79 5.12 13.92  22.65 16.71 0.88 30.11 1.33
Prochloraz
0.5 2.33 5.21 6.57 7.32 33.91 6.34 14.00 444 16.70 2.50
. 0.1 2.20 2.94 3242 4.94 35.58 13.07 39.84 11.02 5041 5.00
Procymidone
0.5 1.36 4.01 13.66 8.06 4.10 1.37 19.85 7.30 23.06 2.02
. 0.1 4.57 5.01 16.16 16.58 19.04 496 22.46 16.64  28.83 9.66
Prothiophos
0.5 3.87 0.77 12.46 15.01 9.56 2.49 17.99 8.27 21.52 3.66
Pyriminobac 0.1 16.10 2.64 8.91 10.34 13.12 5.32 14.56 18.90 15.64 4.13
-methyl 0.5 2.77 2.01 6.46 22.06 5.67 8.61 9.92 4.01 11.67 8.49
L 0.1 6.21 11.77 12.46 0.88 15.93 2.07 16.87 437 22.14 12.34
Simazine

0.5 3.64 5.64 9.32 18.24 5.08 7.10 14.14 2.38 15.74 3.73
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Table 10. Matrix effect of 45 pesticides in 5 samples by GC-ECD/NPD with LVI analysis using STQ method (continued)

1z
0f
BN
Ofoh

. Potato Apple Pepper Bean Rice
Pesticide Spéﬁ“;/gklg)v “"ME RSD ME RSD ME RSD ME RSD ME RSD
(o) (o) (o) (o) (%) (o) (o) (o) (o) (o)
I 01 5320 1352 1733 706 2376 099 2607 756 306 1890
05 1574 836 1374 166 1153 060 2234 750 2399 656
Febufenpyrad 01 1289 1496 1563 335 1681 804 1893 810 2453 7.0
05 1346 414 086 289 433 433 518 885 759 495
S 0.1 122 500 725 507 1033 600 1248 909 1383 1025
05 1461 922 1832 1030 1622 198 2118 236 2260 1104
rrbutos 0.1 709 085 1667 464 1526 1104 1773 1844 2941  11.96
05 755 1074 1157 533 937 436 1381 131 1954 298
S 0.1 099 539 1481 185 107 1865 1521 235 1617 632
05 1291 1568 678 204 577 250 1359 040 1360 1421
it 0.1 138 767 609 1166 910 203 1060 874 1279 474
05 145 233 467 870 245 337 752 264 811 840
hiazopyr 0.1 2401 108 1935 1096 075 467 981 994 2656 1221
05 1701 847 1088 964 042 494 1550 948 1961 1336
S 0.1 015 1564 452 904 1871 1423 1316 1100 2252  40.92
05 020 155 877 1263 594 1008 1357 10.62 1592  4.94
— 01 3153 935 3323 415 2499 1005 2654 624 3763  7.62
05 4973 2207 2429 1832 1606 730 2341 1060 3388 1644
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