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Method Validation of Pesticide Residues with QUECHhERS Method for
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Longan by Laboratory of DOA1
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' [ a a a (% o Qr-:lr-:glj a 6 a 14 !
8 Usenda JUsedaniain nuniu wazdasady n15in3stunldlunisimseviaisivnnAiengy
p3n1lunoaLn (organophosphate) aa$n1luAanIU (organochlorine) Iwansous (pyrethroid) way
3 ° o 1Y A A ‘:1' & a = s
AISULLA (carbamate) Tuanle Tngvinnsvegeumeinsasionssanialasunlasnsideiaunafimaines
(GC/MS/MS) uaziasasaminlasuilasnsmnedauuannanes (LC/MS/MS) sudufesinismageuninu
14lavaeis weliinmuweduluanugnissazuiugvenanisnageulagnageay 9 Ws1Emes Ao
2900971579 Al udunss Auudy ANNEs IR0 IN1TNTIANY TATNAUBINITIALTS
U310 ANTNNIZANLT AUAUADNITUAYURUAIAN1ITVBINITNAFBY INNITNAFBUAITNAY
posnluneann (organophosphate) aasnlunasiu (organochlorine) waglninsaen(pyrethroid)

1 & adaa o e . 1l 1 a 5 <
nudn JuIsnEAMNT1wIL191293 (specificity) lifinnuamudanisanialun1snyuwiesnssnduy
3 Wil wagdiseAuAMUNTY 0.5 Hadnsu/Alansy arsdlngyinuaudfves reproducibility nela

Y

#013EN1INAFRUUNA (ruggedness) lagllBug ATy way au1sadinsignitegsaleanlaegng



QNAa3 (accuracy) uazusiugn (precision) Tug19AUdNTUYDILOQ AIUNTNAGBUAIINGUAITUIUA
(carbamate) W1 F37EIANTNIZLI1E s (specificity) ianugndeusiuglngianizdisziuainy
it 0.005 fadnsu/Alansy Saruemusonisaanatlunmsuvissdusnidy 3 uifl waeiisedy
ALY 0.05 Tadnsu/Alansy arsdulvglinuantfves reproducibility neldaniiznisnegeu
Un@ (ruggedness) I%Lﬂ?{auﬁ%mmzﬁ WAy ananInlATIEiieg1saleanlaagegnees (accuracy)
wazwiug (precision) TuteAudntures LOQ
Abstract
Nowadays multi-residues method for pesticides residues determination are several

methods. The advantages of the QUEChERS method are quick, easy, cheap, effective rugged and
safe. Usage of the method to analysis of organophosphate, organochlorine, pyrethroid and
carbamate group in longan by GC/MS/MS and LC/MS/MS must validates to give confidence of
the accuracy and precision with testing 9 parameters (range, linearity, accuracy, precision, limit
of detection, limit of quantitation, specificity, robustness and ruggedness). The result of testing
in the organophosphate, organochlorine and pyrethroid group is find that the method hove
specificity but not rugeed to reduce the first step of spinning time (3 minutes) when use the
centrifuge at the concentration of 0.5 mg/kg. Most substances have the reproducibility and
ruggedness by changing the analyst and able to analysis the fresh longan samples with the
accuracy and precision at LOQ. For carbamate group, the result find that the method has
specificity, accuracy and precision at the concentration of 0.005 me/kg, rugged to reduce the first
step of spinning time (3 minutes) when use the centrifuge at the concentration of 0.05 mg/kg.
Most substances have the reproducibility and ruggedness by changing the analyst and able to
analysis the fresh longan samples with the accuracy and precision at LOQ.
6. A1

alodunalidseaniidrdyuastsemelng Tud 2557 SUSuanisdseenailean 357,185 fu
Anluyan 7,934 d1uum {Jigmmsmﬂﬁwﬁuaﬁmqé’ummmqmﬁmwmL‘T;Ju{]fgmwﬁqﬁﬁﬂﬁﬁmmm
aulalueseaasnsfevesiiuilan uazdeliAnnsiniunisnisd msesgiansanddlutiogdud
nsltmAtlaluNTIATIZYRN99) 19U

wmadafildlunisiinseiasiivandeinateds Wun wadanisasiamnisiasudvesans
(colorimetric) ilunsldansilanunsaruiiserfuansidesnsinseiitelmandls Fadanunsaldlu
ﬂ’]ﬂﬁuﬁmlmugﬂLLUUGUEN“QWIETEH S quﬁﬂmmwaaum@hLLmaa/miﬁwmﬁN "I9" (GT-Pesticide
residual test kit) yanaapUAITNYANA1Y (pesticides residue test kit, PR) kag YAATIFADUATNY
andsludnuald TV kit WWudy drudsnismaaeulasldindosielasunlnsnsn liud dadnlasunlas

ns1vaussauras (high performance liquid chromatography) kag finglasuilasnsid (sas
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chromatography) {Wuisnianuwiugigs aunsansiainlusedviadniudenlansy viadinin
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wanantdeinslaismanilni (electrochemical technique) Tunisiiasigianstosiundndnsive
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NsUSEIUAIBTRIMa (liquid-liquid partition) 1WUASIMNNEE
ANWANA1989ANEYY TunisadinansUesiumdndnsieds multiresidues ansazanefldiu

WNSYaNY U peleu karazdlaululnsd a1sivansanunsanauiiiuinle Tefvesesdlaululasgd Ao

[

Mdnlvduaziandnegluumindvesialon uddeidufelinuiivguarsniing diuesdlauaiunse

'
o

avarwansdesiumdndngitvlivanevin widyadens (56.5 swwwalded) uagyiliiinauiana1n
WeUsuad 3ainlglunsadaluuiusdiu (partition) saufulaaaslsiivny (J.Takel and S.Hatrik, 1996)
n15ainfI8v09uds (solid phase extraction) Wuwmafinfidglunisinliaisuignsuazan

Usurunislddavinazanedunse (ABalinova et al., 2007) Aaagunldiu 11U non-polar octadecyl

Y

(C18), primary secondary amine (PSA) kag amminopropyl (NH2) 1Judu nsafnseveaudediniu

afinanstesiumdndngiivdnyitlu normal phase mode
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AN5h935 QUECHERs finswaiunegilaaialtlunisannaisteenundndnsineluisinssv
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LUU multi-residues WU TUNISUIUSUNIUEIST9NURIRARSHY 115 vialudusle LC-MS/MS sauiu

Y

N151938 QUEChERs fin1sldvesesdlnululnsasiudu primary secondary amine (PSA) Tun1safin

Y 1 ;Y

1981984 (O.Golge and B.Kabak, 2015) n1swmuinaznaasuaultlavesisinsie 3 arstesiu
Mindngiy 128 vllalundiemieds QUECHERs $3uun1sly UHPLC-MS/MS 9INNNTNARDINUITIZUA
anududunss (linearity) Tugamududu 10.0-100 lulpsniusedlansu arstesturdndngiivau
S

TngydTndndnuesnisnsiany (limit of detection, LOD) windu 5.00 lulasnsusiedlansy wazlindnia
PINTIAUIINaA (limit of quantitation, LOQ) 1Ay 10.0 lulasnsusienlansu eniiu fenamiphos
and mevinphos (R.P.Carneiro, et al., 2007)

Fatu elwlaasarsihiduniasgrulunisasatinsisviaisnduonsnilunoaus
(organophosphate) eo3sn1luAaaIu (organochlorine) Lazln3nsoun (pyrethroid) A1SUNLUA
(carbamate) ludnle dtin3seuasiaminisinuaseail 1 Sohnisasaasuanuldldvedisinsed
a13fiunNA9AI835N15 QUECKERS Yasansngueasniluoamn (oreanophosphate) aa$n1luAaa3u
(organochlorine) uaglwansesa(pyrethroid) A15uuA (carbamate) Tuanle Lﬁ@Iﬁi’fLﬂu%’ayjaﬁlumsﬁuma
YBUYIBNITTUTBIAINAINT090IUHURNIINIUNIASFIU ISO/IEC 17025:2005 uonanidaduns
onsziurieslfuRnsildmuanasgiuaina dnansinseinfinnugndes wiug undede was
aunsansiadeunaula
7. A ndung
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1. 9z@lalulegd (acetonitrile) tnsm AR way PR

2. wunThaugaLne



3. loifsunaslsn

4. lpslunoudiny

5. lolwiAsadinsv

7. wunihdudaie

. Dispersive SPE %l primary second amine (PSA) 25 adn3u
- uAdlulasiau e ultra high purity (UHP)

- uidlulmsiau e ultra high purity (HP)

O 00 ~N O

. whadidsw tnsa ultra high purity (UHP)
10. @1sunsgIUnguessnIluneann (orsanophosphate) aasniluaasiu (organochlorine)
Iwinseun(pyrethroid) waza1suLun (carbamate)
11. 195a0@Len (ethyl acetate)
- gunsal
1. wdeafalasunlasnsmivdauuaimawmes (GC/MS/MS)
2. \3pddnialasulasnsneiauuanimanes (LC/MS/MS)
: Lﬂ%dmum%q (centrifuge)
ipasdaluiih 2
. Lﬂ%@dizmaﬁwvl,uimwu (nitrogen evaporator)
. IA3OIUARIBENI

. Uodt e 1-10 lulasans waz 100-1000 tulasans

oo ~N o U B W

\pesgasIansazans (dispenser) wunm 10-50 fiaddns

9. naeadmiuldiuinTomuimios (centrifuge) Yun 50 fiadans waz 2 fadans

10. v IAUTUINT (volumetric flask) U 10 Hadans
7.1 NSAUEITLAN

7.1.1 nmawIenansunsg i [ivhazanefiinga PR w3 ultra residue dwsunsitaseiisng
insesufalasunlasnsmvdauuainames (GC/MS/MS) #3a HPLC grade dmsunisiaszidein3os
aminlasunlasnsmadaluafmainas (LC/MS/MS)

7.1.1.1 Stock standard solution A213LTNUY 1,000 Aaansu/ans
%ﬂﬂﬂimwmigwuﬁl,ﬁu Primary Standard Tilgdmiinileans 10 me Tnedsvanaild

adlurIninuTung (volumetric flask) aun 10 Had8ns ALLETaEEMA (ethyl acetate) asluvindn

USumsfiasosudlvegnau Primary Standard azaignum 9nUuULALIESa0sTnnIunsTAuenUTUINg

'
A

wenlbvidniy aeansazanegldviadunies Yaliuuy Inadussyuiuinsvesansazaty Anaainssyd

a

@15 Batch Number anudiudu Tuilwien Jefwion fvhavaiefly wazfununeny iuigaumall -

Y



15+ 5 parwaided mmLsﬁwﬁmmmimmgmﬁwmzummqm5miﬁﬂmum‘ﬁuﬁwﬁfﬂmaqmimmgmmﬂ
%ﬂﬁﬂimwmigwu (A1ANUIN)
7.1.1.2 Mixed intermediate standard solution A21ULUNTY 10 JaANSU/ANT
7.1.1.2.1 1¥0nga stock standard solution vesusiazansluyIuadiAna
ANERSNISAUINMAINTUYesEsazaneNnsg e (uniaran) Tdaduvinind3unns vuin 25
fadans Ysulsumseioesassdmn wehlhmiuideweatiu
7.1.1.2.2 drearsavaredildiuliluvinauialugninusuinseesaisavaiy
@nteeuseninghviatudvinliiiuslensiay nieudnthenazdnseavansazaiglitnewan 1iu
Snwnl3figaumail 15+ 5 osrnivadea
7.1.1.3 Mixed intermediate standard solution
7.1.1.3.1 14Uwnga mixed intermediate standard solution TuUSunafifua
M1UEAINIIAILIUNIAMITNTUYRsaITazateu1nsgu (luatanan) Tdasluvininusunns vuie
10 fadans Ysudsunnsietesaosdimn welmduiedeaiu
7.1.1.3.2 drwarsavaredldifuliluvanauialugninUsuinseesaisazaiy
@nteeusenInghviafudvinliiuslensiay nieudntheuazdnseavansazaielitnewan v
%’ﬂmﬁﬁqmmﬁ 15+ 5 psAgalded
7.1.1.4 Calibration curve LUU matrix-matched calibration standard
7.1.1.4.1 annf19819 sample blank fiusAanasanAnanutunsunisaia
{0 7.2.2 9¢lda15azans longan matrix solution fiaanadudy 0.005 0.01 0.05 0.5 waz 0.1 ppm
dAvansavaneiilasusuluvauidsrnge,
7.1.1.4.2 YUs mixed working standard solution Iuﬂ‘%mmﬁﬁﬂmmmuqmmi
ANUIUNIAUINTUTBIETaza18110 357U (lun1mKIN) LAy matrix solution UTUINIUTIUWINAY
1000 lilpsdns Tdasluradadwenlmndtu dilvdadiesosiodnszn
7.2 3/N1snadaU
7.2.1 nsw3eusiegnamageu egawnzienfawazlueen mﬂﬁ?wimafmqml,amué‘maaﬂ
nilenis@nvosgnyngnainduduiudng dondosusliazden nsdbiauisandsuiogisluty
WFenduisusogne TmAulugidugamail 0 - 10 °C Wunan lifu 3 Su
7.2.2 N1SN19ENARA29819
7.2.2.1 FsshegdlounaziBuaniin 10.00 + 0.1 n3u feedesdvlnia 2 dunds Tdas
Tuvaendmsuldiurdomyusies (centrifuge tube) vunm 50 fadans

7.2.2.2 \fial acetonitrile (AR grade) 10 mL Upe vy [wenleiionses Uszanad 1 Ui



7.2.2.3 Wukunii@udaia (MgSO,) 4 nsu lehuumaslsa (NaCl) 1 ndu laslefeudingm
1 n¥u laloifoa@insm 0.5 n3u auddu Yarlvuiy werdeionsaq Uszun 1 nyuimisdds
pnRZNaLsYLAIDMyUAEIsEINA 3,500 RCF Wunan 5 uil
7.2.2.0 \fu PSA 25 fiadnfu uay wuni@udams 150 fadndu lunaeansuimissuin
2 fiadans niugeansazasadanlalude 7.2.2.3 wild 1 5083 wehde Vortex mixer unanaghs
1oe 30 UM
7.2.2.5 i lunyunisssinnaznoudisiadesmyumiesszuna 3,500 RCF Lutan
5 U9
7.2.2.6 aeansazatgdiulalude 7.2.2.5 unld 0.5 1addns Tdaslu vial vuin 2 fadans
sunee1favateeeniagldindosszmedielulnsiau (nitrogen evaporator) WieSassdmn (ethyl
acetate) 0.5 §addns WlUTmseiiarsodalasunlnsnsnadnuuaimames (GC/MS/MS)
7.2.2.6 gaarsazargdiulalude 7.2.2.5 uild 1 Taddns ldadlu vial vurn 2 Saddns
semeandvharatseeniagldindesumedielulngiau (nitrogen evaporator) isius1uea 1 fadans
ilulnseiseesedaialasulasnsmlvdnuwuaiinanes (LC/MS/MS)
7.2.3 manadaudleinissuialasunlasnsnsdauuanmaned (GC/MS/MS) fernan1isues
\3asieil
7.2.3.1 Quench Gas : Helium Flow Rate 2.5ml/min
7.2.3.2 Collision Gas : Nitrogen Flow Rate 1.5 ml{/min
7.2.3.3 Temperature Condition : Inlet 280 °C
7.2.3.4 Injection Mode :Splitless
7.2.3.5 Inject Volume 2 pl
7.2.3.6 Column HP — 5MS Ul 9uU1@817 15 m, diameter 0.25 mm, film thickness 0.25
um siaAu 2 column
7.2.3.7 Oven Programme Temperature;
Initial Temp :60°C hold1 min
Rate :40°C /min to 170°C hold 0 min
Rate : 10°C /min to 310 °C hold 3 min
7.2.3.8 Column flow 1.011 ml{/min
7.2.3.9 Source Temperature 300 °C
Quad.1 Temperature 150 °C
Quad.2 Temperature 150 °C
7.2.3.10 lonization Mode El+



7.2.4 nrsnadauauldlavesdslunisimsigi vinisnaaeuansuInsgiungueasnily
Woawn (oreanophosphate) aasnlunas3u (orsanochlorine) wazlndnsess(pyrethroid) faep3as
wialasunlasnsmivilauuaiinanes (GC/MS/MS) dua1suInsgIungua1suun (carbamate) N3
nadeuseaninlasutlasnsielnuuanmames (LC/MS/MS) tnenageunsiiiwes fil

7.2.4.1 MAADUINUDINITIA (range)
7.2.4.2 ageunnuidudunss (linearity)
7.2.4.3 @399@0UAMNLNY (accuracy)
7.2.0.4 ATRABUATINTIES (precision)
7.2.4.5 WMIAT1IAU9113915793WU (limit of detection, LOD)
7.2.4.6 $UNINAUDINTIATIUTIAL (limit of quantitation, LOQ)
7.2.4.7 MAADUAMUIUNIZLANZ (specificity)
7.2.4.8 NA@RUAMLAMLADNTUABLWAIEN1IZUBININAOU (robustness)
7.2.4.9 negaunnauURves Reproducibility vesn1svegeu Meldanienisnageuund
(ruggedness) Immﬂ?ﬂ'swgmaau
pamazanuil Anfunisdoud nanau 2558-Fugneu 2560 AvesUfURnsnauTALINS

ATIAUNTLATUIIUNITNER @I, 1

8. Han1sNAaBILazIvTal
8.1 n1snadauadtnldlavediflunisiasiziansuinsgiunguaasnilunadaina
(organophosphate) aa3n1luAaa3u (organochlorine) wazlninsaed(pyrethroid) Tun1snaasdls
finsnegeu 9 Widwesluaileanmeidnis QUEChERs o 9191840150 (range) Ansluiduns
(linearity) AU Y (accuracy) A273LTiE e (precision) Fas fnveIn1sTamdsuduas (limit of
quantitation, LOQ) Tnd1A4AU93n15M52aWU (limit of detection, LOD) A18T1LN1ZLA1294
(specificity) A21NAIMUADNITUABULUAIAN1IZYBINIINARDY (robustness) AuanTRVD4
Reproducibility vasn1snageu nnelaan1izn1smagouun (ruggedness) IﬂﬂLﬂgﬂuQ’W@ﬁ@U AUans
1nsguild Ao easnilumeain (organophosphate) eafnluaaeiu (organochlorine) Twinsows
(pyrethroid) WagA1SUNA (carbamate)

8.1.1 N1SNAABUYINVINITIA (range)

INATNAADY reagent blank wag fortified sample TuAULTLTY 6 S¥AUVDIEITHEANAIG 40
ila faandlumsned 1 Inosyduaudududoud 0.005 fe 2.0 me/ke Aududuay 1 91 wams

M3I9a8Y range BEIUYI 0.005 - 2.00 mg/ kg



A151991 1 YUAESTINAFBU retention time, precursor ion ag product ion

Pesticides Retention Time | Precursor ion | Product ion
Methamidophos 4.5818 95 64 79
Dichlorvos 4.679 184.9 93

144.9 109

Mevinphos 5.61 127 95
192 127

Acephate 5.6582 142 96
124.9 ar

Omethoate 6.7499 155.9 79 110
Dicrotofos 7.2506 127 95
193 127.1

Monocrotophos 7.3066 127.1 95
97 82

Phorate 7.5041 121 ar
128.9 65

Dimethoate 7.7913 92.9 63
86.9 86

Diazinon 8.285 137.1 54
199.1 93

Parathion-methyl 9.139 125 a7
Chlorpyrifos-methyl 9.1429 124.9 78.9
285.9 92.9

Pirimiphos-methyl 9.5836 2329 125 151
Fenitrothion 9.5871 125.1 79
277 260.1

Malathion 9.7287 1729 99
157.8 125

Chlorpyrifos 9.9536 198.9 171
313.8 257.8

Parathion 9.9717 290.9 81 109
138.9 81

Pirimiphos 10.282 318.1 84 182
152.1 84

Procymidone 10.8364 96 53.1
282.8 96

Methidathion 10.9998 144.9 58 | 58.1
85 58

alpha - endosulfan 11.2638 194.9 125 160
Prothiofos 11.4855 266.9 239
308.9 238.9

Profenofos 11.5333 338.8 268.7
296.8 268.7




Pesticides

Retention Time

Precursor ion

Product ion

beta -endosulfan

Ethion

Triazophos
Endosulfan sulfate
Phosmet
Bifenthrin

EPN

Phosalone

Azinphos-methyl

Cyhalothrin (lambda)

Azinphos

Permethrin |

Permethrin Il (trans)

Coumaphos

Cyfluthrin |

Cyfluthrin i

Cyfluthrin Il

Cyfluthrin IV

Cypermethrin |

Cypermethrin I

Cypermethrin Il

Cypermethrin IV

Fenvalerate

Deltamethrin

12.2651
12.4242

12.6433

13.0214

13.8985

13.9129

13.9356

14.5762
14.6031

14.68

15.2138

15.6016

15.7257

15.8532

16.1715

16.2527

16.2543

16.3669

16.4834

16.5689

16.6536

16.68

17.4061

18.1167

194.9
1249
230.9
161.2
273.8

160
181.2
166.2

169

185

182

132

160

197
181.1

160
183.1
182.9
162.9
361.9
2259
162.9
198.9
162.9
198.9
162.9
198.9
162.9
198.9

163
164.9
163.1
165.1

163
164.9
163.1
165.1
208.9

181

181
250.7

124.9

91
236.9
105

75.1

771
153.1

158.9
96.9
175
106.1
238.9
133.1
165.2
165.2
77.1
157.1
102.1
77.1
77.1
141
152
132.1
165.1
168.1
91.1
109
163.1
127
170.1
127
170.1
127
170.1
127
170.1
127
91

91
91.1
127
91

91
91.1
141.1
152.1
152.1
172




8.1.2 minadauaudutdunse (linearity)

slevinaay reagent blank uag fortified sample Tumnududu 6 svdu Aszsuarudududous
0.005 &3 1.0 mg/ke Anduduas 3 61 wdheaaduduves fortified sample wazAvosuALEAN
1EF1NTINLERIAMUFUNUSITUEY AR correlation coefficient (1)

fonaaeu linearity NANISNARBUSIANSIT 2 A1 r vesansTnedeuiouTiaruniiA1nATn
0.995 uniiu omethoater= 0.989, acephater= 0.9932 Wufe n15MAaaU linearity Wo3a15AVIAdEY

LAOUTINATNULNUNTIAMUA 8ALIU omethoater Wy acephater

A151991 2 UERIYLAYDIES range Waz A1 correlation coefficient (r)

Correlation Correlation
s Range {ppm) coefficient (r) s Range (ppm) coefficient (r)
Acephate 0.005 - 1.0 0.9932 Fenitrothion 0.005 - 2.0 0.9993
Azinphos 0.005 - 1.0 0.9960 Fenvalerate 0.005 - 2.0 0.9959
Azinphos-methyl 0.005 - 1.0 0.9988 Malathion 0.005 - 2.0 0.9977
Bifenthrin 0.005 - 1.0 0.9993 Methamidophos 0.005 - 2.0 0.9959
Chlorpyrifos 0.005 - 1.0 0.9999 Methidathion 0.005 - 2.0 0.9960
Chlorpyrifos-methyl 0.005 - 1.0 0.9983 Mevinphos 0.005 - 2.0 0.9982
Coumaphos 0.005 - 1.0 0.9981 Monocrotophos 0.005 - 2.0 0.9960
Cyfluthrin 0.005 - 1.0 0.9981 Omethoate 0.005 - 2.0 0.9890
Cyhalothrin(lambda) 0.005 - 1.0 0.9958 Parathion 0.005 - 2.0 0.9972
Cypermethrin 0.005 - 1.0 0.9970 Parathion-methyl 0.005 - 2.0 0.9984
Deltamethrin 0.005 - 1.0 0.9976 Permethrin 0.005 - 2.0 0.9998
Diazinon 0.005 - 1.0 0.9997 Phorate 0.005 - 2.0 0.9999
Dichlorvos 0.005 - 1.0 0.9996 Phosalone 0.005 - 2.0 0.9972
Dicrotofos 0.005 - 1.0 0.9958 Phosmet 0.005 - 2.0 0.9962
Dimethoate 0.005 - 1.0 0.9969 Pirimiphos 0.005 - 2.0 0.9999
alpha-endosulfan 0.005 - 1.0 0.9998 Pirimiphos-methyl 0.005 - 2.0 0.9998
beta-endosulfan 0.005 - 1.0 0.9998 Procymidone 0.005 - 2.0 0.9996
Endosulfan sulfate 0.005 - 1.0 0.9970 Profenofos 0.005 - 2.0 0.9972
EPN 0.005 - 1.0 0.9997 Prothiofos 0.005 - 2.0 0.9999
Ethion 0.005 - 1.0 0.9996 Triazophos 0.005 - 2.0 0.9958

8.1.3 MInadauAUWiY (accuracy)

ol fortified sample AflUSuauans 4 2y Ao Tutae 0.01 89 0.5me/ke Aududuaz 10
g1 WiteUszidlu accuracy 91n% recovery Tngldinasitivunaes AOAC Peer-Verified Method #iaa
i 0.01me/kg %recovery agiinfu 60-115% wasi 0.5mg/kg % recovery 9sivinfiu 80-110 % Ha
MSNAFOUR T 2
ASUNANISATINADY accuracy TasB AT wAiIlAN

1. %Recoveryvasasivandslugiloandissiiusin 0.01 me/ke agluY9 65-115 %



|
v o

%Recoveryvasasivanialugloaniiszius 0.05 me/ke agluy9 65-115 %

won

%Recovery vosmsiiumndludloaniiszdiunans 0.1 me/kg oefluting 80 -110%

4. %Recovery suaqm3ﬂwné’wiuéﬂﬂam7’iszﬁuqq 0.5 mg/kg agfluyae 84-106%

fatu accuracy vesiEnadoUTisTRUAIENTY 3 SYdU Ao 5E1dne 0.01 89 0.5me/ke ag/lu
WNaNNIRIgINLazaINtsagausula 91uau 12 @15 lawn Dichlorvos, Mevinphos, Dicrotofos,
Monocrotophos, Dimethoate, Malathion, Chlorpyrifos, Procymidone, beta-endosulfan,

Endosulfan sulfate, Bifenthrin way Phosalone

A15197 2 WEAIAT% recovery fiszRuaaudY 0.01, 0.05 waz 0.5 meske (10 %)

Percentage of Recovery
Pesticides

0.01 ppm | 0.05 ppm | 0.5 ppm
Methamidophos 92.39 74.74 82.10
Dichlorvos 91.47 86.44 87.50
Mevinphos 90.86 93.25 97.44
Acephate 18.72 74.81 94.50
Omethoate 84.92 82.78 112.60
Dicrotofos 79.26 93.38 105.39
Monocrotophos 114.93 93.54 100.63
Phorate 144.13 100.69 89.40
Dimethoate 109.07 95.16 95.66
Diazinon 118.51 99.66 91.57
Chlorpyrifos-methyl 139.42 99.66 94.75
Parathion-methyl 145.42 99.75 94.35
Pirimiphos-methyl 130.87 100.60 91.30
Fenitrothion 145.68 98.45 93.82
Malathion 110.30 94.82 102.44
Chlorpyrifos 108.72 96.16 91.95
Parathion 224.52 113.79 97.34
Pirimiphos-ethyl 147.46 100.29 92.67
Procymidone 106.74 98.87 92.63
Methidathion 159.59 100.70 97.00
alpha-Endosulfan 119.43 97.86 86.04
Prothiofos 120.48 92.31 89.77
beta-Endosulfan 110.83 95.93 96.39




Ethion 145.66 97.92 96.50
Triazophos 148.58 99.93 102.84
Endosulfan sulfate 113.42 96.20 98.41
Bifenthrin 101.86 92.81 94.68
phosmet 145.69 92.31 105.83
EPN 248.48 100.61 99.43
Phosalone 95.01 88.79 103.05
Azinphos-methyl 190.00 9294 108.80
Cyhalothrin (lambda) 83.78 77.30 116.72
Azinphos-ethyl 161.19 95.82 108.66
Permethrin 35.68 84.84 100.19
Coumaphos 69.18 83.72 117.85
Cyfluthrin 15.92 83.68 125.69
Cypermethrin 309.90 32.92 119.50
Fenvalerate 2.10 78.52 121.57
Deltamethrin 0.00 65.78 159.05

8.1.4 NMSMARDUAMUTIBS (precision)

leld fortified sample 7idUSunmans 3 sedulugae 0.01 81 0.5 me/kg Amududuaz 10 91
Usziliulagldan %RSD wagA1 HORRAT (Horwitz’s Ratio) mnalneudi %RSD w03 AOAC Peer-Verified
Method, Nov. 1993 (A1ANUIN)

NAN1INAAEU precision TissiuauITLdy 3 sedu Tutae 0.01 F4 0.5 me/ke wandlumnsned 3
a3UNanT1svAgaey Precision YasiTvnaeuissiuanududy 3 sedulutig 0.01 89 0.5 me/ke
agﬂumm%mmgm h) Methamidophos, Phorate, Diazinon, Chlorpyrifos-methyl, Pirimiphos-
methyl, Fenitrothion, Chlorpyrifos, Parathion, Pirimiphos-ethyl, Methidathion, alpha-Endosulfan,

Prothiofos, beta-Endosulfan, Endosulfan sulfate iag Bifenthrin

AN5197 3 WARIAN% RSD wae HORRAT fiszsuaanusdudu 0.01, 0.05 waz 0.5 mg/kg (10 %)

0.01 ppm 0.05 ppm 0.5 ppm
Pesticides

%RSD | HORRAT | %RSD | HORRAT | %RSD | HORRAT
Methamidophos 4.35 1.63 4.39 2.03 5.33 3.53
Dichlorvos 5.69 2.12 3.93 1.86 2.55 1.71
Mevinphos 3.81 1.42 4.20 2.00 3.16 2.15
Acephate 126.82 3731 | 15.00 6.92 6.70 4.53
Omethoate 8.82 3.26 7.21 3.38 9.06 6.29




0.01 ppm 0.05 ppm 0.5 ppm
Pesticides

%RSD | HORRAT | %RSD | HORRAT | %RSD | HORRAT
Dicrotofos 12.34 4.51 8.96 4.28 | 16.16 11.03
Monocrotophos 12.59 4.87 7.63 3.64 5.09 3.50
Phorate 3.49 1.39 3.88 1.87 2.18 1.46
Dimethoate 3.19 1.22 4.64 2.22 2.90 1.97
Diazinon 2.29 0.89 3.85 1.86 2.02 1.36
Chlorpyrifos-methyl 1.76 0.70 3.82 1.84 2.23 1.51
Parathion-methyl 1.89 0.76 4.20 2.02 257 1.74
Pirimiphos-methyl 2.27 0.89 3.57 1.72 2.12 1.43
Fenitrothion 1.92 0.77 3.86 1.86 2.56 1.73
Malathion 2.50 0.96 4.22 2.02 2.56 1.75
Chlorpyrifos 3.43 1.32 3.92 1.88 2.31 1.55
Parathion 1.92 0.82 3.74 1.84 2.35 1.59
Pirimiphos-ethyl 1.99 0.80 3.69 1.78 2.06 1.39
Procymidone 7.57 2.89 a.17 2.01 2.14 1.44
Methidathion 1.49 0.60 4.04 1.95 2.65 1.80
alpha-Endosulfan 2.85 1.11 3.58 1.72 2.40 1.60
Prothiofos 2.93 1.14 3.56 1.70 2.32 1.56
beta-Endosulfan 2.52 0.97 3.15 1.35 2.67 1.83
Ethion 2.07 0.83 4.38 2.10 2.41 1.64
Triazophos 1.16 0.47 4.60 2.21 2.76 1.87
Endosulfan sulfate 2.95 1.14 3.36 1.62 2.57 1.76
Bifenthrin 272 1.03 3.98 191 2.24 1.52
phosmet 1.93 0.77 4.09 1.95 4.07 2.80
EPN 0.82 0.36 3.39 1.61 3.82 2.59
Phosalone 3.81 1.43 a.79 2.31 2.83 1.93
Azinphos-methyl 0.85 0.35 4.56 2.16 4.53 3.10
Cyhalothrin (lambda) 4.15 1.53 5.08 2.42 4.13 2.85
Azinphos-ethyl 2.96 1.20 5.50 2.55 3.53 2.46
Permethrin | 23.18 6.75 5.83 2.79 2.55 1.76
Permethrin 9.90 321 5.48 2.58 2.51 1.71
Coumaphos 10.38 3.72 8.10 3.81 4.54 3.09
Cyfluthrin 36.28 10.41 7.18 3.37 4.22 2.97
Cypermethrin 47.98 2153 | 19.84 7.86 4.21 295
Fenvalerate 161.15 34.12 6.99 3.25 3.08 2.16
Deltamethrin - - | 1167 5.43 6.53 4.59

8.1.5 N1SNAFIUINIINAVRINITIATIUTU8Y (limit of quantitation, LOQ)

IINNAGBY accuracy Wa precision ¥84n15¥1 fortified samples 1loR9150175FuAI1Y
Fudu 3 sedu Ao 0.01, 0.05 waz 0.5 me/kg HANSVIAABU accuracy wae precision (ANS1971 2 wae 4)
NN N1 Tg1uA i Iunfisedua1nadudy 001 me/kg Ao Methamidophos, Mevinphos,

Dimethoate, Malathion, Chlorpyrifos, beta-Endosulfan, Endosulfan sulfate, Bifenthrin, Phosalone



kag Cyhalothrin (lambda) fisziuairududu 0.05 mg/kg A® Dichlorvos, Phorate, Diazinon,
Chlorpyrifos-methyl, Pirimiphos-methyl, Fenitrothion, Parathion, Pirimiphos-ethyl, Methidathion,
alpha -Endosulfan, Prothiofos, Phosmet Lag EPN E‘iauﬁizﬁum’mﬁwﬁu 0.5 mg/kg A® Parathion-
methyl, Procymidone, Ethion, Triazophos uay Permethrin a@3uldd1 LOQ wasansusasylinfinisng
77

8.1.6 NINAADUIAINNAVDINIINTIANU (limit of detection, LOD)

IINNTILATIEH fortified samples Lﬁamaau%ﬁﬁmmmsmwwu (limit of detection,
LOD) wuin A1 LOD vesansusazedindennsnsdi 7

8.1.7 NMINAFIUAMUINLNIZLAEA (specificity)

dednansnsgiuluiaios GO/MS/MS wuin ansusiazailall Precursor ion wag Product ion
Famsnadt 1 detu A5TRed e inzienzas

8.1.8 NSNAFIUAINUAINUADNITIUATURUAEN1IZVINISNAGBU (robustness)

MNNITIATIZN fortified samples NTzAUATLTU 0.01 0.1 uag 0.5 mg/kg AMITNTUAE 3
91 TnglUSeuliguseninadsimseninuiuisiessviisunatldlun1svyusiensausnain 5 ud

W 3 ui Useiliu accuracy wag precision anainusirinnuaves AOAC Peer-Verified Method

NANISVAABUANNAMLAENSUABULUAEA T RN INAdeUissR ALy 3 sedu Ao
0.01, 0.1 uaz 0.5 mg/ke Har9197 4 Aiseduarududu 0.01 me/ke farsfinuyssiiunng 1 via
Ao Malathion @ufiseduanududu 0.1 me/ke Tansfinuuszdiuinnd 1 ¥in Ao Dichlorvos wag 1
syduaMUELY 0.5 me/ke ladflansiruussiiiuinast Yude 334 LT Aunmuranisanalunis

‘:1' & &, a
V@JULV’JSQﬂﬁ\TLLﬁﬂLUu 3 UM

A15197 4 uanen15IUSeULiguAILRABYBY % recovery, % RSD was HORRAT #fildainnisilasy
vafildlunismyunissnsawsnain 5 wndi Wu 3 widi fiszauanududu 0.01, 0.1 wag

0.5 mg/kg (3 @1)

0.01 mg/ke 0.1 mg/ke 0.5 mg/kg

Pesticides

Average
%RSD
HORRAT
Average
%RSD
HORRAT
Average
%RSD
HORRAT




Methamidophos 35 4 1.39 68 6 291 67 5 3.15
Dichlorvos 75 2 0.72 84 4 1.92 83 4 2.66
Mevinphos 49 6 1.89 89 5 2.37 91 4 2.67
Acephate 94 26 10.09 73 5 2.64 7 6 393
Omethoate 0 - - 62 9 4.62 86 12 8.25
Monocrotophos 68 29 9.58 86 4 2.04 92 9 6.18
Dicrotofos 4 173 - 76 7 3.37 95 9 591
Phorate 143 2 0.85 90 5 2.37 85 5 3.30
Dimethoate 88 1 0.45 86 5 2.40 87 6 4.32
Diazinon 104 2 0.71 91 5 2.56 87 5 3.51
Chlorpyrifos-methyl 123 2 0.67 88 5 2.56 86 6 3.79
Parathion-methyl 129 2 0.78 88 4 2.19 87 6 3.69
Pirimiphos-methyl 113 1 0.46 89 4 2.21 86 6 3.83
Fenitrothion 136 2 0.98 86 4 2.07 86 5 3.48
Malathion 17 18 5.06 86 6 3.19 93 5 3.59
Chlorpyrifos 93 2 0.75 87 5 2.51 85 6 3.67
Parathion 221 0 0.14 93 4 2.33 88 6 4.03
Pirimiphos-ethyl 131 2 0.98 89 5 242 86 5 3.52
Procymidone 100 4 1.47 90 5 2.80 87 5 3.48
Methidathion 116 1 0.42 88 5 2.48 91 7 4.53
alpha-endosulfan 109 2 0.84 85 5 2.64 80 5 3.15
Prothiofos 110 2 0.70 83 4 2.22 82 6 4.03
Profenofos 0 - - 61 8 a.17 91 6 a.24
beta-endosulfan 100 4 1.39 88 6 3.09 84 6 3.82
Ethion 133 3 1.14 87 5 2.65 88 6 4.15
Triazophos 78 3 1.19 86 5 2.87 96 7 4.88
Endosulfan sulfate 52 6 1.96 86 5 2.83 86 6 3.99
phosmet 86 a4 1.33 76 8 4.28 89 8 5.65
Bifenthrin 78 2 0.68 85 6 3.36 86 6 4.07
EPN 223 2 0.66 78 4 2.26 84 8 5.21
Phosalone 28 31 9.01 79 7 3.51 93 7 4.60
Azinphos-methyl 101 2 0.82 72 8 4.19 95 9 6.31
Cyhalothrin (lambda) 0 - - 70 10 5.16 94 8 5.61
Azinphos-ethyl 114 3 1.21 82 8 3.94 100 7 4.89
Permethrin 1 75 10.94 78 7 3.43 91 7 4.49
Coumaphos 0 - - 81 14 7.45 105 12 7.96
Cyfluthrin 0 - - 48 ar 22.36 203 86 65.30
Cypermethrin 849 30 15.59 53 15 7.10 98 7 5.01
Fenvalerate 0 - - 73 11 5.61 103 6 4.12
Deltamethrin 0 - - 71 14 7.26 115 7 4.80

8.1.9 mnasauAuaNUAvaY reproducibility vasnmagau aeldanirznisageudni

(ruggedness)



IINNTIATIEN fortified samples Aiszduaududu 0.01 0.05 uaz 0.5 me/ke ANududuay
5 61 TneiUAsuAiesey Ussidiu accuracy uay precision AMuNAFiiIviuATa3 AOAC Peer-Verified
Method Hadms1e¥isanseii 5

fortified samples AisefuaIELdY 0.5 me/ke HrunasitIvun S1ua 27 @13 druseiuaIy
LWNTU 0.05 mg/kg NAULAATIAIAUA TIUIU 5 @1T WAZIZAUAIILTLTY 0.01 me/kg HIULNUIIAIRUA

U 8 @1

15197 5 waasn1siU3eutiguAIlaasues % recovery, % RSD waz HORRAT #filaann

BRI 2 AU fiszduanuduty 0.01, 0.05 waz 0.5 me/kg (5 1)

0.01 mgrkg 0.05 mg/kg 0.5 mg/kg
i o o o a o
AUN 1 AUN 2 AUN 1 AUN 2 AUN 1 AUN 2
Pesticides

Sl g| 5| ¥| g| 5| ¥l | 5| ¥ g 2| ¥l gl 5| 8| gk

s| 2| £| 5| 2| €| 5| 2| £| 5| 2| E| 5| 5| €| 5| 5| &

Sl E| 82 F| e 2| e 2525|820
Methamidophos 93 5 201 92 3 1.29 76 6 271 74 2 1.08 79 6 3.03 85 2 114
Dichlorvos 94 6 2.39 89 5 171 85 4 1.95 88 2 1.18 87 3 1.43 88 2 1.20
Mevinphos 93 4 1.34 89 2 0.78 92 5 253 95 2 1.18 96 4 1.85 99 2 1.22
Acephate 16 137 39.60 21 130 38.89 69 16 719 80 12 5.55 91 9 4.24 98 3 1.37
Omethoate 89 6 241 81 9 3.13 83 7 3.48 82 8 3.68 106 10 5.44 119 2 1.23
Dicrotofos
(Dicrotophos) 85 8 3.09 73 12 4.19 92 10 491 95 9 4.08 107 9 4.48 104 23 11.87
Monocrotophos 114 16 6.12 116 11 4.08 94 6 295 93 10 4.65 98 5 287 104 3 1.62
Phorate 147 2 1.00 141 4 1.43 99 5 233 102 2 0.89 89 2 1.06 90 3 1.33
Dimethoate 111 4 1.34 108 3 1.01 94 6 273 97 3 1.57 94 3 1.68 97 2 0.92
Diazinon 120 3 1.02 117 1 0.35 98 5 224 101 2 1.03 91 2 0.98 92 2 123
Chlorpyrifos-methyl 141 2 0.89 138 1 0.33 98 5 2.29 101 2 0.93 94 2 117 96 2 118
Parathion-methyl 146 2 0.96 145 1 0.49 98 5 233 102 2 116 93 2 1.28 95 2 130
Pirimiphos-methyl 133 2 0.98 129 1 0.54 99 4 203 102 3 1.25 91 2 1.05 91 3 1.34
Fenitrothion 146 3 1.11 145 1 0.31 97 5 223 100 2 0.99 93 2 1.14 95 3 1.52
Malathion 111 3 1.25 109 2 0.61 93 5 257 96 3 131 101 3 1.45 103 2 1.19
Chlorpyrifos 111 3 1.29 106 2 0.80 95 5 234 98 2 1.13 91 2 1.26 92 2 1.27
Parathion 227 2 0.69 222 2 0.98 112 5 230 116 2 0.92 96 2 1.08 98 3 1.37
Pirimiphos-ethyl 149 2 0.98 146 1 0.39 99 4 217 102 3 1.25 92 2 1.09 93 2 117
Procymidone 106 11 4.24 108 3 1.22 97 5 245 100 3 1.43 92 2 1.12 93 2 1.24
Methidathion 160 2 0.81 159 1 0.27 99 5 247 102 2 1.15 96 2 131 98 3 1.56
alpha-Endosulfan 118 3 1.04 121 3 1.01 97 4 201 99 3 1.38 86 3 1.34 86 3 1.34
Prothiofos 122 4 1.38 119 2 0.76 91 5 218 93 2 1.08 89 3 133 90 2 1.22
beta-Endosulfan 112 3 1.26 109 1 0.32 95 4 1.59 96 3 1.22 95 3 1.62 98 2 1.02
Ethion 145 2 0.99 146 2 0.73 96 5 246 100 3 1.23 96 3 1.34 97 2 1.14
Triazophos 149 2 0.63 149 1 0.36 97 5 244 103 2 1.01 102 3 1.45 104 3 1.38
Endosulfan sulfate 115 a4 143 112 1 0.34 95 4 1.97 97 3 134 98 3 1.60 99 2 1.10
Bifenthrin 103 3 1.28 100 0 0.19 92 5 257 94 2 1.10 94 3 1.42 95 2 1.02
phosmet 147 3 1.07 145 1 0.43 91 5 233 93 3 1.66 103 4 211 108 3 1.30
EPN 248 1 0.58 249 0 0.12 99 4 179 102 2 0.97 97 4 2.09 102 2 1.23
Phosalone 95 6 219 95 1 0.46 87 6 268 91 3 1.40 102 3 1.64 104 2 1.16




0.01 mgrkg 0.05 mg/kg 0.5 mg/kg

a =] =] o =] ]
AUN 1 AUN 2 AUN 1 AUN 2 AUN 1 AUN 2
Pesticides
() = () = () = (9] = (] = (9] =
gl 3| 2 gl 3| 2 gl 2| 2 gl 3| 2 gl 2| & gl 2| 2
o o 4 ] a4 4 ] a4 o4 ] a4 o ] o« < ] a4 o<
> X o > X o > X o > X o > X o > X o
< T < T < T < T < T < T
Azinphos-methyl 190 1 053 190 1 035 91 6 262 95 3 1.42 106 5 262 111 3 151
Cyhalothrin (lambda) 84 5 1.79 83 4 137 75 6 271 79 3 1.59 115 5 270 119 2 117
Azinphos-ethyl 161 4 1.67 161 2 0.66 93 6 297 98 3 151 107 4 1.98 111 3 1.40
Permethrin 36 15 475 35 3 1.00 83 7 347 87 3 143 100 3 1.58 101 2 1.10
Coumaphos 71 7 254 67 13 471 81 9 445 87 6 267 115 5 278 120 3 141
Cyfluthrin 16 41 11.72 16 36 1041 82 8 3.89 85 6 293 123 5 238 128 3 167
Cypermethrin 350 51 | 2329 270 a3 19.08 31 22 1051 35 18 830 117 5 253 122 2 099
Fenvalerate 3 137 | 3038 1 224 | 4424 77 10 393 80 4 1.69 120 4 1.96 123 2 112
Deltamethrin 0 - - 0 - - 64 13 6.10 68 11 5.09 152 6 3.20 166 3 1.49

8.2 minagauauldldvasislunisinsziansuinsgiunguaisuniun (carbamate)

8.2.1 NINAEBUYIIVBINITIA (range)

INN1INAABU reagent blank way fortified sample TuANITUTY 25 T2AUVDIAITUILNA
(carbamate) fauanslumseit 6 Tngszauanudududaud 0.005 83 8.0 me/ke Armduduay 3 91 wa
N5A33980U range agfluyae 0.005 - 0.5 mg/kg

8.2.2 msnadauanuludunse (linearity)

dlenmaau reagent blank uag fortified sample luarnududy 25 sedu fiszduainududy

kg 0.005 819 0.5 me/kg ANULTNTUAE 3 91 WaIUIAIAMUIINTUTEY fortified sample LagAIUDI

=

NURANNUIES19NT N WERIANUFUNUSITUEU AR cotrrelation coefficient (1)

e

WoNAdaU linearity NANISNAABUAINITINT 6 A1 1 VOIANTNNAADUNIMNALAILINAIT 0.995

UUAD NsNAEBU linearity Y8985 NNARDUNINUATNIULAINIA1AUA

A151991 6 LENIYUAVDIENS range WAz A1 correlation coefficient (r)

13 Range (ppm) | Correlation coefficient (r)
aldicarb 0.005 - 0.5 0.99778
aldicarb sulfone 0.005 - 0.5 0.99560
aldicarb sulfoxide 0.005 - 0.5 0.99742
Befuracarb 0.005 - 0.2 0.99846
Benalaxyl 0.005 - 0.5 0.99978
Benomyl 0.005 - 0.5 0.99883
carbaryl 0.005 - 0.5 0.99962
carbendazim 0.005 - 0.5 0.99883




13 Range (ppm) | Correlation coefficient (r)
carbofuran 0.005 - 0.5 0.99930
Ethiofencarb 0.005 - 0.5 0.99936
Fenobucarb 0.005 - 0.5 0.99981
Indoxacarb 0.005 - 0.5 0.99962
Iprovalicarb Peakl 0.005 - 0.5 0.99982
Iprovalicarb Peak2 0.005 - 0.5 0.99982
Isoprocarb 0.005 - 0.5 0.99982
Methiocarb 0.005 - 0.5 0.99983
Methomyl 0.005 - 0.5 0.99931
Pirimicarb 0.005 - 0.5 0.99938
Promecarb 0.005 - 0.5 0.99984
Thiobencarb 0.005 - 0.5 0.99989

8.2.3 N1INA#BUANLLY (accuracy)
Weld fortified sample NHUTHIUA1T 4 53U Ao Turae 0.005 819 0.1mg/kg AULTNTUAE 10
91 WeUsgiliu accuracy 31n% recovery Laalainagin1nunves AOAC Peer-Verified Methods.

Nov.1993 NANISNAADUAINITIN 7

A15197 7 WER9AN% recovery fiszdiuaanusdudi 0.005, 0.01, 0.05 waz 0.5 me/kg (10 91)

Percentage of Recovery

Pesticides 0.005 ppm | 0.01 ppm | 0.05 ppm | 0.1 ppm
aldicarb 91 84 99 105
aldicarb sulfone - 99 86 111
aldicarb sulfoxide - - 66 95
Befuracarb 135 22 119 137
Benalaxyl 148 113 93 96
Benomyl 148 95 89 88
carbaryl 109 85 88 94
carbendazim 148 95 89 88
carbofuran 172 124 94 99
Ethiofencarb 121 85 80 85
Fenobucarb 138 105 89 93
Indoxacarb 130 116 110 115




Percentage of Recovery

Pesticides 0.005 ppm | 0.01 ppm | 0.05 ppm | 0.1 ppm
Iprovalicarb Peakl 164 121 101 99
Iprovalicarb Peak2 164 121 101 99
Isoprocarb 155 111 89 92
Methiocarb 132 97 80 85
Methomyl 131 123 90 112
Pirimicarb 149 114 93 93
Promecarb 142 108 91 96
Thiobencarb 140 105 90 93

nsnadeUALLLiY (accuracy) vesisnagauNUIn Aldicarb way Carbaryl wituitruwnasiii
seeumadudy 0.005 me/ke @rndinunasiiussiuaududy 0.01 me/ke léun Aldicarb, Aldicarb
Sulfone, Benalaxyl, Benomyl, Carbaryl, Carbendazim, Ethiofencarb, Fenobucarb, Isoprocarb,
Methiocarb, Pirimicarb, Promecarb lLag Thiobencarb ﬁizﬁummﬁaﬁu 0.05 me/ke N"lummsﬁiqﬂ
415 fiszdumnududu 0.1 me/kg flansfiniuinoue e Aldicarb, aldicarb sulfoxide, Benalaxyl,
Benomyl, carbaryl, carbendazim, carbofuran, Ethiofencarb, Fenobucarb, Iprovalicarb Peakl,
Iprovalicarb Peak2, Isoprocarb, Methiocarb, Pirimicarb, Promecarb &g Thiobencarb

8.2.4 NMSNAADUAMITIBS (precision)

leld fortified sample 7ifiU3unauans 3 seulugng 0.01 89 0.5 me/kg Aradaduas 10 91
Uszilulaeldan %RSD wazA1 HORRAT (Horwitz’s Ratio) m1utneudgl %RSD 489 AOAC Peer-Verified
Method, Nov. 1993 (A1ANUIN)

a3UNanT1svAgaey Precision YosiTvnaeuissiuanududy ¢ sedulutig 0.05 89 0.5 me/ke

AILAAILUANTIN 8

A15197 8 WaAA9AI% RSD WAz HORRAT fiszaualnusdudu 0.005, 0.01, 0.05 waz 0.5 me/ke

(10 %)
0.005 ppm 0.01 ppm 0.05 ppm 0.1 ppm

Pesticides %RSD | HORRAT | %RSD | HORRAT | %RSD | HORRAT | %RSD | HORRAT
aldicarb 14.19 13.49 4.61 4.81 5.20 7.08 3.49 5.33
aldicarb sulfone - - 18.48 19.78 15.55 22.00 1.76 11.96
aldicarb sulfoxide | - - - - 31.04 39.83 | 20.17 30.33
Befuracarb 46.14 46.58 55.03 46.98 30.48 42.74 32.59 51.77
Benalaxyl 5.16 5.28 6.02 6.56 3.15 4.25 5.07 7.63
Benomyl 16.80 17.19 13.83 14.69 14.80 19.86 9.69 14.40
carbaryl 17.85 17.47 5.64 5.89 4.69 6.27 5.28 792




0.005 ppm 0.01 ppm 0.05 ppm 0.1 ppm

Pesticides %RSD | HORRAT | %RSD | HORRAT | %RSD | HORRAT | %RSD | HORRAT
carbendazim 16.80 17.19 | 13.83 14.69 | 14.80 19.86 9.69 14.40
carbofuran 3.72 3.89 3.03 3.36 4.57 6.18 4.57 6.92
Ethiofencarb 10.24 10.18 6.85 7.15 4.51 5.94 8.59 12.70
Fenobucarb 7.65 7.75 4.55 4.90 4.04 5.42 531 7.96
Indoxacarb 19.60 19.67 | 14.33 15.70 5.18 7.18 3.19 4.93
Iprovalicarb Peakl 7.70 8.01 5.64 6.22 5.30 7.24 4.96 7.50
Iprovalicarb Peak2 7.70 8.01 5.64 6.22 5.30 7.24 4.96 7.50
Isoprocarb 8.96 9.24 5.05 5.49 261 3.50 6.23 9.32
Methiocarb 7.67 7.72 4.05 4.32 3.35 4.42 8.18 12.09
Methomyl 13.95 14.80 | 16.58 18.33 | 21.77 29.27 9.98 15.38
Pirimicarb 15.61 1599 | 11.75 12.84 6.07 8.20 4a.14 6.20
Promecarb 6.87 6.99 4.20 4.56 4.52 6.09 5.05 7.60
Thiobencarb 7.01 7.12 7.89 8.51 3.35 4.51 5.97 8.95

8.2.5 NSNASIUVAINNAVDINTTIABIUTUI8L (limit of quantitation, LOQ) waz n1snagau

8.2.6 NINAFIUAMUINNILLANLAN (specificity)

Weana1sunsg1uluases LO/MS/MS wudn ansusasaiinly Precursor ion kag Product ion

Aa °
NHAITUINNICEINC I

INAINAVDINITNTIAINU (limit of detection, LOD) HaNSNAABUANINNTIN 6

8.2.7 NNSNAFBUANNAMNUADNISIUABULUASENIIZVRINITNAGDU (robustness)

' a ~ ] I3 =
Naﬂ’]iV]ﬂa@‘Uﬂ'ﬂqllﬂﬂV]u@@ﬂqiLUGUULLﬂaQaQWQSIWUa@L'Ja'ﬂUﬂ']iVilqluLV?UQQ?QLLiﬂLUU 3 UM

disanranlumangumlsensawsnidu 3 wndl

Percentage of Recovery
Pesticides

0.005 ppm | 0.01 ppm | 0.05 ppm | 0.1 ppm
aldicarb 76 81 98 94
aldicarb sulfone 0 95 109 105
aldicarb sulfoxide 0 0 79 100
Befuracarb 32 0 90 21
Benalaxyl 129 103 95 84

LAZNAADUNIZAUAIULILTY 4 S2AU A 0.005, 0.01, 0.1 waz 0.5 mg/kg HANITNAADUAINITIN 9

A157971 9 WEASAY% recovery fiszauaUduTY 0.005, 0.01, 0.05 wag 0.5 me/kg (10 %)




Percentage of Recovery
Pesticides

0.005 ppm | 0.01 ppm | 0.05 ppm | 0.1 ppm
Benomyl 109 83 86 80
carbaryl 91 82 90 84
carbendazim 109 83 86 80
carbofuran 164 125 98 92
Ethiofencarb 106 85 82 75
Fenobucarb 125 98 89 83
Indoxacarb 117 96 113 101
Iprovalicarb Peakl 134 11 101 86
Iprovalicarb Peak2 134 107 101 86
Isoprocarb 138 108 90 81
Methiocarb 116 91 83 73
Methomyl 185 115 102 104
Pirimicarb 148 96 89 85
Promecarb 128 104 93 85
Thiobencarb 124 94 93 82

A1519% 10 WENIAI% RSD WAz HORRAT fiszauaanutdudy 0.005, 0.01, 0.05 waz 0.5 mg/kg

(10 %)
0.005 ppm 0.01 ppm 0.05 ppm 0.1 ppm
Pesticides

%RSD | HORRAT | %RSD | HORRAT | %RSD | HORRAT | %RSD | HORRAT
aldicarb 18.89 17.49 8.85 9.19 5.45 7.42 1.59 2.39
aldicarb sulfone - - 30.70 32.66 7.24 10.01 8.82 13.46
aldicarb sulfoxide | - - - - 28.80 37.93 24.63 37.32
Befuracarb 59.01 48.09 | - - 31.77 4271 | 84.87 101.85
Benalaxyl 13.18 13.21 6.23 6.71 5.31 7.20 5.52 8.14
Benomyl 21.65 21.17 | 13.02 13.56 | 15.35 20.50 | 13.24 19.40
carbaryl 21.32 20.27 8.16 8.49 7.25 9.74 3.45 5.09
carbendazim 21.65 21.17 13.02 13.56 15.35 20.50 13.24 19.40
carbofuran 9.77 10.16 2.13 2.36 4.12 5.61 2.40 3.60
Ethiofencarb 21.94 2136 | 11.62 12.16 6.11 8.09 3.43 4.99




Fenobucarb
Indoxacarb
Iprovalicarb Peakl
Iprovalicarb Peak2
Isoprocarb
Methiocarb
Methomyl
Pirimicarb
Promecarb

Thiobencarb

11.78

31.60

12.06

12.06

12.23

14.73

13.38

17.03

16.01

13.25

11.76

31.24

12.39

12.39

12.40

14.54

14.40

17.43

16.04

13.22

6.29

13.34

9.98

9.98

4.16

4.99

7.49

6.77

5.41

5.62

6.72

14.20

15.28

10.81

4.50

5.27

8.20

7.20

5.84

5.96

4.63

7.14

3.83

3.83

4.87

5.39

23.36

4.08

5.99

5.80

31.96

6.21

9.92

5.24

5.24

6.55

7.15

547

8.09

7.83

3.08

2.82

521

521

271

3.80

12.99

4.10

2.27

3.63

4.53

4.29

772

772

3.97

5.48

19.82

6.07

3.35

5.35

(ruggedness)

8.2.8 NMINAFAUAMANURYBY reproducibility ¥asn1snagau neldaniaznisnagauuni

NNTIATIZH fortified samples NTzAUAULTNTY 0.01 0.05 wag 0.5 me/kg AULTNTUAE

5 41 I dsugins1esi Useldiu accuracy Wag precision AalnusinInunvad AOAC Peer-Verified

Method NaASIZVAIRISI9N 11

fortified samples NTAUANMUTNTU 0.5 me/kg HIUNUTNAIAUA TI1UIU 27 @1F @IUTTAUAIIY

WUTU 0.05 me/kg WIULATANNUA T1UIU 5 81T WaETEAUAIMTUTU 0.01 mg/ke HIULNUINAIAUA

U 8 @S

A157197 11 LanansiuSeuiisu Aadeuns % recovery, % RSD way HORRAT Tunisitasigiicarbaryl

AANENATIEN 2 AU NT2ARUANILINTU 0.05 me/kg (5 1)

Al 1 (ppm) Aufl 2 (ppm)
No. 0.005 0.01 0.05 0.1 0.05 0.01 0.05 0.1

ol g o g o < o g o < o g o g o 2

8 S| &| 8| &| & &| 8| &| 8| &| 8| & S| R® S
1 111 553 84 | 8.40 109 | 5.47 93| 9.28 109 | 5.47 93 | 9.28 93 46.5 96 | 96.19
2 90 4.48 90 | 8.95 99 | 4.95 82 | 8.15 99 | 495 82 | 8.15 92 46.1 88 | 88.39
3 128 6.39 77 | 7.65 97 | 4.86 82 | 8.20 97 | 4.86 82 | 8.20 88 | 44.22 91 | 91.39
4 119 597 81 | 8.14 95 | 4.73 85 | 8.48 95 | 4.73 85 | 8.48 85 | 42.36 89 | 88.61
5 153 7.64 88 | 8.76 94 | 4.69 88 | 8.83 94 | 4.69 88 | 8.83 84 | 42.11 85 | 84.94
av 120 6.00 84 | 8.38 99 | 4.94 86 | 8.59 99 | 494 86 | 859 89 | 44.26 90 | 89.90
SD 1.16 0.51 0.31 0.47 0.31 0.47 2.04 4.19




%RSD 19.31 6.14 6.35 5.50 6.35 5.50 4.61 4.66

HORRAT 19.16 6.41 6.12 5.76 6.12 576 6.18 6.95

9. asUnan1maaasLazdalauaLuL
9.1 n1snadaualtnldlavesiflunisiasiziansuinsgiunguaasnilunodaina
(organophosphate) aasn1luaaaiu (organochlorine) wagzlwinsaen(pyrethroid)

nnsaTvaeuadldlavedisd wuin WuITAdAUsuImLa1gas (specificity) laifinany

= o L a

AIuRanIsanIalunIsiyuesassndy 3 uiil wasiszauaududu 0.5 me/kg arsdrulngdl
AuauURves reproducibility n1gldan1izn1snaaeuund (ruggedness) lneldgusiAsient uay
ansndiaseiiegdnleanlaeg1egnaes (accuracy) waguslugh (precision) Tugisaraduduves

LOQ g LOD uay LOQ vasisissazulumsneil 12

A15199 12 Agunan1snsseuaalilivesisnageu

LOD LOQ Working Range Recovery % HORRAT
Pesticides
me/kg me/kg me/kg 0.01 | 0.05 0.5 0.01 0.05 0.5
Methamidophos 0.01 0.005 0.005 - 2.0 92 75 82 1.63 203 | 353
Dichlorvos 0.05 0.01 0.005-1.0 91 86 88 212 1.86 1.71
Mevinphos 0.01 0.005 0.005-2.0 91 93 97 1.42 2| 215
Acephate - >0.5 0.005-1.0 19 75 95 | 37.31 6.92 | 4.53
Omethoate - >0.5 0.005-2.0 85 83 113 3.26 338 | 6.29
Monocrotophos - >0.5 0.005-20 | 115 94 101 a.87 3.64 35
Dicrotofos - >0.5 0.005-1.0 79 93 105 4.51 4.28 | 11.03
Phorate 0.05 0.01 0.005-20 | 144 | 101 89 1.39 1.87 1.46
Dimethoate 0.01 0.005 0.005-1.0 | 109 95 96 1.22 222 1.97
Diazinon 0.05 0.01 0.005-1.0 | 119 | 100 92 0.89 1.86 1.36
Chlorpyrifos-methyl 0.5 0.05 0.005-1.0 | 139 | 100 95 0.7 1.84 1.51
Parathion-methyl 0.05 0.01 0.005-20 | 145 | 100 94 0.76 2.02 1.74
Pirimiphos-methyl 0.05 0.01 0.005-20 | 131 | 101 91 0.89 1.72 1.43
Fenitrothion 0.5 0.05 0.005-20 | 146 98 94 0.77 1.86 1.73
Malathion 0.01 0.005 0.005-20 | 110 95 102 0.96 2.02 1.75
Chlorpyrifos 0.01 0.005 0.005-1.0 | 109 96 92 1.32 1.88 1.55
Parathion 0.05 0.01 0.005-20 | 225 | 114 97 0.82 1.84 1.59
Pirimiphos-ethyl 0.5 0.05 0.005-2.0 | 147 | 100 93 0.8 1.78 1.39
Procymidone 0.01 0.005 0.005-20 | 107 99 93 2.89 2.01 1.44
Methidathion 0.05 0.01 0.005-20 | 160 | 101 97 0.6 1.95 1.8




alpha-Endosulfan 0.05 0.01 0.005 - 1.0 119 98 86 1.11 1.72 1.6
Prothiofos 0.05 0.01 0.005-2.0 | 120 92 90 1.14 1.7 | 156
Profenofos - >0.5 0.005 - 2.0 - - - - - -
beta-endosulfan 0.01 0.005 0.005-1.0 | 111 96 96 0.97 135 | 1.83
Ethion 0.5 0.05 0.005 - 1.0 146 98 97 0.83 2.1 1.64
Triazophos 0.05 0.01 0.005 - 2.0 149 100 103 0.47 2.21 1.87
Endosulfan sulfate 0.01 0.005 0.005-10 | 113 96 98 1.14 1.62 | 176
phosmet 0.05 0.01 0.005 - 2.0 146 92 106 0.77 1.95 2.8
Bifenthrin 0.01 0.005 0.005-1.0 | 102 93 95 1.03 1.91 1.52
EPN 0.5 0.05 0.005-1.0 | 248 101 99 0.36 1.61 2.59
Phosalone 0.01 0.005 0.005 - 2.0 95 89 103 1.43 2.31 1.93
Azinphos-methyl - >0.5 0.005-1.0 | 190 93 109 0.35 2.16 3.1
Cyhalothrin (lambda) 0.01 0.005 0.005 - 1.0 84 7 117 1.53 2.42 2.85
Azinphos-ethyl - >0.5 0.005-1.0 | 161 96 109 1.2 255 | 246
Permethrin 0.5 0.05 0.005 - 2.0 36 85 100 3.21 2.58 1.71
Coumaphos - >0.5 0.005 - 1.0 69 84 118 3.72 381 | 3.09
Cyfluthrin - >0.5 0.005 - 1.0 16 84 126 | 10.41 3.37 2.97
Cypermethrin - >0.5 0.005-1.0 | 310 33 120 | 21.53 7.86 2.95
Fenvalerate - >0.5 0.005-20 2 79 122 | 34.12 3.25 2.16
Deltamethrin - >0.5 0.005 - 1.0 - 66 159 | - 5.43 4.59

9.2 Mmnagauauldldvasislunisinsziasuinsgiunguasunun (carbamate)
v aad ! @ adada ° . a
nn1snsaeuaUldlivedisd wudn Wuisnlianudmisianzas (specificity) inaugn

[y

AoauluglABRNIENTEAUAMULTNTY 0.005 me/kg IAIUAINUABNITARALIATUNITUYWIILIATILTN

Ju 3 wifl wasiiszauaududu 0.05 me/ke asdrulvaiinauantfves reproducibility aneldaniag
a o Ya 6 a 6 1 o ¥ 1 ¥

N1sneaeuUnd (ruggedness) Ingludsuninsiey wag aunsainsigviniegiedleanlaetegnies

(accuracy) waztiiugn (precision) Tuan9AUTLTUIOILOQ @A LOD way LOQ

10. nmsuwnanuIdglulduselevd

10.1 %e9UFUANIAIE 5T unnsgiulunisnsiaiinseiaisnguessnluneains
(organophosphate) a3n1luAaaIu (organochlorine) waglninsaea (pyrethroid) AMSULNA
(carbamate) Tuanle

10.2 Wudeyalunisvegveudienissusesauaiuisaviesu fUAnIsauunnsgIu ISO/IEC
17025:2005

10.3 oaU§UANTIFFUN195UT0MIMNINTFIU ISO/IEC 17025:2005 Faifunisenszdu
v fUANsIldmunsgIuana samsiinsgiiininugndes usiug undete uaranunsansa

goundule
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11. A1vauAnd WMl URnsansivanAtas I dunsIenemsinens d1nidenasiamun

ANSNEAT AN 1
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AMTARNUIN

O gasnisduaumidivinvesasunnsguanteasannsgu

.. ngy  wwid(mg) xeuteriea(2)x 10
mﬁunutuﬂ.!tmrm;‘;ﬁu(—J =
ml

Symsisten(ml) 1100
O gasnisauaumanududuvesaisazaiguinsgiu (standard solution)
NiVi = NpVs
gl N, = anuutuees @a1snnu (lulasnsu/daaans)

ANUTLTUYIa1snaaInsesen (lulasnsu/fadans)

=
N
Il

= UTURsvRIaNIAIRunegaun (addns)

=
|

V, = USinasvesansfigesnismsoy (Nadans)
[ avsuszifiudn HORRAT (Horwitz’s Ratio) AuLnaug) %RSD ¥a3 AOAC Peer-Verified
Method, Nov. 1993 auiulaglde %RSD wagA1 HORRAT (Horwitz’s Ratio) Anukneusi %RSD

2849 AOAC Peer-Verified Method, Nov. 1993

%RSD

HORRAT (Horwitz’s ratio) = - -
PredictedHorwitzRSD

Predicted Horwitz RSD = 0.66 x 211031029
C = concentration ratio
\newgiUseidiy precision : 1. HORRAT < 2 ; [AOAC]
2. % RSD <21 ; [AOAC] Tugi9anududu 0.01 - 2 mg/kg
[ A1 %RSD anunausininuavas AOAC Peer-Verified Methods. Nov.1993

AALTNTUVDY Analyte Concentration ratio
Tuiieg ©) ReD %
100% 1 1.3
10% 0.1 2.8
1% 0.01 2.7
0.10% 0.001 3.7
100 ppm 10* 5.3
10 ppm 10° 73
1 ppm 10 11
100 ppb 107 15
10 ppb 10° 21

1 ppb 107 30







O A% recovery MUNUNARUAYBY AOAC Peer-Verified Methods. Nov.1993

AUYUTUVDY analyte TUFIBEN Recovery (%)

100% 98 - 102

10% 98 - 102

1% 97 - 103

0.10% 95 - 105

100 ppm 90 - 107

10 ppm 80 - 110

1 ppm 80 - 110

100 ppb 80 - 110

10 ppb 60 - 115

1 ppb 40 - 120




