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1. yalasen1side  Weuasiandaduniswinninisinuns
2. Tasenside NIRAILINITNTIIAATIEAEAN TR YANANIVBINTUNTIEN

NSNEATIAGNABY UiNE1MIUNINTFIUAING

Aanssu MsNUILaEATIIdaUANUlTlAva T IAsIEaNTRYANAN
fAanssugae AMSNAUINATANISIATIEREITREANANSIY 10 Nalduasnannue
NNITINYHS

3. Fanammans (nwlne) manadeuaililivesiBnsiengimsiivandsngu
Organophosphate ag pyrethroid Tunsnuazuzaaiiovenissuses
WU U509 @134 : @13ngu Organophosphate Tunsn
Fon1snnass (NMe199naH) Method Validation of Organophosphate and pyrethroid
Residue Analysis in chilli and Mango for accredit laboratory office  of
agricultural research and development region 4 :  Organophosphate
pesticide group in Chilli
4. AnzgAniduau
Wmtmsneaas  u1anms dansy daienguiimunnisnivaeuisiardadunisuin

AN ITYLATNAIUINTNEATUNN 4
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WU WU Junsdes  danguimunisnsivaeuiskazUadenisnge

AUNIFYLATHAILINITINYATUNT 4
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WU wedndna deansy  dienguimunnisesivaeuisikasUadenisnge
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AN ITYLATNAIUINSTNEATUNN 4
UNANED

n1sasivaeuAultliveisnageuansiivanA1angs Organophosphate Tun3n 91w 8 vila
lawn diazinon, chlorpyrifos, pirimiphos-methyl, malathion, parathion-methyl, profenofos, ethion

v

wae triazophos & veeUfuRnsnquiRuINIIATIRaeUivkarladunisndn drdnideuavinuinisinuns
wad ¢ Tneld33AWauiui191n3Eueq Steinwandter H. 1985.Universal 5 min on-line Method for
Extracting and lIsolating Pesticide Residues and Industrial Chemicals. Fresenius Z. Anal.Chem.
No.1155 lunisaiadeg slngld acetone waz dichloromethane ¥in1sindatigaen1sld sodium
sulphate wagyiin1snsran1vianazuiunalaeldindosfiodinsizriniviuinalsfivandng (Gas
Chromatography ) 14 Flame photometer Detector (FPD) iJusinsaa¥a Mdufadidemnduufian 1ufa

Tulnsudumdieiudyyiunisnsiada (make up gas) innsnageuadidutulugie 0.01 - 4.00



me/kg 5180157 n3RsIaaeuliun range, linearity, accuracy, precision, Limit of quantitation (LOQ),
Limit of Determination (LOD) N&N15ASI@8UNUIN range Lag linearity Guaﬁ%‘miﬁwudmﬂmi e
Correlation coefficient (R2)>0.995 %Qa%ﬂummsﬁ‘ﬁlaau Suls A1 accuracy Usgiiulaann % recovery
WU % recovery ¥99a15 aefluinmai 74.50 ~116.00 3 AOAC AnunliilA1 60-120 A1 precision
Uszifiulaanen Horwitz ratio (HORRAT) UagA % RSD wudn na15iA1 HORRAT < 2 uazdlen % RSD
o¢lur29 0.80-20.30 Fsagluinausinsensulfniamnnsgiuves AOAC fifwuasn < 21 A1 LOD ¥adansyn
#159¢lur3 0.005 mg/ A1 LOQ 8gluya 0.01 mg/kg NBINTIBNIATINFOUITN5E wansliifiuiniens
dannsnldiduiimameaevansfivandranduessunluneanetalunin IHIuasnsfdaugnies
wlug anunsninlvesusesnnansavewiesl JUANTAdaUa T EANA1SLARINNINSIU ISO/IEC
17025 : 2005 LileenszfiuannIgunsnsIvaounanwauivesinglrlaunmldmsgiuaunsoudedy

fusnausenela

IRAN1INAADY 03-06-54-06-01-02-07-54

NMINARBUANLYNABIVBIITTATILI ( methods validation ) {unszuIuNISAATUNENEINTS
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W3S USuuse wsednuUadisiimnzauwds wasilynguanendniiionansliiiuininagounimundu

A A & = ° a ¢ A b Y s Iy = a
vsaldenudumaizauazirlUldlunuiesgiieliussaingUuszasdnaeld wu eniuSuiu

'
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diulsenevadrtlaedrmialundndue iensivasuimdndugliguainaiunuantiivun

(specification) %30l {OATIIFDUIINENANTLAUNINTIUINTFIU ( regulatory requirements) #3a ki

q

r-ﬂl 2 a v A a L3 (Y & a (% (3 = 1 a (% & A
Weomusunaasludaindey PWBNEGFIULBNANPUNAANUN NIDAIUUILNBUVDINANNUN (MNITT0, 2549)

[

Fagelj and Ambrus (2000) na1384ingUszasandnveIniIsnsrvaeuaIulylanuesisnisnsia

'
a vaa

AAszRaTivanAeuuTINae nsuansliniuisnsufuandululadmsuiosujiRinsinseiasie
ANAY Imﬂ,ﬁmamﬁLquﬁﬁgﬂé’mumgﬂ warindede Fin1silddesdinnumanyan (optimized) uazd
robustness wananiin1snsradeuauldldvedsniserasllic AmunsfivesaIsRunndeTEnIng
Funoumsatasetaznsinsey (stability of residues during sample processing and analysis ) R

o w 1

finnudfgdonTieTziasivanAaufenudmsunsaTageuaulglalunsimesang o
Hoogerbugge and Zoonen (2000) na1v31 Wudafidrdayunn dmsuiinisimsziiiinidouas
W Jeyanuldlavedisnisinszidiuinnazgniiusiusuliluguveenansivalidation sheets) wag
Ausrusanlilugiudeya (database) ol dudoyadmiunisdniuauide wialudennasinee
sudunslumunnunsidedilinditeyadiumsiivesidfyiinisldivsusuld Tunsnsaey

Aultlave9isnisIas1gibann limit of detection, trueness, calibration procedure, precision ey
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confirmation of the results @19 9 warldrudunsiimesndrdglunsiasieiarsiunnang Nag
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ansnfusesrauazdudunanisiinsegildegsgndesnariinuundede Faagilugnisufulunis
AaseansiivanAsluiog 19NN YA

Mo JURNINTIRIATIERANTRYANAY YaenguiauINIsnTIvaauivuarladunsuadn d11inide
fimunisnuasiond 4 nsudvnnnees wiiuldinmseseunelilfvediniengimsivnndis
demusiudesmanisieset waslundnUsziulumsiusemaiiiuanaduiiniuduiuedieds 4

[ a

adoarfiunislaeiseou ldldiilenisve fusesesufiinig (Accreditation) winthy usifunisuansls
Wiudananindefie augndes AmuiugY ANNINYBINANITILATIZA kagn1TATUMATATENNS
AnsransivanddliifsuniifuinsUssma deazuansfenalselovifazauunlufunisdaznng
dseanfivnaniansinunsszninuszna Tugiugivsemalnonanagaduiiazifiuntivedlanudne s
Uaondy

nsnsaaeumnldlfueditiinnesiluiosufiRnisiinanesziu lunsdifiviosu foRnnsleanmmn
Frsareitunies efaiNIIMAdaUfILUIWUUANFULUY ( Full validate ) Feulsiidemaaoy
Tawn Accuracy, precision, Range, Linearity, Limit of Detection (LOD), Limit of Quantitation (LOQ),
Specificity/Selectivity kagRuggedness/Robustness ﬁW‘Vi%JUﬁENUgj‘ffﬁmim%’%%mﬁmﬁwﬁmﬁﬁmi
At wazdufivensulussivanna wiauielilidsfmunraudwiukeswfoRnisusas wisiy dos
fudunismaaeuiudsluiesufoRniaifissunsdiu ( Partial Validate ) fudsfidosinnfiansanldun
Linearity, Range, LOD, LOQ, Accuracy Wag Precision Lwié’wﬁﬁ%mmgmﬁ?uuﬂ%’jmeﬁ’tﬁmmaamﬂEN

1 1 . . I3 k%
UNEAIU YU Accuracy hay Precision sUuny

guUnsaluazdsnIg
a19nluazaunIninen
1. @Al
2.1 Acetone, AR. grade
2.2 Dichloromethane, A.R. grade
2.3 Ethyl acetate Pesticide Residue grade
2.4 Sodium sulfate anhydrous, A.R. grade
2.5 Sodium chloride, A.R. grade
2. \3eauiuazeuUngal
3.1 VIALMEMSUUTTIIRENNToUIN YUIR 250 Haddns
3.2 \p3eetawidn 2 way 4 sl Aldunsaeudioundy
3.3 NTIUNTOWIPIELAT
3.4 Cylinder ¥u1a 50 {adans class B

3.5 AanuLuy (flat bottom flask) vune 250 Tadans



3.6 ¥INUSUUSINS Ve 5 faddns AldunisaeuLTisundn
3.7 Homogenizer, Ultra Turrax 3u T 25 Basic

3.8 Dispenser 3U1A 1 — 50 daaang

3.9 Auto-pipette ¥u19 100 ulasans - 1000 lulasans
310 UhUed auin 1-10 Jaddns Aldunisaeuiisundy
311 wSesanUinasendalulasiou

312 Vials dwduussadegaduedos GC

3.13 GG, Agilent, ﬁu 7890A W3ad auto injector wagsoftware mUﬂumiﬁ’N’m

w3

nsdeumNltlavesiznegeu NsiATIEasiEnNAITasaseutaIngu L nInsesn by
uzia9 Wngldufalasunlansivl MeIsn1smeaeunUsSIMa SYANANIYBINEUNRIUINITATIVERY
fiuazdadenisndn AldlunsiesiziasfivanAawuusn (Multi-residue Analysis) fawandlu

NG 1

25 + 0.1 g sample
v + 50 ml acetone
Homogenize (13,000 rpm for 1 min)
il + ~ 8 g NaCl
+ 40 ml dichloromethane
Homogenize (13,000 rpm for 1 min)
v
Take solution to Erlenmeyer flask + Na2S0O4 ~ 30 ¢
Let it stand for 10 min
v
Aliquot 50.0 ml, concentrate ~ 1 ml
by Rotary vacuum evaporator (~40C)

v

Dissolved and adjust with5.0 ml of ethyl acetate



v

Concentrate Rotary vacuum evaporator (~40C)
Take 2.0 ml GC-FPD

ANA 1 3NUATILUY Multi-residues Avinn1snagey

dledudunisatnfegianuiinisasudiunds Suhmmeasuanuldldvesiinisdna
fasolull

4.1 N15%1 Range vlaanagdeau reagent blank, sample blank wazfortified samples ALTLTU
7 5v8U 9 @z 1 91 plot eraph szwinemududwdy ppm vasfortified sample (wnwu X) fiu
response L4 peak area (Wnu Y) uwdafin1sant e dudunss

4.2 N5 Linearity Nnd@ou reagent blank way fortified sample fiaududuniely Range 104
Asnadeu fnududu 7 sedug az 3 81 plot graph sendnerududuves fortified
sample blank (N1 X) U response (L Y) AutmICorrelation coefficient (r) Taaineds
A580UTU 1 > 0.995

4.3 9599@0U Accuracy launa@u reagent blank, sample blank wagfortified sample fiszdu
AN UNElUTINTNREDU 3 SEAUAINLTNTY (Low, Medium, High) Aaultuduas 10
1 UIEVAdEU WEIMALRRETBINANSIFEUTIFNAN reagent blank ¥89 sample (x1) uag
fortified sarnple (x2) HuUszdiu % Recovery = (x1 - x2) x 100 /Conc. tnefl i@slusiet
nauain1seeusu Recovery Mnauaininunlaeiialuaes AOAC Peer-Verified Method Nov.
1993

4.4 n57988Y Precision laavaaeu reagent blank, sample blank wazfortified sample fisesu
AN TUNIIUTNNITVAGDU 3 STAUANULTNTY (Low, Medium, High) Asltutuay 10
g1 Tufinnan1smadeu AulnAede X ez SD YaINansNAFEURILINL % RSD udausziiy
Precision Ingld HORRAT (Horwitz’s ratio) #3890 % RSD

HORRAT (Horwitz’s ratio) = % RSD 31AN1SNA88 4

Predicted Horwitz RSD
Predicted Horwitz RSD = 0.66 x 211 ~ 0109
nefi C = Concentration ratio
\neuTin5BeNTU AOAC : HORRAT (Horwitz’ s ratio) < 2 wdemnnasirmualneiialuves
precision, % RSD 983 AOAC Peer-Verified Method, Nov. 1993.
4.5 AM371AT Limit of Detection (LOD) vinlaeaiasizdi fortified sample blank %39 fortified

sample 7N15zAUAMILTLTUNETUGNNTNNADY 3 STAUAMLTLTY 9| ag 10 91 ATUIUAT SD



VDINANIINAADULAAZAMTLTY plot graph F¥WINNATLTU (LAUX) AU SD (AU Y) %IA7
So a8 extrapolate l@UATIMNIAALAY Y LOD = 3 So

4.6 N15M1AT Limit of Quantitation (LOQ) AUABIAT predicted LOQ 91098 4.5 lag LOQ = 10
So wisey fortified sample blank %38 fortified sample fifiAanududuingu predicted LOQ
(10 So) Awaszvifortified sample blank %#3e fortified sample 10 FrduanA accuracy Whag

precision INAIINITEBUTUADINIUNITUTEIEY accuracy Wazprecision ANTe 4.3 Lay 4.4
S2HTLIA
ssmnmoﬁ’wLﬁums&i’juwilﬁau@amu 2555 — fiuengu 2556
anufiaiunis

el uRn1sansiwanane nauimuinsnsiaasuivwazladenisuan

v aov v

AN ITenas WauIN1SINEASUAN 4
NANISNAABILAZINTAl

Range : A&V reagent blank way fortified sample TUAMUTNTY 7 TeAUVOIEITALAIENANAT
wanslumseil 1 faust 0.005 fe 4.0 fadndu/Alansy Aududuas 1 91 nan3MsI980U Range
Tnetharnududures wazawesiuildfinuanuduiudidaduiazimuinai R2 vosdsie
andndlunguessniluneanlada wui R? > 0.995 (Fauandluamdl 1) wudriBnismasoutl awnse
n3aouaTRumnAngues funlureavlesaldlugsiaus 0.01 f 4.00 un./nn,

Linearity : nn@ay reagent blank wa fortified sample finududu 7 seu Anududuas 3 o1
NaN13AI9d0U Linearity TnsthAraududunes Fortified Sample wazAwosituiildfiauim
AINFUNUSTAAY wazAIInAT R? 909815 ERNA1 WUdIA1 R? > 0.995aun30a5uUlad138n1s
nagouTiiunasTif e

Accuracy : N15ATIVERU Accuracy 9zvilagii Fortified Sample fissupmudiudu 5 sedu A

WuTuag 10 91 warunu1Useidiy Accuracy 910 %Recovery laginugin1sueusu Recovery 14

a

NN AT UAUDY AOAC Peer-Verified Method 7 60-120 % Wan1SNA@DULAAIAT Fortified
Sample Ainnududusia 5 sgau Wulununusinanld nsnTIaaeu Accuracy 10939NARBURAILA

ANINTUsEAUT 1 - 5 agluinamiinnsgiusaganunsaveusula



4. Precision : N15A13@9U Precision 18433vAdU Iaevin Fortified Sample N5gAUAMUITUTU 5
5%AU AUITUTUAE 10 91 LA u1UsELiiY Precision Tagldan 9%RSD #39HORRAT (Horwitz’s

ratio)

%RSD U89 AOAC Peer-Verified Method, Nov. 1993

Conc. 100% | 10% | 1% | 0.1% | 100ppm | 10ppm | 1ppm | 100ppb | 10ppb | 1ppb

%RSD 13 18 | 27| 3.7 53 7.3 11 15 21 30

HORRAT (Horwitz’s ratio) = %RSD / Predicted HorwitzRSD
Predicted Horwitz RSD = 0.66 x 2110029
Tnefi C=Concentration ratio waztnasiussiiu Precision HORRAT < 2 [AOAC]
HANNSNARBU Precision Yav3inadeunnszAuaiiudy aglunuaiinnsgu fe
ausaAuInAT %RSD laeglusendng 0.80-20.30 way HORRAT < 2

5. Limit of Quantitation (LOQ) : 91nn15¥1 Fortified Samples 7 5 szduAududunuisnaaey
NANTVIAGOU Accuracy Lag Precision luLNAINATE RN

6. Limit of Detection (LOD) : 34A51¢% Fortified Samples fisgfuauidudu 0.005 mg/kg 183 vo4
diazinon, chlorpyrifos, pirimiphos-methyl, malathion, parathion-methyl, profenofos, ethion
wa triazophos §7u7 10 61 AurasnIIdILVE Sienal/Noise TausazanshasdiAmInngl 2

(S/N>2) fatiun LOD wasismsnadauwiniu 0.005 mg/kg

dyunamInaassuastaiauaLue
nsnsaeuanuldlivedisnisieneiasivanAanguessunluneanesalunin lnglduialas
slansl ansnsoagualdeail

1. A1 LOD vesaisiivnnAenguoesunluneanasalsenauniy diazinon, chlorpyrifos,
pirimiphos-methyl, malathion, parathion-methyl, profenofos, ethion Wa¢ triazophos agj
fisedu 0.005 me/ke

2. A1 LOQ vesa1sfiunnA1angulninsesausenaunie diazinon, chlorpyrifos, pirimiphos-
methyl, malathion, parathion-methyl, profenofos, ethion W&a¢ triazophos asﬁizﬁu 0.01
me/kg

3. Range 0¢lu¥13958m19149 0.01 - 4.00 mg/kg 113U diazinon, chlorpyrifos, pirimiphos-
methyl, malathion, parathion-methyl, profenofos, ethion &g triazophos

4. Linearity ff1 R? 11nndn 0.995 lunnansiivinisvaseu



5. Accuracy : %Recovery ¥09a15RYANANAANITNTUITEAUN 1, 2, 3, 4,5,6,7 Uag 8 aglutis

74.50 -116.00 % MUAIAY
6. Precision Aunuen %RSD leaglusyning 0.80 - 20.30 wag HORRAT < 2

Mnuansnageutaaafinaunl nudniseseasualildvediinaaeuiiinnumunzanly
nsnegeumasivanAanguessunluneanesaluninlaglduialasuilansin wazirszatunsaiily
Usgnaldludnuaznalifdug 16 lasanunsaieszsidednsliegnagnies uazusiugn lutisanuidudy
3211914 0.01 - 4.00 mg/kg %aamwaaaqﬂiéfdﬁ%mﬁmwzﬁu:u*ua’m (Multi-residue) ﬁﬂ&juﬁ@ummi

arvaeuiivhazladunisndn drinddeuaziauinisinuasiund 4 1deddl arursalvnanisiiasiena

gAY wiuduaviietiala

nstmaa3deluldusslev
1. dafulonasisnsnsiiengiasivandenguessinlurloanealundnifiowmeunsun
tnimnsuaziaula
2. iéUinwuasdafineusiliundiivfoReudud
3. thranTnrgiisuadignisuunsiusesiesufoinmeasuifiolddmiumsuens

Yaurnen1ssusastulanianald
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A1319f 1 wa@ns Retention Time w84 Matrix blank wae Spike matrix blank

A1519a5UNan1TANEUNU

Hoas matrix blank Spiked matrix blank
Retention time (min) Retention time (min)
Diazinon 0 7.773 £ 0.002
pirimiphos-methyl 0 9.770+0.002
chlorpyrifos 0 10.458+0.004
parathion-methyl 0 10.605+0.003
malathion 0 10.969+0.004
profenofos 0 13.050+0.001
ethion 0 13.845+0.001
triazophos 0 14.729+0.002
m'isumu?i'uﬂ 0 0

42998901330 (Working range)



nadou Sample blank waz Spike/fortified sample blank egetios 6 Aty ay 1 81

Plotgraph $1319ANULTNTUYBY Fortified sample blank (WAl x ) 7U Area Response (WAU Y) fiR15647

1 Ql' [~3 2 a v
PIMUULFUNTY UTELUUAIYEEN

A15199 2 AIAIUFURUSTENINIANTUTUVDS Fortified sample blank (WA X) iU Area response

(W Y)
diazinon pirimiphos-methyl chlorpyrifos parathion-methyl
AULTNTY Area ALY Area ALY Area AULTNTY Area
(mg/kg) (mg/kg) (mg/ke) (mg/kg)
0.010 104.258 0.010 89.94505 0.010 85.00359 0.010 67.40296
0.050 482.432 0.050 420.81903 0.050 400.50522 0.050 311.46567
0.100 936.575 0.100 822.42664 0.100 781.56959 0.100 572.33386
0.500 4584.65 0.500 3982.41479 0.500 3791.78589 0.500 2724.52515
1.000 9838.28 1.000 8675.22266 1.000 8034.98975 1.000 5467.72363
2.000 18480.6 2.000 16181.5 2.000 151955 2.000 10167.8
4.000 37582.8 4.000 33104 4.000 30892.8 4.000 21101.2
malathion profenofos ethion trazophos
AULTNTY Area AT Area AT Area AULTNTY Area
(mg/kg) (mg/ke) (mg/kg) (mg/ke)
0.010 62.9211 0.010 59.52539 0.010 132.26067 0.010 94.88241
0.050 302.66025 0.050 272.00653 0.050 594.8418 0.050 417.80975
0.100 573.70386 0.100 511.54498 0.100 1152.6366 0.100 820.20801
0.500 2776.20068 0.500 2508.13794 0.500 5700.97168 0.500 3902.88232
1.000 6022.26123 1.000 5416.64502 1.000 12286.7000 1.000 8298.72656
2.000 11239.5000 2.000 10520.2000 2.000 23693.3000 2.000 15649.6000
4.000 22589.6000 4.000 19994.3000 4.000 46402.4000 4.000 29566.9000




diazinon

40000
35000
30000
25000
20000
15000
10000 *
5000 *

area

0.000 1.000 2.000 3.000 4.000 5.000

a1 (mg/kg)

AMA 1 uansian1sTa (Working range) wes diazinon avsidudiu 0.01-4.00 me/ke

pirimiphos-methyl

35000
30000
25000
20000
15000 *
10000
5000 .
0
0000 1000 2000 3000 4000  5.000

ALY (mg/kg)

area

AT 2 WanaRaensIa (Working range) ved pirimiphos-methyl anududu 0.01-4.00 me/kg

chlorpyrifos

35000
30000 *
25000
20000
15000 *
10000
5000 .

0

0.000 1.000 2.000 3.000 4,000 5.000

eI (mg/kg)

area

AT 3 WaRIPeNT IR (Working range) ved chlorpyrifos Aiudy 0.01-4.00 me/ke



parathion-methyl
25000

20000 ¢

15000

area

10000 *
5000 *
*
0 e
0.000 1.000 2.000 3.000 4.000 5.000

A2 (mg/kg)

AN 4 wanYIINTIA (Working range) ved parathion-methyl Aududy 0.01-4.00 me/ke

malathion
25000
*
20000
o 15000
® 10000 ¢
5000 *
.
0
0.000 1.000 2.000 3.000 4.000 5.000
AL (mg/kg)

AT 5 wanIten3IR (Working range) ved malathion avududy 0.01-4.00 me/ke

profenofos
25000
20000 IS
- 15000
v
® 10000 *
5000 4
.
0D ™
0.000 1.000 2.000 3.000 4.000 5.000
eI (mg/kg)

AT 6 WanIteNTTR (Working range) ved profenofos Aadud 0.01-4.00 me/ke



ethion

50000
45000 ¢
40000
35000
30000
25000 .
20000
15000
10000
5000 .

0

0.000 1.000 2.000 3.000 4.000 5.000

area

eIl (mg/kg)

A 7 uansian1s¥n (Working range) vas ethion Asiudu 0.01-4.00 me/kg

triazophos

35000
30000 .
25000
20000
15000 .
10000
5000 .

0 &

0000 1000 2000  3.000 4000 5000

eI (mg/kg)

area

A 8 wanTIINTIA (Working range) ved triazophos AMddY 0.01-6.00 me/ke

ArAUluLdunse Linearity

INNIANTUNINAGDU Reagent blank Wag Fortified sample blank firnanduduniely Range
VINITNAFOUDLNUDY 6 ANULTNTUY By 3 1 NaR1UANTT 3 - 10 99Nt Plot graph 5¥#319AY
LWTUVDY Fortifed sample blank (uht X) iU Area response (NUY) @579 Regression line T4i@1
Fulsvansnisdadula (Coefficient of determination : R?) funasiluniseeusus R2 > 0.995

A19199 3 UAAIAIANLTLTUVDY Fortified sample blank fiu Area Response 484 diazinon

AULTNTY diazinon
mg/kg Area A9 1 Area P53 2 Area A5371 3

0.01 104.2581 97.53186 93.02332




0.05 482.43231 478.90683 477.74014

0.10 936.57458 898.14313 900.03516

0.50 4584.64502 4589.40137 4719.67969

1.00 9838.28125 9259.66895 9521.75684

2.00 18480.6000 18524.6000 18976.3000

4.00 37582.8000 37261.1000 38074.6000
diazinon

40000 -
35000 -
30000 -
25000 -
20000 -
15000 -
10000 -
5000 -
0

area

y =9402.x-8.701
R*=1

0.00

050 100 150

200 250  3.00

concetration mg/kg

350 4

00 450

AN 9 LAAIANANNAUNUSITWEUVDY diazinon AleAT Coefficent of determination : R? = 1.00

A1919% 4 LEAAIAIAIULTNTUVDY Fortified sample blank fiu Area Response 984 pirimiphos-methyl

ALTNTY Pirimiphos-methyl

me/kg Area ﬂ%ﬂﬁ' 1 Area ﬁ%"ﬁ‘ﬁ' 2 Area ﬂ%ﬂ‘ﬁ 3
0.010 89.94505 85.52231 82.99258
0.050 420.81903 478.90683 420.2135
0.100 822.42664 791.61584 792.87695
0.500 3982.41479 3953.35596 4070.94824
1.000 8675.22266 8700.43652 8226.46191
2.000 16181.5000 16437.9000 16729.6000
4.000 33110.4000 32908.0000 33572.8000




pirimiphos-methyl
35000 -
30000 -

25000

20000

area

y =8293.x-2.633
15000 - Rz =0.999
10000 -

5000 -

04 T T T T T T T T )
0.000 0.500 1.000 1500 2,000 2.500 3.000 3.500 4.000 4.500

concentration mg/kg

AT 10UEAIAIANENRLSITNEUYDS pirimiphos-methyl AaA1Coefficent of determination : R? =

0.999

A19719% 5 LEAIAIAIULTNTUYBY Fortified sample blank iU Area Response 984 chlorpyrifos

area

ALTLTY chlorpyrifos
mg/kg Area ﬂ%\‘iﬁ 1 Area ﬂ%ﬂﬁ 2 Area ﬂ%"ﬂ‘ﬁ' 3
0.010 85.00359 76.78421 81.99387
0.050 400.50522 405.3837 401.61002
0.100 781.56989 748.65472 755.95819
0.500 3791.78589 3800.80713 3890.55542
1.000 8034.98975 7823.52295 7607.04736
2.000 15195.5000 15245.6000 15082.2000
4.000 30892.8000 30554.9000 30751.4000
chlorpyrifos
35000 -
30000 -
25000 -
20000 |

15000 -
10000 -
5000 -

0 T T T T T 1
0000 0500 1000 1500 2000 2500 3.000 3.500 4000 4.500

y = 7668x +9.421
R?=0.999

concentration mg/kg




AA 11 LaAIAIANFURUSLTLEUVDY chlorpyrifos AauAT Coefficent of determination : R? = 0.999

AN5197 6 wansrnAududuTes Fortified sample blank U Area Response 484 parathion-methyl

ALTLTY parathion-methyl

me/kg Area ﬂ%’jﬂﬁ 1 Area ﬂ%’jﬂ‘ﬁ 2 Area ﬂ%ﬂ‘ﬁl 3
0.010 67.40296 59.51068 65.23528
0.050 311.46567 303.38312 312.68353
0.100 572.33386 550.08545 558.52826
0.500 2724.52515 2741.15039 277291577
1.000 5467.72363 5377.81689 5837.17334
2.000 10167.8000 10626.4000 10879.5000
4.000 21101.2000 20251.1000 20839.5000

35000
30000 -
25000 -
20000 -
15000 -
10000 -
5000 -

0

area

parathion-methyl

y = 7668x + 9.421
R2=10.999

0.000

0500 1000 1500 2000 2500 3.000 3.500 4000 4.500

concentration mg/kg

AN 12 LAAIAIAUFLNUSITIEUVDY parathion-methyl fepn Coefficent of determination : R? =

0.999

A191991 7 WARIAIAINLTNTUVDY Fortified sample blank fiu Area Response 484 malathion

AULTNTY malathion

me/kg Area ﬂ%ﬁ‘ﬁ 1 Area ﬁ%ﬁ‘ﬁ 2 Area ﬂ%’jﬂ‘ﬁ 3
0.010 62.9211 61.30657 62.22867
0.050 302.66025 292.61789 297.24173




0.100 573.70386 550.08545 553.48511

0.500 2776.20068 2806.48633 2825.96851

1.000 6022.26123 6036.78418 6113.57617

2.000 11239.5000 11467.8000 11557.2000

4.000 24589.6000 24000.000 23787.000
malathion

area

30000 -
25000 -
20000
15000 -
10000 -

y =5999.x-89.98
R?=0.999

500000 0.500  1.000 1500 2.000 2500 3000 3.500 4000 4.500

5000 -

concentration mg/kg

AN 13 LEAIAIANNALNUSITWEUVDI malathion A8@A1 Coefficent of determination : R? = 0.999

A1919% 8 LAAIAIAULTNTUTDY Fortified sample blank iU Area Response 484 profenofos

ALTNTU profenofos

me/kg Area ﬂ%ﬂﬁ' 1 Area ﬁ%"ﬁ‘ﬁ' 2 Area ﬂ%ﬂ‘ﬁ 3
0.010 59.52539 54.99803 53.89777
0.050 272.00653 276.09644 269.9968
0.100 511.54498 501.07938 492.71902
0.500 2508.13794 2624.88989 2561.59396
1.000 5416.64502 522.11475 5504.42432
2.000 10520.2000 10258.6000 10308.1000
4.000 19994.3000 19855.1000 20113.6000




30000 -
25000 -
20000 -
15000 -
10000 -
5000 -

area

profenofos

y =5999.x-89.98
R*=0.999

-500.000

0.500

1000 1.500

2,000 2,500 3.000

concentration mg/kg

3.500

4000 4.500

AN 14 LEAIAIAMNFNRLSLTLEUTDY profenofos AT Coefficent of determination : R? = 0.999

A91991 9 LANIAIAITLTUVBS Fortified sample blank fiu Area Response 84 ethion

ANILUUTY ethion
me/kg Area ﬂ%’jﬂ‘ﬁ' 1 Area ﬂ%’jﬂ‘ﬁ' 2 Area ﬂ%’jﬂﬁl 3

0.010 132.26067 125.36675 121.46359
0.050 594.8418 604.93597 595.07935
0.100 1152.6366 1124.63074 1072.1344
0.500 5700.97168 5699.19775 5825.98291
1.000 12286.7000 12194.8000 12372.3000
2.000 23693.3000 23261.5000 23347.2000
4.000 46402.4000 46269.3000 46258.6000

50000 - ethion

45000

40000 |

35000 -
., 30000 -
¢ 25000 -

20000 |

= 11595x + 1136

15000 - N 09

10000 -

5000 -

0 T T T T T T T T 1
0000 0500 1000 1500 2.000 2500 3000 3500 4000 4.500
concentration mg/kg




AN 15 WEAAIAIANAUNUSITIAUYBT ethion saeAn Coefficent of determination : RZ = 0.999

A199970 10 LARSAIAILTLTUVDY Fortified sample blank iU Area Response 819 triazophos

AULTNTY triazophos
me/kg Area ﬂ%’jﬂﬁ 1 Area ﬂ%’jﬂ‘ﬁ' 2 Area ﬂ%ﬂﬁ' 3
0.010 94.88241 88.77938 86.29162
0.050 417.80975 42490125 419.5928
0.100 820.20801 807.9588 764.23907
0.500 3902.88232 3761.08203 3984.75317
1.000 8298.72656 8261.46973 8383.96094
2.000 15649.6000 15022.3000 15006.4000
4.000 29566.9000 29706.7000 29348.3000
triazophos

50000 -
45000
40000 -
35000 -
30000 -
25000 -
20000 -
15000 -
10000 -
5000 |

0 T T T T T T T 1

0000 0500 1000 1500 2000 2500 3.000 3500 4000 4500

area

y=11595x+ 1136
R?=0999

concentration mg/kg

AWA 16 LEAIAIAMNFUNUSLTNEUVDY triazophos AeAT Coefficent of determination : R? = 0.999

A1dngriannsasaataniga Limit of detection (LOD)

LOD =3 SD

1. A% Fortified sample blank %38 Fortified Sample fisvsuanududush eghedes 10 o1
§Fn @1 SD = 0.0003 me/ke A1 LOD = 0.0009 usiilosanarudududnaniinnuduiosiuly
wayInguszasdvosnsvaaeuldinas MRL vesUszimalny CODEX Usemadu Usenalunguavinmelsy
Hunasidndy fuiuiteliaenadestuidnanmmualia LOD = 0.005 me/ke #g9ULOD 7 0.005
un./nn.

2. BuduA LOD 910 signal / Noise vosansuaazviln tnausigausu signal/Noise > 2

A19799%0 11 LandA signal/Noise 31NN1TNAGOU 10 1 S1982LDIARNNLNLIN



Yoas

AMULINTY (Un/nn.)

Signal/noise (n=10)

%39 S/N Aade+-SD
diazinon 0.005 5.60-7.60 6.41+-0.63
pirimiphos-methyl 0.005 3.80-4.40 4.00+-0.22
chlorpyrifos 0.005 3.30-3.80 3.43+-0.19
parathion-methyl 0.005 2.10-2.80 2.40 + 0.24
malathion 0.005 2.20-2.80 2.53 +0.22
profenofos 0.005 3.50-4.50 3.86 +0.31
ethion 0.005 5.60-7.20 6.13 + 0.54
triazophos 0.005 2.80-4.10 3.39 +0.40

ANTAINANTITATIANULALIIIIUNANITASIAIN  Limit of Quantitation (LOQ)

1. wisey Fortified sample blank finaudiudusi 1éen SD = 0.0003

A1LOQ = 10 SD = 0.003 mg/kg Weal Accuracy uag Precision aMueinsgIUa1siEnnAeluemIs

0.01 mg/ke

2. 351294 Fortified sample blank 3o Fortified sample 7is¥su 0.01 me/kg 10 1 a3

3. AMUIAIAT Accuracy Wag Precision

M13199 12 Wigatl Accuracy Wag Precision A3uidudusingg 4 seau lugianisldeu(Range)

oS

AUV Accuracy Precision
Spike Recovery LAEu X +SD(mg/kg) | % RSD LAau HORRAT
(mg/kg) (%) (%) (%) et < 2
Diazinon 0.01 107.28 60-120 0.011 + 0.0006 5.199 21 0.241
0.05 108.792 70-120 0.054 + 0.0013 2.385 15 0.146
0.50 106.1 70-110 0.53 + 0.0150 2.921 11 0.251
1.00 107.132 70-110 1.071 + 0.026 2.432 11 0.233
Pirimiphos- 0.01 107.64 60-120 0.011 + 0.0004 3.326 21 0.159
methyl 0.05 106.776 70-120 0.053 + 0.0010 2.679 15 0.163
0.50 103.3 70-110 0.520 + 0.0120 2.399 11 0.206
1.00 107.537 70-110 1.075 + 0.027 2.537 11 0.243




chlorpyrifos 0.01 109.80 60-120 0.011 + 0.0004 3.496 21 0.168
0.05 111.60 70-120 0.056 + 0.0010 2526 15 0.155
0.50 106.7 70-110 0.530 + 0.0120 2.293 11 0.198
1.00 110.453 70-110 1.105 + 0.050 4.482 11 0.431
Parathion- 0.01 93.24 60-120 0.009 + 0.0004 3.839 21 0.180
methyl 0.05 92.304 70-120 0.046 + 0.0010 2.844 15 0.169
0.50 82.5 70-110 0.0.41 + 0.0070 1.602 11 0.133
1.00 83.72 70-110 0.837 + 0.034 4.01 11 0.37
malathion 0.01 97.56 60-120 0.010 + 0.0004 4.418 21 0.208
0.05 97.92 70-120 0.049 + 0.0020 3.177 15 0.191
0.50 94.1 70-110 0.470 + 0.0150 3.168 11 0.268
1.00 102.3 70-110 1.023 + 0.015 1.426 11 0.136
profenofos 0.01 106.56 60-120 0.011 + 0.0005 4.56 21 0.218
0.05 102.44 70-120 0.051 + 0.0010 2.862 15 0.173
0.50 97.9 70-110 0.490 + 0.0150 3.052 11 0.26
1.00 105.507 70-110 1.055 + 0.015 1.468 11 0.14
ethion 0.01 108.72 60-120 0.011 + 0.0004 3.76 21 0.18
0.05 105.62 70-120 0.053 + 0.0010 2.427 15 0.148
0.50 101.6 70-110 0.510 + 0.0100 5.183 11 0.443
1.00 111.563 70-110 1.116 + 0.109 9.742 11 0.938
triazophos 0.01 109.44 60-120 0.011 + 0.0003 3.18 21 0.153
0.05 103.82 70-120 0.052 + 0.0010 3.13 15 0.19
0.50 96.8 70-110 0.480 + 0.0160 3.282 11 0.279
1.00 102.444 70-110 1.1024 £ 0.008 0.826 11 0.078

= .
f5298dUAINULNEY ( Precision )

1. ¥AgeU Fortified sample MszAUAUITNTUNETUYIN1TAFDU (Ranges) 4 TEAUAITULTNTU

[

A9il 0.01, 0.05, 0.5, 1 mg/kg AT level ag 10 91
2. ﬁuﬁﬂmamimaau ﬁﬁmmﬂ'%aﬁa X hag SD UiNanN1Tnngdau

3. AU %CV = %RSD

% Rsp = D100

4. Useiiu Precision Iagld HORRAT (Horwitz’ s ratio) ¥38 910 % RSD

HORRAT (Horwitz’ s ratio) = % RSD 210015710884

Predicted Horwitz RSD
Predicted Horwitz RSD Awnailéiann Horwitz equation
Regeatability :RSD = 0.66x2 1051039




ayUisnadaua1seanAenguaasnlunaanaialunsn

M131991 13 M139aTUNan1IAIIRsaUANlYlHvaeds

s Range Linearity Accuracy Precision

(mg/kg) R? % HORRAT
LOQ Low | Medium high LOQ Low | Medium | high
diazinon 0.01-4.00 1.000 107.28 | 86.64 | 106.06 105.2 0.248 | 0.329 0.251 0.166
pirimiphos-Methyl 0.01-4.00 0.999 107.64 89 103.3 106.2 0.159 | 0.191 0.206 0.141
chlorpyrifos 0.01-4.00 0.999 109.93 | 90.23 106.7 100.4 0.168 | 0.191 0.198 1.187
parathion-methyl 0.01-4.00 0.999 93.24 80.04 82.44 79.9 0.180 | 0.444 0.133 0.351
malathion 0.01-4.00 0.999 97.56 86.72 94.1 95.4 0.208 | 0.348 0.268 0.276
profenofos 0.01-4.00 0.999 106.56 | 84.64 97.8 98.6 0.218 | 0.306 0.260 0.178
ethion 0.01-4.00 0.999 108.72 | 79.36 101.6 104.2 0.180 | 0.386 0.443 0.156
triazophos 0.01-4.00 0.999 109.44 | 83.79 96.8 94.4 0.153 | 0.523 0.279 0.162




A157197 14 LEAINANIIASIEBU Accuracy Waz Precision U89n1SNAEULY 314U 10 91 NAududuszau LOD = 0.005 mg/kg

%'ams diazinon pirimiphos-methyl chlorpyrifos parathion-methyl malathion profenofos ethion triazophos
spike 0.005 mg/kg spike 0.005 mg/kg spike 0.005 mg/kg spike 0.005 mg/kg spike 0.005 mg/kg spike 0.005 mg/kg spike 0.005 mg/kg spike 0.005 mg/kg
A A2 A1 A ALY
§uauth Wududl recovery  Widuil recovery  Widuil  recovery  Wuduil  recovery  amudududl recovery  pvwduduil  recovery  avanduduil  recovery it recovery
szl (%) Aaszila (%) Amszidle (%) Aaszila (%) Anszidle (%) Aaszila (%) AnsziAle (%) AnsziAle (%)
(mg/kg) (mg/ke) (mg/kg) (mg/ke) (mg/kg) (mg/ke) (mg/kg) (mg/kg)
1 0.004 88.862 0.004 83.596 0.005 95.914 0.004 80.392 0.004841892 96.838 0.004522392 90.448 0.003682764 73.655 0.00373428 74.686
2 0.004 79.200 0.004 86.400 0.005 93.600 0.004 86.400 0.00468 93.600 0.0036 72.000 0.0036 72.000 0.0036 72.000
3 0.005 93.600 0.005 93.600 0.005 93.600 0.004 79.200 0.00432 86.400 0.00396 79.200 0.00396 79.200 0.00504 100.800
4 0.004 86.400 0.005 93.600 0.004 86.400 0.005 100.800 0.00432 86.400 0.00432 86.400 0.00468 93.600 0.00432 86.400
5 0.005 93.600 0.004 86.400 0.004 86.400 0.004 72.000 0.00432 86.400 0.00396 79.200 0.00396 79.200 0.00432 86.400
6 0.005 93.600 0.004 86.400 0.004 86.400 0.004 79.200 0.00432 86.400 0.00432 86.400 0.00432 86.400 0.00432 86.400
7 0.004 79.200 0.004 86.400 0.004 86.400 0.004 72.000 0.00432 86.400 0.00432 86.400 0.0036 72.000 0.00396 79.200
8 0.004 79.200 0.005 93.600 0.004 86.400 0.004 79.200 0.0036 72.000 0.00468 93.600 0.0036 72.000 0.0036 72.000
9 0.004 79.200 0.004 86.400 0.005 93.600 0.004 72.000 0.00396 79.200 0.00432 86.400 0.00396 79.200 0.00396 79.200
10 0.005 93.600 0.00468 93.600 0.00468 93.600 0.00396 79.200 0.00468 93.600 0.00432 86.400 0.00432 86.400 0.00504 100.800
ﬂ‘ma?{a 0.004 86.646 0.004 89.000 0.005 90.231 0.004 80.039 0.004 86.724 0.004 84.645 0.004 79.366 0.004 83.789
A1 SD 0.0003 0.0002 0.0002 0.000 0.0004 0.000 0.0004 0.0005
% RSD 7.886 4.551 4.541 10.766 8.340 7.351 9.363 12.594
Horrat 0.329 0.191 0.191 0.444 0.348 0.306 0.386 0.523
Predicted Horwitz %
RSD 23.954 23.857 23.808 24.241 23.950 24.038 24.272 24.075
mm%mmgw <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120




A157197 15 WERINANISASAAEBU Accuracy Waz Precision ¥89n1sNAEaUL 9142U 10 91 NRududuszau LOQ = 0.010 me/kg

Hoans diazinon pirimiphos-methyl chlorpyrifos parathion-methyl malathion profenofos ethion triazophos
spike 0.01 mg/kg spike 0.01 mg/kg spike 0.01 mg/kg spike 0.01 mg/kg spike 0.01 mg/kg spike 0.01 mg/kg spike 0.01 mg/kg spike 0.01 mg/kg
AU % AU % AN % AU % AU % AU % AU % AU %
§1uaue Wudui recovery Wudui recovery Wuduil recovery Waduit recovery Wuduit recovery Wudud recovery Wuduit recovery Wuduit recovery
Aas1eile (%) Aas1eile (%) a1zl (%) Aas1eile (%) Aasreile (%) a1zl (%) Aasenle (%) Aasenle (%)
(mg/ke) (mg/ke) (me/kg) (mg/ke) (mg/ke) (me/ke) (mg/kg) (mg/kg)
1 0.01152 115.200 0.01116 111.600 0.01152 115.200 0.01008 100.800 0.01044 104.400 0.01116 111.600 0.01152 115.200 0.01152 115.200
2 0.0108 108.000 0.0108 108.000 0.01044 104.400 0.009 90.000 0.01008 100.800 0.01044 104.400 0.0108 108.000 0.0108 108.000
3 0.01044 104.400 0.01044 104.400 0.01116 111.600 0.00972 97.200 0.01008 100.800 0.01008 100.800 0.01044 104.400 0.01044 104.400
4 0.01044 104.400 0.0108 108.000 0.0108 108.000 0.00936 93.600 0.00972 97.200 0.01044 104.400 0.0108 108.000 0.0108 108.000
5 0.00972 97.200 0.01008 100.800 0.01044 104.400 0.009 90.000 0.00936 93.600 0.00972 97.200 0.01008 100.800 0.01044 104.400
6 0.01008 100.800 0.0108 108.000 0.01044 104.400 0.009 90.000 0.009 90.000 0.0108 108.000 0.01116 111.600 0.01116 111.600
7 0.0108 108.000 0.01044 104.400 0.0108 108.000 0.009 90.000 0.00936 93.600 0.01116 111.600 0.0108 108.000 0.01116 111.600
8 0.01116 111.600 0.0108 108.000 0.01116 111.600 0.00936 93.600 0.00972 97.200 0.0108 108.000 0.01116 111.600 0.0108 108.000
9 0.01116 111.600 0.01116 111.600 0.01116 111.600 0.00936 93.600 0.00972 97.200 0.0108 108.000 0.01116 111.600 0.01116 111.600
10 0.01116 111.600 0.01116 111.600 0.01116 111.600 0.00936 93.600 0.01008 100.800 0.01116 111.600 0.0108 108.000 0.01116 111.600
ﬂ"ﬂ,aﬁﬂ 0.011 107.280 0.011 107.640 0.011 109.080 0.009 93.240 0.010 97.560 0.011 106.560 0.011 108.720 0.011 109.440
A1 SD 0.0006 0.0004 0.0004 0.0004 0.0004 0.0005 0.0004 0.0003
% RSD 5.199 3.326 3.496 3.839 4.418 4.560 3.759 3.178
Horrat 0.249 0.159 0.168 0.180 0.208 0.218 0.180 0.153
Predicted Horwitz
RSD 20.898 20.887 20.846 21.344 21.199 20.919 20.856 20.835
mm%‘mmgw <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120




A157197 16 WEAINANISASIAEBU Accuracy Waz Precision U89n1sNAEaULY 314U 10 91 AAUduduseau = 0.05 mg/kg

Hoans diazinon pirimiphos-methyl chlorpyrifos parathion-methyl malathion profenofos ethion triazophos
spike 0.05 mg/kg spike 0.05 mg/kg spike 0.05 mg/kg spike 0.05 mg/kg spike 0.05 mg/kg spike 0.05 mg/kg spike 0.05 mg/kg spike 0.05 mg/kg
AU % AU % AN % AU % AU % AU % AU % AU %
S Wudui recovery Wudui recovery Wudud recovery Wuduit recovery Wuduit recovery Wudud recovery Wuduit recovery Wuduit recovery
Aaszile (%) Aaszila (%) Aaszila (%) Anszile (%) Ansziale (%) Aaszila (%) Ansziale (%) Ansziale (%)
(mg/ke) (mg/ke) (me/kg) (mg/ke) (mg/ke) (me/ke) (mg/kg) (mg/kg)
1 0.05436 108.720 0.05364 107.280 0.05544 110.880 0.0468 93.600 0.0504 100.800 0.05184 103.680 0.05256 105.120 0.05148 102.960
2 0.054 108.000 0.05292 105.840 0.05616 112.320 0.04572 91.440 0.0486 97.200 0.05256 105.120 0.05328 106.560 0.0522 104.400
3 0.054 108.000 0.05364 107.280 0.05544 110.880 0.04716 94.320 0.04932 98.640 0.05148 102.960 0.05256 105.120 0.05148 102.960
4 0.0558 111.600 0.05436 108.720 0.05652 113.040 0.0468 93.600 0.04932 98.640 0.05256 105.120 0.054 108.000 0.05364 107.280
5 0.05508 110.160 0.05472 109.440 0.0576 115.200 0.04752 95.040 0.05076 101.520 0.05256 105.120 0.05436 108.720 0.05328 106.560
6 0.05508 110.160 0.05364 107.280 0.05616 112.320 0.04572 91.440 0.04896 97.920 0.05112 102.240 0.05256 105.120 0.05148 102.960
7 0.05472 109.440 0.05292 105.840 0.0558 111.600 0.04608 92.160 0.0486 97.200 0.05148 102.960 0.05292 105.840 0.0522 104.400
8 0.05436 108.720 0.05436 108.720 0.05616 112.320 0.04608 92.160 0.04932 98.640 0.05148 102.960 0.05256 105.120 0.0522 104.400
9 0.05544 110.880 0.054 108.000 0.05652 113.040 0.0468 93.600 0.04932 98.640 0.05112 102.240 0.05364 107.280 0.05328 106.560
10 0.05112 102.240 0.04968 99.360 0.0522 104.400 0.04284 85.680 0.045 90.000 0.04752 95.040 0.04968 99.360 0.04788 95.760
ﬂ‘%aa‘ﬂ 0.054 108.792 0.053 106.776 0.056 111.600 0.046 92.304 0.049 97.920 0.051 102.744 0.053 105.624 0.052 103.824
A1 SD 0.0013 0.001 0.001 0.001 0.002 0.001 0.001 0.002
% RSD 2.385 2,679 2.526 2.844 3.177 2.862 2.427 3.132
Horrat 0.146 0.163 0.155 0.169 0.191 0.173 0.148 0.190
Predicted Horwitz
RSD 16.367 16.414 16.305 16.777 16.629 16.509 16.440 16.483
mm%‘mmigm <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120




A157197 17 LEAINANIIASIEBU Accuracy Waz Precision U89n15NAEULY 314U 10 91 NAUINTIUIZAU = 0.10 mg/kg

%'ams diazinon pirimiphos-methyl chlorpyrifos parathion-methyl malathion profenofos ethion triazophos
spike 0.10 mg/kg spike 0.10 mg/kg spike 0.10 mg/kg spike 0.10 mg/kg spike 0.10 mg/kg spike 0.10 mg/kg spike 0.10 mg/kg spike 0.10 mg/kg
AU % AU % AU % AU % AU % AU % AU % AU %
$auth Wudhudl recovery Wudhudl recovery i recovery Wudhudl recovery Wadhudl recovery Wi recovery Wil recovery Wil recovery
n1zila (%) In1zAla (%) Aaseile (%) as1zila (%) a1zl (%) Aasreile (%) as1eile (%) szl (%)
(mg/kg) (mg/kg) (mg/kg) (mg/ke) (mg/kg) (mg/kg) (mg/ke) (mg/ke)
1 0.106 105.840 0.105 105.120 0.108 108.000 0.086 86.400 0.095 95.400 0.098 97.560 0.102 101.880 0.10116 101.160
2 0.102 101.520 0.101 101.160 0.104 103.680 0.083 83.160 0.093 92.880 0.095 95.400 0.099 99.360 0.09972 99.720
3 0.102 101.880 0.101 101.160 0.105 104.760 0.084 84.240 0.092 92.376 0.094 93.960 0.095 94.680 0.09432 94.320
4 0.105 105.480 0.102 102.240 0.106 105.840 0.085 85.320 0.093 93.240 0.098 97.920 0.102 101.520 0.09792 97.920
5 0.103 102.600 0.100 100.080 0.105 104.760 0.083 83.160 0.093 92.520 0.095 95.040 0.099 99.360 0.09756 97.560
6 0.107 107.172 0.104 104.400 0.109 109.080 0.085 85.320 0.096 95.760 0.097 97.200 0.104 103.680 0.1008 100.800
7 0.105 104.760 0.102 101.880 0.105 105.120 0.083 83.160 0.092 92.160 0.096 95.760 0.102 101.880 0.09828 98.280
8 0.110 109.800 0.106 106.200 0.111 110.520 0.144 143.640 0.096 95.760 0.101 100.800 0.105 105.480 0.10296 102.960
9 0.110 110.160 0.107 106.560 0.110 110.160 0.086 86.040 0.095 95.040 0.099 99.000 0.101 100.800 0.09684 96.840
10 0.101 101.160 0.102 101.880 0.098 97.560 0.094 93.960 0.086 86.400 0.108 108.000 0.103 102.600 0.10512 105.120
Aady 0.105 105.037 0.103 103.068 0.106 105.948 0.091 91.440 0.093 93.154 0.098 98.064 0.101 101.124 0.099 99.468
A1 SD 0.003 0.002 0.004 0.019 0.003 0.004 0.003 0.003
% RSD 3.137 2.234 3.610 20.356 2991 4.114 2.889 3.174
Horrat 0.212 0.150 0.244 1.345 0.198 0.275 0.194 0.212
Predicted Horwitz
RSD 14.824 14.866 14.805 15.137 15.094 14.978 14.909 14.946
mmﬂm’mmgm <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-110 <=2 70-120




A157197 18 UEAINANISASIAEBU Accuracy Waz Precision U89n1sNAEaULY 314U 10 91 AAUduduseau = 0.50 mg/kg

Foans diazinon pirimiphos-methyl chlorpyrifos parathion-methyl malathion profenofos ethion triazophos
spike 0.50 mg/kg spike 0.50 mg/kg spike 0.50 mg/kg spike 0.50 mg/kg spike 0.50 mg/kg spike 0.50 mg/kg spike 0.50 mg/kg spike 0.50 mg/kg
AU % AU % AU % A % AU % AN % AU % AU %
§1uaus Wudui recovery Wudui recovery Wuduit recovery Wudud recovery Wuduit recovery Wuduit recovery Wudud recovery Wuduit recovery
In1zila (%) Aas1eile (%) Aaseile (%) as1zila (%) Aas1eile (%) Aasreile (%) Aas1eile (%) Aasenle (%)
(mg/ke) (mg/ke) (mg/ke) (me/kg) (mg/ke) (mg/ke) (meg/ke) (mg/kg)
1 0.5197032 103.941 0.509 101.736 0.525 105.048 0.412 82.440 0.463 92.664 0.479 95.858 0.505 100.968 0.482 96.361
2 0.5202 104.040 0.505 101.016 0.527 105.336 0.415 83.016 0.469 93.744 0.501 100.296 0.505 100.944 0.464 92.860
3 0.53496 106.992 0.520 104.040 0.539 107.856 0.420 83.952 0.472 94.320 0.490 97.920 0.516 103.176 0.492 98.352
4 0.5038596 100.772 0.495 98.945 0.512 102.468 0.403 80.690 0.442 88.321 0.464 92.718 0.440 88.029 0.454 90.812
5 0.5217876 104.358 0.512 102.495 0.525 105.079 0.400 79.950 0.458 91.582 0.473 94.516 0.501 100.254 0.475 95.010
6 0.5378652 107.573 0.525 105.044 0.544 108.719 0.422 84.334 0.474 94.888 0.495 98.906 0.520 104.067 0.492 98.411
7 0.5494788 109.896 0.531 106.150 0.549 109.701 0.413 82.551 0.487 97.454 0.506 101.269 0.530 106.042 0.502 100.416
8 0.5494788 109.896 0.531 106.150 0.550 109.942 0.411 82.134 0.487 97.454 0.506 101.269 0.530 106.042 0.502 100.416
9 0.5460156 109.203 0.529 105.741 0.540 107.928 0.413 82.634 0.488 97.683 0.500 99.948 0.527 105.378 0.495 98.971
10 0.5197032 103.941 0.509 101.806 0.526 105.161 0.414 82.751 0.463 92.676 0.479 95.858 0.505 100.968 0.482 96.361
ﬂ‘%aﬁ‘ﬂ 0.530 106.061 0.517 103.312 0.534 106.724 0.412 82.445 0.470 94.079 0.489 97.856 0.508 101.587 0.484 96.797
A1 SD 0.015 0.012 0.012 0.007 0.015 0.015 0.026 0.016
% RSD 2921 2.399 2.293 1.602 3.168 3.052 5.183 3.282
Horrat 0.251 0.206 0.198 0.133 0.268 0.260 0.443 0.279
Predicted Horwitz
RSD 11.618 11.664 11.607 12.067 11.829 11.760 11.693 11.779
mm%mmgm <=2 70-110 <=2 70-110 <=2 70-110 <=2 70-110 <=2 70-110 <=2 70-110 <=2 70-110 <=2 70-110




A157197 19 UWEAINANISASIAEBU Accuracy Waz Precision ¥89n1sNAEaULY 314U 10 91 AAUduduseau = 1.00 mg/kg

Hoans diazinon pirimiphos-methyl chlorpyrifos parathion-methyl malathion profenofos ethion triazophos
spike 1.00 mg/kg spike 1.00 mg/kg spike 1.00 mg/kg spike 1.00 mg/kg spike 1.00 mg/kg spike 1.00 mg/kg spike 1.00 mg/kg spike 1.00 mg/kg
AU % AU % AU % AU % AU % AU % AU %
S Wudui recovery Wudui recovery Wuduit recovery Wuduit recovery Wuduit recovery Wuduit recovery Wuduit recovery  eududuil - % recovery
Aaszila (%) Aaszila (%) Anszile (%) Anszile (%) Anszile (%) Ansziile (%) Anszile (%) Ansziale (%)
(mg/ke) (mg/ke) (mg/ke) (mg/ke) (mg/ke) (mg/ke) (mg/kg) (meg/ke)

1 1.115244 111.524 1.1088612 110.886 1.1135808 111.358 0.8274348 82.743 1.0051776 100.518 1.03509 103.509 1.0880352 108.804 1.0244664 102.447
2 1.049652 104.965 1.1120832 111.208 1.0842732 108.427 0.8138304 81.383 1.0076004 100.760 1.036134 103.613 1.0799028 107.990 1.0198656 101.987
3 1.0793628 107.936 1.0514988 105.150 1.0542708 105.427 0.8833428 88.334 1.0204164 102.042 1.051866 105.187 1.0956132 109.561 1.0349892 103.499
4 1.0569672 105.697 1.1139264 111.393 1.056618 105.662 0.8806932 88.069 1.0187784 101.878 1.069218 106.922 1.0832724 108.327 1.0151676 101.517
5 1.0817316 108.173 1.0646244 106.462 1.1047068 110.471 0.8167068 81.671 1.0264212 102.642 1.0876536 108.765 1.0924416 109.244 1.031958 103.196
6 1.1036448 110.364 1.0583172 105.832 1.1260872 112.609 0.8158176 81.582 1.0240272 102.403 1.0514376 105.144 1.1005524 110.055 1.0285092 102.851
7 1.0855764 108.558 1.0785816 107.858 1.174392 117.439 0.814392 81.439 1.0461852 104.619 1.059912 105.991 1.420668 142.067 1.0100412 101.004
8 1.0382796 103.828 1.048806 104.881 1.0365012 103.650 0.7908228 79.082 1.0082556 100.826 1.0457316 104.573 1.0403172 104.032 1.0171944 101.719
9 1.0411236 104.112 1.0429848 104.298 1.1867112 118.671 0.8793648 87.936 1.0453608 104.536 1.057338 105.734 1.0625004 106.250 1.0325808 103.258
10 1.0615788 106.158 1.0740024 107.400 1.108116 110.812 0.8497404 84.974 1.0314648 103.146 1.0563084 105.631 1.0930356 109.304 1.0296432 102.964

ﬂ‘%a?{ﬂ 1.071 107.132 1.075 107.537 1.105 110.453 0.837 83.721 1.023 102.337 1.055 105.507 1.116 111.563 1.024 102.444

A1 SD 0.026 0.027 0.050 0.034 0.015 0.015 0.109 0.01

% RSD 2.435 2537 4.482 4.010 1.426 1.468 9.742 0.83

Horrat 0.233 0.243 0.431 0.370 0.136 0.140 0.938 0.08

Predicted Horwitz

RSD 10.451 10.445 10.403 10.846 10.523 10.475 10.388 10.52

mmsrflmmgw <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-110 <=2 70-120




A191991 20 WARINANIINTIVADU Accuracy Hag Precision ¥a9n15NAEULT 31U 10 91 AANUTUTUITZAU = 2.00 mg/kg

Foans

diazinon pirimiphos-methyl chlorpyrifos parathion-methyl malathion profenofos ethion triazophos
spike 2.00 mg/kg spike 2.00 mg/kg spike 2.00 mg/kg spike 2.00 mg/kg spike 2.00 mg/kg spike 2.00 mg/kg spike 2.00 mg/kg spike 2.00 mg/kg
AU % AU % AU % AU % AU % AU % AU % AU %
$unugh Wil recovery Wudhudl recovery Wudhudl recovery i recovery i recovery Wadhudl recovery Wi recovery Wi recovery
An1zila (%) Aas1eile (%) Aaseile (%) as1zila (%) a1zl (%) Aasreile (%) as1eile (%) Aas1eile (%)
(mg/ke) (mg/keg) (mg/kg) (mg/ke) (mg/ke) (mg/ke) (mg/kg) (mg/kg)
1 2.088 104.400 2.0683116 103.416 2.1059604 105.298 1.5386976 76.935 1.8759888 93.799 2.010348 100.517 2.0981412 104.907 1.9319184 96.596
2 2.0999016 104.995 2.1010824 105.054 2.1129084 105.645 1.608102 80.405 1.9140984 95.705 1.9603656 98.018 2.0598984 102.995 1.8544788 92.724
3 2.151108 107.555 2.138364 106.918 1.3702572 68.513 1.6463988 82.320 1.9290204 96.451 1.9698192 98.491 2.0674944 103.375 1.852524 92.626
4 2.0985192 104.926 2.1510396 107.552 2.0920032 104.600 1.6690176 83.451 1.9202616 96.013 2.0126844 100.634 2.1562992 107.815 1.9332936 96.665
5 2.1194532 105.973 2.1123936 105.620 2.0347848 101.739 1.5369948 76.850 1.9062108 95.311 1.9321344 96.607 2.067192 103.360 1.8647496 93.237
6 2.0871396 104.357 2.1540276 107.701 2.0640492 103.202 1.6039332 80.197 1.8635328 93.177 1.9223712 96.119 2.058876 102.944 1.9059408 95.297
7 2.0313216 101.566 2.1136032 105.680 2.0385396 101.927 1.562526 78.126 1.8120708 90.604 1.9506312 97.532 2.0608848 103.044 1.902024 95.101
8 2.103642 105.182 2.1063492 105.317 2.0671164 103.356 1.5398856 76.994 1.93275 96.638 1.9597536 97.988 2.072376 103.619 1.8825516 94.128
9 2.1414744 107.074 2.1515868 107.579 2.056968 102.848 1.5896556 79.483 1.9278324 96.392 1.983438 99.172 2.0877552 104.388 1.8702108 93.511
10 2.1140532 105.703 2.14452 107.226 2.13975 106.988 1.68732 84.366 2.0029068 100.145 2.0173176 100.866 2.1090816 105.454 1.8870372 94.352
ﬂ‘mﬁa 2.103 105.173 2.124 106.206 2.008 100.412 1.598 79.913 1.908 95.423 1.972 98.594 2.084 104.190 1.888 94.424
A1 SD 0.033 0.028 0.227 0.055 0.050 0.034 0.031 0.03
% RSD 1.571 1.332 11.287 3.455 2.640 1.700 1.475 1.56
Horrat 0.166 0.141 1.187 0.351 0.276 0.178 0.156 0.16
Predicted Horwitz 9.442 9.428 9.508 9.840 9.581 9.534 9.455 9.60




RSD

mmﬁmmgw <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-110 <=2 70-120
o 2 o ? o Yy v Y
f19790 21 WERINANITAIIVEDU Accuracy g Precision Ua9n1inagdausn 374U 10 91 NANULANYUTEAY = 4.00 me/kg
Hoans diazinon pirimiphos-methyl chlorpyrifos parathion-methyl malathion profenofos ethion triazophos
spike 4.00 mg/kg spike 4.00 mg/kg spike 4.00 mg/kg spike 4.00 mg/kg spike 4.00 mg/kg spike 4.00 mg/kg spike 4.00 mg/kg spike 4.00 mg/kg
AU % AU % AN % AU % AN % AN % AN % AN %
Sauh Wudui recovery Wudui recovery Wudui recovery Wuduit recovery Wuduit recovery Wudud recovery Wuduit recovery Wuduit recovery
Aaszile (%) Aaszile (%) Aaszila (%) Anszile (%) Anszile (%) Aaszila (%) Ansziale (%) Ansziale (%)
(mg/kg) (mg/kg) (mg/kg) (mg/kg) (mg/kg) (mg/kg) (mg/kg) (mg/kg)
1 4.26024 106.506 4.23108 105.777 4.28112 107.028 3.1932 79.830 3.77028 94.257 3.82068 95.517 4.10904 102.726 3.64968 91.242
2 4.22352 105.588 4.20624 105.156 4.23432 105.858 3.06432 76.608 3.8448 96.120 3.79404 94.851 4.09716 102.429 3.66696 91.674
3 4.31604 107.901 4.2912 107.280 4.26168 106.542 3.1536 78.840 3.8052 95.130 3.84336 96.084 4.09608 102.402 3.62268 90.567
4 4.20624 105.156 4.24188 106.047 4.17852 104.463 3.34332 83.583 3.81996 95.499 3.82104 95.526 4.05468 101.367 3.67308 91.827
5 4.30056 107.514 4.31316 107.829 4.28004 107.001 3.21912 80.478 3.87144 96.786 3.90888 97.722 4.15692 103.923 3.74436 93.609
6 4.17888 104.472 4.26564 106.641 4.25196 106.299 3.2922 82.305 3978 99.450 3.89592 97.398 4.1526 103.815 3.69828 92.457
7 4.266 106.650 4.2876 107.190 4.23972 105.993 3.20796 80.199 3.96612 99.153 3.93552 98.388 4.15836 103.959 377712 94.428
8 4.20084 105.021 4.2984 107.460 4.28364 107.091 3.18672 79.668 3.84624 96.156 3.78648 94.662 4.09248 102.312 3.74112 93.528
9 4.30056 107.514 4.29012 107.253 4.14108 103.527 3.2274 80.685 3.94344 98.586 3.9636 99.090 4.17312 104.328 3.81996 95.499
10 4.31244 107.811 4.25016 106.254 4.23828 105.957 3.1788 79.470 3.82536 95.634 3.97188 99.297 4.22064 105.516 3.80088 95.022
Fi%a?ﬁ 4.257 106.413 4.268 106.689 4.239 105.976 3.207 80.167 3.867 96.677 3.874 96.854 4.131 103.278 3.719 92.985
A1 SD 0.051 0.034 0.046 0.075 0.072 0.070 0.049 0.067
% RSD 1.198 0.803 1.095 2.348 1.850 1.799 1.193 1.809




Horrat 0.141 0.095 0.129 0.265 0.215 0.209 0.140 0.209

Predicted Horwitz

RSD 8.491 8.488 8.497 8.861 8.615 8.613 8.530 8.666

miu%’mmgm <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-120 <=2 70-110 <=2 70-120




