n13nsaaauANllivaisn1sinsienasiuanA1angyu Organophosphorus wag Pyrethroid

Tungeinwasnald (wnaly) 1ne3s QUEChERS

Validation of QUEChERS method for determination of organophosphorus and pyrethroid

pesticide residues in fruit and vegetable (watermelon)
UNANED/I5098D

n13ns9aeuAultlaueisinsigialsiivnnAiangy Organophosphorus wag Pyrethroid Tu
waaly oA @15nqu Organophosphorus 9143w 10 ¥liA@135 (dichlorvos diazinon pirimiphos-methyl
chlorpyrifos malathion fenitrothion profenofos ethion triazophos EPN) LLazaﬂiﬂa;aJ Pyrethroid 972U 6
¥ aans (lamdacyhalothrin, permethrin, cyfluthrin, cypermethrin, fenvalerate, deltamethrin) &
wosUuRmsnguiauinisnsisaeuiivuaztadenimdn drinifeuasiaminisinuasiund 4 gl §359
WA UIU191n35 QUEChERS Taadaninansaie Acetonitrile, Disodium hydrogen citrate sesquihydrate,
Trtisodium citrate dehydrate, anhydrous magnesium sulfate (MgSO,) Wa ¥ Sodium Chloride W11y
weuaztunies L.Lazﬁwﬁm?ﬁiumumamimzmai’gmmmLL%ﬂumiazm&JTmsﬂ% Primarry-secondary-
amine (PSA) Waz anhydrous magnesium sulfate B9iagadunaLsEMIezgRuTIUuNaT AU Ty
il wagvhmsnnamaiauasUinalagldindediownes Gas chromatography sfiinsiatavdia Flame
Photometric Detector : FPD Wag Electron Capture Detector: ECD

HAN1INAEDU MIn5333A FPD 19m5193ma15ngu Organophosphorus yinnisvaaeulugasanuidudy
0.01 - 4.00 me/kg WU @snaueainiluneanesa TAuaNILLANE99 (Specificty/Selectivity) linu

[

Y 1UTUNIUIN Matrix A1 LOD = 0.01 meg/kg H91U7U 6 vHAaT (dichlorvos, diazinon, pirimiphos-
methyl, chlorpyrifos, fenitrothion, ethion) thag LOD = 0.02 mg/kg 91u7uU 3 ¥ilma1s (malathion,
triazopho, EPN) Wwag profenofos LOD = 0.05 mg/kg Wu31A1 LOQ = 0.02 mg/kg 91UU 5 ¥linans
(dichlorvos, diazinon, pirimiphos-methyl, fenitrothion, ethion) kaz LOQ = 0.05 mg/kg 31U 2 BUAANT
(chlorpyrifos, EPN) wag LOQ = 0.10 mg/kg 971U7u 3 ¥ilnans (malathion, triazophos, profenofos) 424
N1INAEOU (Range) WUILA Range @03 423A® 0.01 - 4.00 mg/kg ag 0.05 - 4.00 mg/kg N1IASIVEBU
Aadudunss (Linearity) Tiananuduiusigadu (R sglunasiniseausu (@1 R? > 0.995) Anugnses
(Accuracy) wavmIaLdies (Precision) Yaa1sngueasnluneanssa 91uiu 10 vlind1s WUIWan1TNAEaY
AIUQNABY (Accuracy) KU eiaUmEnadaTinvue dmsunanisnadey fansaaie ECD Mnsiainans
ngu Pyrethroid vinnsvageuludis 0.005 - 4.00 mg/kg Wud1 @13ndu Pyrethroid 1A313L2N12131239
(Specificty/Selectivity) lunudeyey1ad5unauaIn Matrix #u31A1 LOD = 0.005 me/kg haza LOQ = 0.01

mg/kg fiA1 Range aglurad 0.005 - 4.00 mg/ke AuluLduAT (Linearity) TiArmuduiusigadu (R?)



aglunauainiseausu (A R? > 0.995) Msiigatiainugnaes (Accuracy) LAZA2ILTES (Precision) Yo9aN3
nax Pyrethroid 91U3U 6 ¥liAA1T WUTWANTNAGBUAIINGNABY (Accuracy) NN iUV NaBRTIR A

nannsasadeuaaldldvesiinaaeudnd i annsadanlfiduitunsgulunsiesgs
a137enNANNgY Organophosphorus wagnay Pyrethroid Tusizegneundly dmsumsujifnunaaeuwuy
Routine 1flas91nifuiBnsfifiannugndos wsiugh uaranunsarluveve1sveuien1siuseInILaten
yiasUfuRn1saaauasiuanda d1inddouasiauinisinuasiund 4 AusnssIu ISO/IEC 17025 -
2005 saly

A1

TudlagtuldiinmsmilsiaIosgunmeunfouardsndouainnisldans chlorinated solvent Faifn
Bashesediinde Wendnidesnisldarsdindnlunisada lneldarsduidu non-halogen-containing
waz solvent mixtures LU ethyl acetate : acetonitrile ag cyclohexane : ethyl acetate Wudu 9na
FoiniEnsnTnlinnginazain a2 aliumsannsoldiuiivuas ingdfwarevialunsiese
pduifier sfsguninesnamsliaTeigs antuseuuazussrunulunsatnfog 1Hasaiiuazgunsal
w3eauftes Tud 2002 Michelangelo Anastassiades wazame MauIIsn1snTIa AT ZiasRivandsly
ﬁﬂLLazmaiﬁLLazﬁgﬁaiﬂ QUEChERS method (Quick, Easy, Cheap, Effective, Rugged and Safe) Tu¥ 2003
I neunsAfiailuansans Journal of AOAC International ndsantiuesufofinsnsrniiaseiansfiv
MAA1Y CVUA Stutteart Useinaiaasdu (The pesticide residue laboratory of the CVUA Stuttgart,
Germany) l8in33dunldduiuauuseslunisasiaimssiansiwanddudnuavnals wayldidis
NadoUANLTIUIEY (proficiency test) U EU-PT 4 ludu (2002) F3lvinanaaouiifbausionn Steven J.
Lehotay uavany #linmssudamaziamnismsnnainnegiidlaensvensveutieieinvesasuas iy
Tneld buffering salts fiarinysean3amnisnduauldveaisinsizi (Recoveries) i pH finadoans
analytes tngld acetate buffering Tun1susua pH Ussuna 6 lusegrafinsiaimseiuazldffuily
25815 AOAC 2007.01 Anastassiades wavanzldaunisnisilagld citrate salts dwduu buffering
Tunsasadinseiansidinseildonlufivuazldffuivaziwounsly the European Standard EN
15662 ¥ 2008 Tuilaquis QUECHERS 1IuiBinsgIuisunisiouesrsunsvatslunguuszinaglsy
anigolusni wazusewman1e i ldneasulse@nsainnisinged wasANAINITVeIITNITIY
tesUftRnsmsalinnsiamsfivand uadlinsainmeifdunuussiianiadguasionsy

n1sanfiufanssudieglugadagdurateqnsdl desendenanisinainiesufuifinisiludeya
Usznaunisdndula wu nmsifhszfawuiuniswds nisauguaunnndadasinistuduninuiuluaiy

[ a

TOAIMUAAMNANBULLANIZYIAUAT 1155 TIAU T U UATIUMADAULAZAN1IEWINADY SAUDINITLY

WesnsgrandennIsAttunainlan Aatun1InTIRdnseilunesliRnisiaglinagndauwas \ud

(%
Y

Unetienu Iemslangininanlddesiinisnageuniugnfearediziiaies (method validation) Live

wansliiiuinignaaeutuiinaiugndes wiugl dndede wazsmuizauauinguszasdvesnisidau

o v

(5504, 2549) nsfigauauldliveisinszinuanvasanisiidedine laun Yaeaududunss



(linearity range) ¥3383n151499u (working range) A MLy (accuracy) AITLTIES (precision) AA214
dumanvesanslusegaiiannsansrawulsl (Limit of Detection, LOD) wazAimsidadusigavesans
Tufegrsfiarunsansamvalilaedaiuuiuuazaiuiesegluinusifoeusuls (Limit of
Quantization, LOD) meldannizmsmageuiidmua iilesanesufifinisnguauidvarsfivandne sy
Fninnuns Sududesiamuuazaiouniumionfiasdos FURlAmunusiieg faduisigainldle
Y8935n1594A3189% QUECHERS Tun1503393Asgansivandanguassnilureams wasngulninseenly
uzaig femadia chromatography GC itelildAsnismsadieseimidunnss i awsalunisnsiaiom

gilawagUTunaasivandifiogUsunaeslusognsligniosusiuguazsinga

UszaA

¥
k4 Il o v Y

A a ° o v aa a ¢ vaa Aa
1. LW@L‘Uusﬂ@llaWUﬁ']UﬂquUNVH]%VﬂﬂWiWWUWLLaBﬂanﬁﬂqimiaﬂjLﬂiqgﬁLWQImﬂﬁﬁﬂqimﬂLLag
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WNgaularlusEaNS N NAEIU

2. WioiiEneiiiunmegeua g lsvesisiinssilurensveuteIsmInsia s siLas
YBN133UTBININTFIU ISO/IEC 17025

3. iladunmsiauuaziiudnenmue e sufiinmsnmaiinseiasiivande veansinins
YRS

4. Wevisnsiesziluldlunsasadinszdansivandediviidunulsesn wasdosnisuanis
LATIZATiTIAE

5. viednrhduenansweunslifuiesufoinsnsainssiasivandeailuniasguaziensy

ihluneaeusazldlunsufiRnuasela

1. aUnsaluaziEms

1.1 gunsaluaziadesiie
- Centrifuge tubes ¥u1A 50 Taakns (Polypropylene, LP, ITALIA)
- Centrifuge tubes ¥u19 10-15 Haauns (Polypropylene, LP, ITALIA)
- Graduated centrifuge tubes ¥u1A 10-15 faduns (Pyrex)
- vesdilnilneadion 2 uag 3 fumis
- #au (Oven)
- WA (Fernace)

ﬁl U LX 1
- LATDIUAFUMIBYN (Food processor)



- Vortex mixer

- idasdunies (Centrifuge) w¥ouse adapter 411150 Tube w1TA 50 TadwAs Uy 10-15
fadwns gunsalgadtvansazate (Dispenser) YuA 25 Hadluns

- ipdesanUSnalaensidieuialulnsiau (Nitrogen evaporator)

- 1A303 Gas chromatography &ins39¥Avin Flame Photometric Detector : FPD wae
Electron Capture Detector: ECD S Agilent i;u 6890

- pednidilidm3u FPD : capillary column DB-5ms vuiakdusingudnatanieluy 0.25
fiadwns AMNe 30 was AnuvuvesduTildndeulunedutl 0.25 lulasiuns

- pednidilddm3u ECD : capillary column HP-ultra vuadusngudnatsnelu 0.32
fiadiuns ANen 25 wes Anuvuvesiiduildindeulunedut 0.17 lulasiuns

1.2 a@134Adl

- Acetonitrile, ¥l pesticide grade J.T. Baker

- magnesium sulfate-dried (powder, Fisher) 1l 500 asAadua Wil 5 F3lu wazifiv
Wiiganaudu

- Acetic acid (HOACQ) : slacial

- Anhydrous sodium acetate (NaOAc) (powder-Merck)

- Primarry-secondary-amine (PSA) sorbent : particle size 40 lalAsums Varian part No.
12213024)

- Toluene wia pesticide grade J.T. Baker

- Helium gas (purity 99.999%)

- Nitrogen gas (purity 99.999%)

1.3 @150

- @suespIueingiiiungueasnilureasa 10 ¥lla lewA diazinon, chlorpyrifos,
malathion, ethion, dichlorvos, fenitrothion, profenofos, triazophos, pirimiphos-methyl
wag EPN

- ansunsguvedingiunaulninsesd 6 wia laun lamda-cyhalothrin, permethrin,

cyfluthrin, cypermethrin, fenvalerate wag deltamethrin

2. NISHTYUA2DENS
=3 LY 1 d'd va 19 ¥ a
2.1 iudregnaunsluainudannunsnsnivseinldldarsieilunssuaunisimizdan Ussunu
10 Alansu lnedndlewavildonuiududuwany antduihunduliasideasisiniesdu (food processor)
¥ Y Y o < dy a (% P o I . o (% o (% a o/ LY} 1
Agniea1 ki Auduillaweniu ietundy analytical sample @ wsuihlladamansivnnandludiodi
(blank) Nazilunageunulilavesisinsedt wasiiudegelilududulamumngl -20+5 aen dmsuld

Tupdaely



2.2 Msdnameg19lngldiniias1g QUEChERS (Michelangelo Anastassiades, CVUA Stuttgart)
URTRm T unoufiy
2.2.1 Fai0e19 10£0.1 n3u 1d centrifuge tube YA 50 Tadans
2.2.2 iNa1sazane acetonitile 311U 10 Nadans
2.2.3 1§iu Disodium hydrogen citrate sesquihydrate 371179u 1 N3u
2.2.4 \fiu Trtisodium citrate dehydrate 9713 1 A%u
2.2.5 1§13 anhydrous magnesium sulfate (MgSO,) 91U 4 N5U Way Sodium Chloride
U 1 N5 Useh
2.2.6 \gelenasiugiig vortex mixer SEAUANSITOUAIEAWIY 1 U7l
2.2.7 Wl Centrifuge fianusaseu > 3,500 rpm UU 3 U9
2.3 713 clean up yANUEEDIRFI0819lAY Dispersive-SPE Cleanup
2.3.1 QAANTALANYAINUNIIREY 91U 5 adans a8 autopipette ldlu Centrifuge tube
WA 15 adanT 7ild anhydrous MeSO, 0.9 N3 wag PSA 0.15 n§u 1iudn Yndwdawendng vortex
mixer 5AUAULTITOUAIFAUIY 1 U9l
2.3.2 Ul Centrifuge fianusaseu > 3,500 rpm UU 3 U9
2.3.2 QAENTaTAIUAINUUYBWIRENME Auto pipette 31U 1 Hladdns dlu graduated
Centrifuge tube Yu1A 15 TadaAT 91U 2 11aDn
2.3.3 thluhanUmnashelulnsiau evaporator figuvadl 50 ssmwaldea e uLs
2.3.4 viaendl 1 USuUSunns ¢e ethyl acetate (PR grade) U3u1ms 1 fiadans wugndne
vortex mixer ¥AUAIILSITOUGIER udigeansazate 1.0 fadans ldlu GCvial vun 2 faddns Wiluda
1iiases GC - FPD V3ana 1 lulasdns iilemsiavnvdauasiunamesingiifivngueasniluneamin
2.3.5 viaenl 2 USUUSU95 $e hexane (PR grade) Usunns 1 §addns wensne vortex
mixer SEAUAIIEITOUGIER Udgaansazane 1.0 fadans ldlu GC-vial vua 2 faddns thludadiaies
GC - ECD V31 1 lallasdng lenmavnvdiauazUsinamesingfiiungulnivsesduaznguosinilunasiu
3. MTIATIEREsREANAeR8LA3EY GC/FPD : ECD
3.1 MsfeEn1IvYeAIes GC/FPD: ECD 6890 Tneld
FPD Column: DB-5ms; 30 m. length (i.d) 0.25 mm 0.25 pm. film thickness
ECD Column: HP-ultra 1; 25 m. length (i.d) 0.32 mm 0.25 um. film thickness UY3uan1g
ST LASEIRI
- Oven: temperature: 100 °C initial temp ramped to 175 °C (25 °C/min), 225 °C (5
°C/min), 290 °C (25 °C/min runtime) hold 10 min, runtime = 21.6 min

- Carrier gas: Helium, flow 1.5 ml/min, Mode: Constant flow



- Injector: injector temperature 250 °C, inlet: EPC Mode: pulsed split less, injection
pulse pressure 56 psi until 0.75 min, injection volume 2 pl

3.2 A9 Calibration curve

a

U¥uantmedediegluaninniouazldam thaisazais working standard solution 7
seduaadudy 0.01 - 4.00 pe/ml Aadua3es GC/FPD: ECD ey Calibration curve isuainududu
Y99a1IaTaIgfIng1InUaITaraIeNInsgIuley plot Ay sEmIneiudle peak (peak area) luunu y tay
aududuvesansluwny x @3 Calibration curve Wunsmdunss (linear line) AN correlation w4 linear
regression R? lilasni1 0.995

3.3 N1IATIVIATIENVTAVDIETRYANANY

AnansatasieginfiodnszieiauasuSuiuansivandig AnszndeyauaziuTauan
Retention time U89 peak maamsmmgwmﬁaﬁqaﬁdwLﬁ“flumisuﬁmamﬁ’u (qualitative data analysis) 11
furamUsualaefisuiuild peak FEUINAITALAIBUINIFIUAVA5AIAFI8E19 (quantitative data
analysis)

4. msnadauanuldlavesisiaszi

n13nT9aeuAUlElivedIsnTinTasiyanA1engy aasnluneanasa (Organophosphorus)
wazasnaulnInsess (Pyrethroid) ludiegnaunaly 1ngds QUEChERS lngaiiunisnsivasunulslaves
WNAFBUMUANNYNE 7 AMANYMY Feusznoudae Specificty/Selectivity, Range, Linearity, Limit of
Detection (LOD), limit of Quatitation (LOQ) , Accuracy, Precision #35n15vagdau Fail

4.1. MIANAININIE (Specificty/Selectivity) Basansngueasnluneanasa 1uiu 10 vinans
(dichlorvos, diazinon, pirimiphos-methyl, chlorpyrifos, malathion, fenitrothion, profenofos, ethion,
triazophos, EPN) wagaisngulninsess 414y 6 ¥iinans (lamdacyhalothrin, permethrin, cyfluthrin,
cypermethrin, fenvalerate, deltamethrin) %ﬂﬁ’lﬂamﬁuwwmaﬁ‘%%maauLﬂuqmﬁﬂ‘wm LTuana

ANAINIAVRITENIENTIVTR / edeuldegralinnnuuiy A wasanuliuiueusgluinaeiiveusy

a

v AwaT0vesisiazanainlfionzdsideints anatelaghiinissuniuainarsduiifiauandd
AANYNAU

4.2 nsmgeududuiinaaeuniotianisldin (Work Range) Hsanududuiinadeunioras
A15ldau munets veuTevesnIeadeurae Taddiurietieinsia Wurawesmududuiiatug v
Tinpaeuld FrmwesnisldnuazSuduaindt LOD #ide LOQ Franisnaaeuliisndudedinuduiudidady
el dransliau uguanifivesitiuanstsauannsolunisinfegaivasmnudaduniouunm
miﬁauiaﬂéimﬁmmgﬂﬁaw%ammLLaJ'u AT LLazmmlu'LLﬂuauag"lummsﬁﬁﬁmum

4.3 MInsradeUANFNTUSIBAdunTs (Linearity) Wunudnuvauzianz 10935z viiluans
aruduiusesadudndiulnensisenindyanaanedesiiensiaTasazanududuvesanslugamesnsly
1 puduidunss (Linearity range) asifudruniwestimeinislénu wazasisududian LOQ dwiu

Puduiusdudunswiserrsnnududunss iugudnvazianzvedinageuiuanseuduiusegiaiy



Fraulnense serinalSunadinsuamfudsunaeinnste/ weaeu suludemsaaeud miudsd duiens
nagou iafivrenslduiinie nseseaeu anuenuduiusidadunseils 2 nsdl fe

(1) avwduiudidadunswenaiode Wuandnvuriwaniauaiusedna 1udadau
Tneass seninedaaaaniededioln (response) waraududuvesansludises nmsléau Tngldnsm
175514 (calibration curve) lngnmguiudiruduiudseninginu fudyyuniedesdedudunss
TunsmUsnamuduiusidadunswenndesdiofeitos fuannly wasuiensdifieadaatiu matrix effect

[

21014

v 6 1 [y

(2) rrwduiufliaduresitnaaou Wuanuduiudseninuiinmuesans wasgiuitiadu
Usinaiifals naaeulneldtansredeiusomiotagdradsifidoarsifoaiu vielndiAustudied
Auduiusdadulildnaantfidalinm vinmsesisaeunuinanuduius liduduess e1aaunse
uilaldshenmsldaunisau viefmundiliuauasifianuduiug Gadunss

4.4 n15igatan Limit of detection (LOD)

a

LOD uanududusingnvesansludiogafiannsansnadinsiels Gwman1sinsieised
A9RI1AIUVDI Signal/Noise U8uAAZA15UINNTT 3 (LOD = 3 SD %38 LOD = 3 Signal/noise) lnedAs1zi
Fortified sample blank %38 Fortified Sample N15gAUAMNILTURT DE19UDY 10 91

4.5 miﬁqaﬁﬁh Limit of quantization (LOQ)

LOQ umuUsunamanvasingliivlumegsiiannsansiainszild Saman1sinseisies
Q‘ ) a L ' cal o a . a
1ANUYNABY (accuracy) WarAINULNE (precision) NIULNUNNNINUA Inem3eu Fortified sample blank %
ANUTNTUAABNITUIRIN A1 LOQ = 10 SD %39 LOQ = 10 Signal/noise

4.6 M3figatlAugnees (Accuracy) Lun15InAINgNABITEITTAT TR LALLRNATTIRNSFINVRA

Y

v IS

(% N a Y ' a a gy a (4 o a L4
Togiinwasludieg1 il Tngliiuifein1505331A518% (sample blank) LagyIN15ATIITATIENINT

9
&

Wosldurvesansiimneinduduls (% recovery) vinmsnaasdludogiundufissiuaududunigg ve9

L a 1 1

nitfivedietes 3 seu Tnsaglutses linearity (i nans ge) sefueududuarlsitiosndn 7 41 dwa
AAsz9ien umAneasUsEEil accuracy 910 % recovery Tagnasinissansy Recovery l4inamiinug
Y99 Codex, 1993

4.7 wazAULiies (Precision) Wun1sinAufisswedizinsizd deldannnisinsizeian
(repeatability) Tuasufiinaiteatulagldssozinarsudu 1935%nsen indesilouasifiinmeigaieatiu
Fonmaaesegnatien 3 sedumuduty seiumudiduazlitesnin 7 81 thnadnssiiam % RSD
(relative standard deviation) kazA1 HORRAT @1 precision ﬁagﬂummsﬁmsaau%’uimaﬁalﬂﬁuaq Precision,
9%RSD 999 AOAC Peer - Verified Methods. Nov. 1993 waginaugieausua1 HORRAT (Horwitz’s ratio)

(AOAC < 2, Codex, EU < 2)

52881981 (SUAY-TuER)

AaAL 2557- fugeu 2558



anuiiniiuay

Vol JURnIsnuUIeTIEvaIsiennA1e NauiRuINIsATIIde ke Uadun1sHan dinideuay
Farmnn1sinunsiond 4
NANISNAABILAZITA]

1. nan13n313aeuaNlglavasisnisimsngialsiiunnA1engy Orsanophosphorus (dichlorvos
diazinon pirimiphos-methyl chlorpyrifos malathion fenitrothion profenofos ethion triazophos EPN) Tu
usaly 19e35 QUEChERS

1.1. ANULRNILL1Ea9 (Specificity / Selectivity)
MR ifegualy dsliflarsieidestuifiadasfivnndng (Matrix
blank) nalasulasunsudanindl 1 wWisuifleusiu Spike matrix blank fiszsulndiAes LOQ Tasunlnsunsy

AIATNT 2 WU ey U Matrix blank Tisuniunselinsedgeaves Spike matrix blank 91#1

Retention Time (RT) AUASIT 1

i 1 dyaralasinlaunsuveundy Falifianseidesiumdndngiivnndng (Matrix blank)




Ayl 2 dygralasuilaunsuees Spike matrix blank NszaulndiAss LOQ

A1519% 1 u@ne Retention Time 284 Matrix blank waz Spike matrix blank

Spike matrix blank
< Matrix blank
Y219 Retention time
Retention time (min)

(min)
dichlorvos 0 4.217 + 0.001
diazinon 0 6.098 + 0.001
pirimiphos-methyl 0 7.463 + 0.002
chlorpyrifos 0 7.890 + 0.002
malathion 0 8.284 + 0.002
fenitrothion 0 8.471 + 0.003
profenofos 0 11.301 + 0.006
ethion 0 12.830 + 0.002
triazophos 0 13.299 + 0.003
EPN 0 13.904 + 0.005
0

P
d133UNTUDY € 0

1.2. 9900971539 (Working range)
nadau Sample blank way Spike/fortified sample blank 9819UBY 6 AULTLUU
av 1 91 HaN1SNAREIRIN15197 2 Plot graph seninsaudiuduves Fortified sample blank (Wnu x) A

Area Response (A1 Y) A9150 19 UdUnTe LanafenIndg 3 — 12



10

M990 2 AnAENTUSIENINeANNTUeY Fortified sample blank (Wnw X) fiu Area Response (kN Y) vasansngueainilurleanasa 31uiu 10 vlinans

AU pirimiphos-
o W dichlorvos diazinon chlorpyrifos  malathion  fenitrothion  profenofos ethion triazophos EPN
bYNYU methyl
(mg/kg) Area Area Area Area Area Area Area Area Area Area
0.01 20.459 52.171 48.989 42.529 25.024 52.404 - 73.341 32.779 48.082
0.02 39.063 105.923 98.204 84.196 48.513 104.395 - 146.836 63.213 95.016
0.05 99.810 262.326 244.833 210.824 118.956 249.182 25.600 363.163 159.042 232.884
0.10 203.951 523.165 490.000 422.027 213.977 500.490 62.239 728.692 326.764 448.144
0.50 1118.513 2758.683 2534.200 2105.524 1049.095 2647.299 519.640 3753.230 1832.513 2160.099
1.00 2510.897 5394.018 4839.446 4246.718 1913.797 4837.015 1239.178 7226.105 3660.517 4388.697
2.00 5764.599 10917.100  10018.100 8623.579 4733.354 10425.500 3130.429 15519.040 8588.127 9094.995
4.00 13356.500  21653.000  20315.500  17638.500  11226.700  21238.200 7170.965 30459.000  18450.600  17669.100




dichlorvos
16,000.00 -

14,000.00 —
12,000.00 —
10,000.00 —

Area

8,000.00 -
6,000.00 .
4,000.00
2,000.00

0.00 #*——
0.00 050 1.00 150 200 250 300 350 4.00 450

AVILVUTY mg/kg

AT 3 wanatIen1TTA (Working range) ¥84 dichlorvos fissuaududu 0.01 - 4.00 me/kg

diazinon
25,000.00 -
3

20,000.00 -

15,000.00 -
(48}
g
<T

10,000.00 - ¢

5,000.00 ¢

.
000 ¥
0.00 050 1.00 150 200 250 300 350 400 450
AVILVUTY mg/kg

AT 4 UAAITINTIN (Working range) 984 diazinon N15gAUAMIINTY 0.01 - 4.00 me/kg

11



pirimiphos-methyl
25,000.00 ~
20,000.00 - .
15,000.00 —
(18]
z
=
10,000.00 — *
5,000.00 - 'S
.
0.00 #*—
0.00 050 1.00 1.50 200 250 3.00 350 4.00 4.50
AVILVUTY mg/kg

AT 5 wanatIen1TTA (Working range) 984 pirimiphos-methyl fissfiuaanandudu 0.01 - 4.00 me/ke

chlorpyrifos
20,000.00
18,000.00 — .
16,000.00 —
14,000.00 —
12,000.00 —
10,000.00 —
8,000.00 -
6,000.00 -
4,000.00 - *
200000 4 &

000 4®

0.00 050 100 150 200 250 300 350 4.00 450

Area

AVILVUTY mg/kg

AT 6 wanaTI9N1TTA (Working range) 984 chlorpyrifos fisesiuaududu 0.01 - 4.00 mg/ke

12



malathion
12,000.00 -
*
10,000.00 -
8,000.00 -
]
£ 600000 A
.
4.000.00 -
2,000.00 - .
*
0.00 #*——
000 050 1.00 150 200 250 300 350 400 450
AVILVUTY mg/kg

A 7 uanaT9N15TA (Working range) ve4 malathion fiszauanadudu 0.01 - 4.00 me/ke

fenitrothion
25,000.00 -
.

20,000.00 -

15,000.00 -
(48}
g
<T

10,000.00 - ¢

5000.00 - TS

.
000 ¥
0.00 050 1.00 150 200 250 300 350 400 450
AVILVUTY mg/kg
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AT 8 waneen15TA (Working range) 984 fenitrothion fiszdiuanududu 0.01 - 4.00 mg/ke

profenofos
8,000.00

7.000.00 - *
6,000.00 -
5,000.00 -
4,000.00 -

Area

3,000.00 - ¢
2,000.00
1,000.00 -

0.00 —#——
0.00 050 1.00 1.50 2.00 250 3.00 350 4.00 4.50

AVILVUTY mg/kg

AT 9 wanItIen15TA (Working range) w84 profenofos fisesuauidudy 0.05 - 4.00 me/ke

ethion
35,000.00 -

30,000.00 — .
25,000.00

20,000.00

Area

15,000.00 - ¢
10,000.00

5000.00 -

000 4*

0.00 050 100 150 200 250 300 350 4.00 450

AVILVUTY mg/kg
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AT 10 waneaan133n (Working range) 84 ethion fisyumududi 0.01 - 4.00 me/ke

triazophos
20,000.00
18,000.00
16,000.00
14,000.00
12,000.00
10,000.00
8,000.00 -
6,000.00 -
4,000.00 - .
2,000.00 - .
0.00 #*—

0.00 050 100 150 200 250 300 350 4.00 450

Area

AVILVUTY mg/kg

A 11 wanenan133n (Working range) w84 triazophos fisgdiuaanundudu 0.01 - 4.00 me/ke

EPN
20,000.00
18,000.00 .
16,000.00
14,000.00
12,000.00
10,000.00
8,000.00 -
6,000.00 -
4,000.00 - ¢
200000 - ®

000 #®

0.00 050 100 150 200 250 300 350 4.00 450

Area

AVILVUTY mg/kg
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AT 12 wadnatien15Ta (Working range) 84 EPN fisgdiupinandudu 0.01 - 4.00 mg/ke

1.3. Yraanududunss (Linearity)
31NN15ANTUN1INAABU Reagent blank wag Fortified sample blank fia31y
duduniely Range vasmsnagavatieios 5 Armdudug az 3 81 wanums1eit 3 - 12 9antu Plot
graph 5¥#1279A1ULUNT UV Fortified sample blank (WA X) AU Area response (LAUY) @514
Regression line 1agld Method of least square T¥aArAudURUSITUEU (Coefficient of determination :
R) Wuwinaudidimiuniseensu (nasiluniseausum R2>0.995) HANISNAABUVBIAITNEY

295N Nueanasa 31U 10 FUAFIT ANUAINA 13 — 22

A19197 3 LAAIAIAINULTNTUVBY Fortified sample blank iU Area Response 984 dichlorvos

AULTNTU dichlorvos

me/kg Area ﬂ%ﬁ' 1 Area ﬂ%ﬂ‘ﬁl 2 Area ﬂ%ﬁ‘ﬁ' 3 \de
0.02 27.851 26.689 26.457 26.999
0.05 76.384 74.787 74.393 75.188
0.10 151.237 169.307 159.033 159.859
0.50 1043.565 1054.347 1028.609 1042.173
1.00 2556.965 2604.563 2630.147 2597.225
2.00 5865.773 5888.035 5953.674 5902.494

4.00 12516.400 12898.000 12659.200 12691.200




area

14000.000

12000.000

10000.000

8000.000

6000.000

4000.000

2000.000

dichlorvos

y = 3195 - 2852
Rz = 0.997

0.p0 1.00 2.00 3.00 4.00
-2000.000 -

concentration me/kg

5.00

A 13 uanamauduiusidaduves dichlorvos fisssuanududiu 0.02 - 4.00 me/ke (R? = 0.997)

A919% 4 LAAIAIANLTNTUYDY Fortified sample blank fiu Area Response 984 diazinon

AULTNTU diazinon

me/kg Area ASait 1 Area ASa7t 2 Area ASait 3 W
0.02 94.535 97.689 97.634 96.619
0.05 246.610 235.990 242.432 241.677
0.10 479.666 486.687 466.587 477.647
0.50 2406.493 2448.236 2470.522 2427.365
1.00 4861.228 4963.678 4996.065 4940.324
2.00 10284.400 10294.500 10311.700 10296.867
4.00 20734.300 20899.100 21036.900 20890.100

17



diazinon
25000.000 —
y = 5228 -104.4
20000.000 —
R2 = 0.999
15000.000
(18]
L
(18]
10000.000
5000.000
0.000
0.00 1.00 2.00 3.00 4.00 5.00
concentration me/ke

AT 14 LERIAIANNENNUSITLEUVDY diazinon NTEAUAUINTY 0.02 - 4.00 mg/kg (R? = 0.999)

A15197 5 wansAaududuves Fortified sample blank fiu Area Response 484 pirimiphos-methyl

AALTLTY pirimiphos-methyl
me/kg Area A%ait 1 Area ASait 2 Area n%ait 3 \ade
0.02 87.190 91.401 90.102 89.564
0.05 233.855 222.900 229.991 228.915
0.10 459.665 459.421 444.195 454.427
0.50 2260.327 2286.045 2312914 2286.429

1.00 4661.613 4715.234 4727.551 4701.466




2.00 9670.888 9665.881 9674.240 9670.336
4.00 19459.400 19629.300 19921.300 19670.000

pirimiphos-methyl
25000.000

20000.000 y = 4920.x - 91.31
Rz = 0.999

15000.000

area

10000.000

5000.000

0.000 I I | | |
0.00 1.00 2.00 3.00 4.00 5.00

concentration meg/ke

AW 15 uanamauduiusidaduves piimiphos-methyl fisgdiuaudiudu 0.02 - 4.00 me/ke
(R? = 0.999)

M990 6 UAAIAIAINLTLULUDY Fortified sample blank fiu Area Response 84 chlorpyrifos

ALTLTY chlorpyrifos
me/kg Area ﬁ%ﬂﬁl 1 Area ﬁ%ﬂﬁl 2 Area ﬂ%ﬂﬁ 3 Wl
0.05 199.799 184.134 188.765 190.899
0.10 397.843 402.502 367.658 389.334

0.50 1802.591 1836.771 1844.776 1828.046




1.00 4034.233 4090.329 4086.333 4070.298
2.00 8375.755 8387.304 8389.054 8384.037
4.00 17327.200 17516.200 17479.400 17440.933
chlorpyrifos
20000.000 A

y = 4377 - 197.1
15000.000 - Rz =0.999

area

10000.000

5000.000

0.000

0.00 1.00 2.00 3.00 4.00 5.00

concentration meg/ke

20

Al 16 wansrAnuduRuSiBadunes chlorpyrifos fissuAnadudiu 0.05 - 4.00 me/ke (R2 = 0.999)

AN 7 UAAIAIANLTLTUTDY Fortified sample blank fiu Area Response 484 malathion

ANUIUTU malathion

mg/kg Area ATI7 1 Area AT 2 Area ATI 3 \ady

0.10 114.107 123.395 129.017 122.173
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0.50 770.901 794.562 847.306 804.256
1.00 1913.782 2015.265 2013.339 1980.795
2.00 4925.802 5119.98.96 4908.917 4917.360
4.00 9751.839 9632.347 9685.867 9690.018
malathion
12000.000
/ = -3 3
10000.000 y =2510x-3123
Rz = 0.997
8000.000
6000.000
(48}
y
(18}
4000.000
2000.000
0.000 — T T T | |
N 2
-2000.000 0.p0 1.00 2.00 3.00 4.00 5.00
concentration meg/ke

A 17 uansmanuduiudidadunes malathion Aiszdiuamududi 0.10 - 4.00 me/ke (R? = 0.997)

A1997 8 LAAIAIAIULTNTUVDY Fortified sample blank fiu Area Response 984 fenitrothion

ANUIUTU

fenitrothion




mg/kg Area pssil 1 Area n3sil 2 Area pSail 3 \de
0.02 102.444 105.261 115.408 107.704
0.05 208.056 195.833 202.551 202.147
0.10 422.912 430.627 421.177 424.906
0.50 2167.530 2175.061 2175.061 2172.550
1.00 4497.534 4518.843 4525.887 4514.088
2.00 9573.264 9581.616 9573.942 9576.274
4.00 20429.000 20242.000 20250.600 20307.200
fenitrothion
25000.000
Rz =0.998

15000.000

(48}

2 10000.000

(18}
5000.000

0.000
0.00 1.00 2.00 3.00 4.00 5.00
-5000.000 -
concentration meg/ke

Al 18 uansrAnuduRuSiBadunes fenitrothion fisziuAadudu 0.02 - 4.00 me/ke (R? = 0.998)



A3 9 LAAIAIAINULTNTUVDY Fortified sample blank fiu Area Response 984 profenofos

AULTNTY profenofos

me/kg Area ﬂ%ﬂ‘ﬁl 1 Area ﬂ%ﬂ‘ﬁl 2 Area ﬂ%’j\‘iﬁ 3 W
0.10 62.245 62.239 60.120 61.535
0.50 507.109 510.543 502.760 506.804
1.00 1323.632 1331.484 1298.323 1317.813
2.00 3194.214 3417.462 3213.288 3274.988
4.00 7291.988 7255.200 7290.041 7279.076

profenofos

8000.000
1000 y = 1888.x - 382.6
6000.000 RZ = 0.996
5000.000

5 4000.000

©3000.000 -
2000.000
1000.000

0.000 —® T | | T |
-1000.000 0.:00 1.00 2.00 3.00 4.00 5.00
concentration me/ke

23

AF 19 uansmALduTuS3aduves profenofos fisgdumnundudu 0.10 - 4.00 me/ke (R2 = 0.996)



A19199 10 LAAIAIANTLTUVDS Fortified sample blank fiu Area Response 83 ethion

ANULTUTY ethion
mg/kg Area p3sil 1 Area paii 2 Area pSsil 3 1y
0.02 118.764 117.656 118.120 118.180
0.05 309.518 305.942 306.778 307.413
0.10 639.787 642.751 621.210 634.583
0.50 3166.705 3218.388 3269.242 3218.112
1.00 6564.156 6607.122 6627.727 6599.669
2.00 14132.100 14109.600 14086.500 14109.400
4.00 29366.200 29481.200 29317.800 29388.400
ethion
35000.000 ~
30000.000 vy = 7347x - 2829
25000.000 e =0.999
20000.000
g 15000.000
10000.000
5000.000
0.000
-5000.000 000 1.00 2.00 3.00 4.00 5.00
concentration me/ke

AW 20 uanarANduTusIuduves ethion fisesuanududiy 0.02 - 4.00 me/ke (R? = 0.999)

24



A1999 11 LAAIAIANTLTUYDY Fortified sample blank fiu Area Response %84 triazophos

ALTLTY triazophos
mg/kg Area ﬂ%’jﬂﬁ' 1 Area ﬂ%’jﬁﬁ' 2 Area ﬂ%’jﬂﬁ' 3 1t
0.10 282.008 288.665 280.457 283.710
0.50 1523.068 1532.409 1576.618 1544.032
1.00 3510.310 3547.472 3514.020 3523.934
2.00 7835.106 7912.989 7968.332 7905.476
4.00 17402.400 17595.700 17906.100 17634.733
triazophos
20000.000
y = 4503 - 666.7
15000.000 Rz =0.996
10000.000
(48}
o
(18}
5000.000
0.000 —*
0.00 1.00 2.00 3.00 1.00 5.00
-5000.000 -
concentration me/ke

AMF 21 uanIAANLEUTUSI3RduTes triazophos Tisumudnd 0.10 - 4.00 me/ke (R? = 0.996)



M990 12 LAAIAIANLTLTUVDY Fortified sample blank fiu Area Response 483 EPN

AULTNTU EPN

mg/kg Area ﬂ%’jﬁﬁ' 1 Area ﬂ%’jﬂﬁ' 2 Area ﬂ%ﬂ‘ﬁl 3 \de
0.05 176.328 178.461 168.782 174.523
0.10 356.295 376.449 342.508 358.417
0.50 1678.382 1691.630 1637.863 1669.292
1.00 3806.045 3813.933 3826.945 3815.641
2.00 8071.206 8081.657 8178.598 8110.487
4.00 16867.700 16800.400 17371.400 17013.167

EPN
20000.000
y = 4280x - 267.3
15000.000 Rz =0.998

area

10000.000

5000.000

0.000

-5000.000

0.

DO

1.00

2.00 3.00 4.00

concentration meg/ke

5.00

26
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A 22 uansmAnuduTLSIBadunes EPN fiszdiuanuidudu 0.05 - 4.00 me/ke (R? = 0.998)

1.4. Limit of detection (LOD)
LOD = 3 SD %38 LOD = 3 Signal/noise

1.4.1 11AT1%4 Fortified sample blank %39 Fortified Sample fisziuanududy
i ogation 10 91 lagAiun1siga LOD 7 0.01 ma/kg YosanIngueasnluneanssad i 6 vlinas
(dichlorvos, diazinon, pirimiphos-methyl, chlorpyrifos, fenitrothion, ethion) LLaz‘WQf\]ﬁ LOD ‘17i 0.02
mg/kg 914U 3 ¥ina1s (malathion, triazopho, EPN) Uag#1s profenofos Waatl LOD 71 0.05 mg/kg Wa

N5EaA1 LOD Uiagsedumnaiutulansnannsnen 13 - 14
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M19199 13 LAAINANIIATIVABY Accuracy Wag Precision U8INITNAABUTY 31U 10 91 1AMdudusEau LOD = 0.01 mg/kg vesansnaueainilunleanesa

MU 6 BUAENT (%Recovery Nana Codex WU 70-120)

dichlorvos diazinon pirimiphos-methyl chlorpyrifos fenitrothion ethion
. y 0.01 mg/kg 0.01 mg/kg 0.01 mg/kg 0.01 mg/kg 0.01 mg/kg 0.01 mg/kg
AIUIUGN — — Y — a— Y
AANUYNYY  Recovery ANUANYYU  Recovery  ANULUUYU  Recovery AINULYUYU Recovery  ANUWUYU  Recovery — ANMULVUVY Recovery
(mg/kg) (%) (mg/ke) (%) (mg/kg) (%) (mg/kg) (%) (mg/ke) (%) (mg/ke) (%)
1 0.010 104.00 0.011 114.16 0.012 117.80 0.011 106.70 0.012 116.00 0.010 102.20
2 0.010 100.49 0.011 107.88 0.011 111.40 0.010 103.39 0.012 116.40 0.012 115.60
3 0.010 98.12 0.012 115.90 0.012 116.00 0.010 98.00 0.012 118.67 0.010 104.00
4 0.010 102.00 0.011 114.70 0.011 110.00 0.011 108.50 0.013 127.00 0.010 102.58
5 0.010 102.00 0.011 112.66 0.011 112.30 0.011 107.00 0.012 115.40 0.010 101.69
6 0.010 104.90 0.011 112.90 0.012 115.00 0.011 105.80 0.011 114.90 0.010 102.00
7 0.012 115.40 0.011 111.34 0.011 113.20 0.011 107.91 0.012 115.33 0.010 101.10
8 0.010 103.90 0.011 111.60 0.012 116.80 0.011 106.00 0.011 112.50 0.010 101.46
9 0.011 105.00 0.011 112.60 0.011 112.00 0.010 104.90 0.011 111.50 0.010 99.09
10 0.010 103.38 0.011 114.25 0.012 116.56 0.011 105.90 0.011 110.51 0.010 101.43
Aade 0.010 103.92 0.011 112.80 0.011 114.11 0.011 105.41 0.012 115.82 0.010 103.11
fA1 SD 0.0005 0.000 0.0003 0.0003 0.0005 0.0005
% RSD 4.386 1.983 2.337 2.828 3.994 4.420
Predicted
Horwitz
%RSD 20.998 20.741 20.705 20.953 20.658 21.023
Horrat

(et < 2) 0.209 0.096 0.113 0.135 0.193 0.210
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M19199 14 LAAINANIINIIVADU Accuracy wag Precision ¥8aMInaaaudl 31U 10 91 iaududuseau LOD = 0.02 mg/kg vesansnaueainilunleanesa

U 3 ¥naENT wag LOD = 0.05 mg/kg 911U 1 9Tinans (%Recovery tneusin1y Codex indiu 70-120)

malathion 0.02 meg/kg

triazophos 0.02 mg/kg

EPN 0.02 mg/kg

profenofos 0.05 meg/kg

$1uaue ALULUU Recovery ALVLUU Recovery  AMLULUU Recovery AULTNUU Recovery
(mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%)
1 0.021 104.35 0.018 88.25 0.014 67.78 0.047 94.62
2 0.020 101.60 0.020 98.90 0.013 67.45 0.045 90.00
3 0.021 107.05 0.019 96.80 0.013 66.77 0.049 98.70
4 0.022 110.80 0.019 95.35 0.015 73.90 0.046 92.88
5 0.021 102.82 0.018 90.00 0.017 83.35 0.050 100.76
6 0.021 104.00 0.018 91.89 0.014 69.44 0.049 97.34
7 0.023 115.00 0.018 92.00 0.016 79.50 0.048 95.60
8 0.025 125.00 0.019 96.50 0.018 92.00 0.044 87.87
9 0.024 122.00 0.019 92.50 0.017 83.50 0.049 98.66
10 0.021 103.20 0.019 93.50 0.014 72.00 0.046 91.92
ﬂ"n,af?{‘a 0.022 109.58 0.019 93.57 0.015 75.57 0.047 94.83
A1 SD 0.0017 0.0007 0.0017 0.0021
% RSD 7.683 3.528 11.385 4.388
Predicted Horwitz
%RSD 18.767 19.219 19.847 16.709




Horrat (1neuen < 2)

0.409

0.184

0.574

0.263

30
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1.4.2 §uduAn LOD 210 signal/Noise 903ansufaziln inasigausu signal/Noise

> 2 HANNSNAADUINNLAIDILAALATUNNINT N (GC) WARIFINISI9N 15

Y

M19197 15 Uanaen signal/Noise 31nMsnagay 10 9195eAu LOD vasansngueasniluneanesausas

vl
y AILTUYY Signal/noise (n=10)
NRGEE ,
(mg/kg) 439 S/N (sneusi > 2) ALadY + SD
dichlorvos 0.010 2.60 -3.70 3.32 + 0.39
diazinon 0.010 530-7.0 6.45 + 0.52
pirimiphos-methyl 0.010 2.90-4.20 3.54 + 0.39
chlorpyrifos 0.010 2.40 - 3.10 2.8 +0.23
fenitrothion 0.010 2.70 - 3.80 3.32 + 0.37
ethion 0.010 4.10 - 5.80 4.87 +0.48
malathion 0.020 2.00 - 2.40 223 +0.15
triazophos 0.020 2.20 - 3.30 2.66 +0.29
EPN 0.020 2.50 - 3.60 292 +0.41
profenofos 0.050 2.00 - 2.60 232 +0.22

1.5. Limit of Quantitation (LOQ)
3wy Fortified sample blank finnuidudusiilaefiansanain a1 LOQ = 10 SD
w38 LOQ = 10 Signal/noise wa@nIN15AILIA1 LOQ 910 Signal/noise vadlasuilnunsuainip3esiled
M52991A51¥% (1ASB I GO) WU11AT LOQ = 0.02 mg/kg 91UU 5 ¥HAd1T (dichlorvos, diazinon,
pirimiphos-methyl, fenitrothion, ethion) kagA1 LOQ = 0.05 mg/kg 1UU 2 ¥HnaT (chlorpyrifos,
EPN) waza1 LOQ = 0.10 mg/kg 91u2U 3 ¥6ina1s Ao (malathion, triazopho, profenofos) $18azt8uAn1s
AUINLERITINN5197 16 wagdufiunsiiasnedt Fortified sample blank w3e Fortified sample fisgéiu

LOQ 91U3uU 10 91 HANITNAABUANNANTINN 17 - 18 tiafigatl Accuracy Wag Precision



A1571991 16 wanern LOQ 31nn1sAWIRY Signal/noise 3MNNSNAABUTITISEAU LOD Ya9a15ngy

a5 uvlpanasaLsazINn

[y

flsgfu LOD fsefu LOQ
y o Signal/noise LOQ = 10 AALTLTY
NRGEE AIUVNVY
(n=10) Signal/noise (mg/ke)
(mg/ke) . 4

AR + SD (mg/ke) LOQ
dichlorvos 0.010 3.32 + 0.39 0.03 £ 0.39 0.02
diazinon 0.010 6.45 + 0.52 0.02 + 0.52 0.02
pirimiphos-methyl 0.010 3.54 + 0.39 0.03 + 0.39 0.02
chlorpyrifos 0.010 2.8 +0.23 0.04 +0.23 0.05
fenitrothion 0.010 3.32 + 0.37 0.03 + 0.37 0.02
ethion 0.010 4.87 +0.48 0.02 + 0.48 0.02
malathion 0.020 2.23 +0.15 0.09 £ 0.15 0.10
triazophos 0.020 2.66 +0.29 0.08 + 0.29 0.10
EPN 0.020 292 +0.41 0.07 £ 0.41 0.05
profenofos 0.050 232 +0.22 0.22 +0.22 0.10

32
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A157197 17 LERINANIIAIAEOU Accuracy Wag Precision U89N1SNAABULT 31U3U 10 91 ARUuduseau LOQ = 0.02 31u3u 5 laa1s (%Recovery Lnaus

A3 Codex AU 70-120)

dichlorvos diazinon pirimiphos-methyl fenitrothion ethion
. y 0.02 mg/ke 0.02 mg/kg 0.02 mg/kg 0.02 mg/kg 0.02 mg/kg
AIUIUGN y— — Y — Y
AUYNYU  Recovery ANUANYU  Recovery  ANULANVU  Recovery AINULYUYU Recovery  A3NULUYU  Recovery
(mg/kg) (%) (mg/ke) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%)
1 0.017 83.95 0.017 82.65 0.015 76.35 0.015 75.00 0.021 107.39
2 0.016 81.40 0.017 85.75 0.016 80.70 0.016 77.85 0.021 106.65
3 0.015 76.60 0.017 85.55 0.016 79.35 0.018 88.00 0.021 106.95
4 0.016 80.85 0.017 82.80 0.015 74.29 0.015 75.35 0.022 109.45
5 0.016 77.80 0.017 82.75 0.016 80.80 0.016 79.50 0.021 106.80
6 0.016 79.60 0.017 82.80 0.016 81.80 0.017 83.00 0.022 109.90
7 0.018 88.50 0.017 87.00 0.017 82.50 0.014 69.50 0.022 108.35
8 0.017 84.00 0.017 85.00 0.016 79.50 0.016 80.90 0.022 110.50
9 0.016 78.40 0.017 83.00 0.015 76.50 0.016 81.85 0.022 109.90
10 0.016 80.00 0.017 84.50 0.017 82.50 0.015 77.00 0.022 108.00
Anade 0.016 81.11 0.017 84.18 0.016 79.43 0.016 78.80 0.022 108.39
#1 SD 0.0007 0.0003 0.0006 0.0010 0.0003
% RSD 4.375 1.885 3.572 6.464 1.338
Predicted
Horwitz
%RSD 19.637 19.527 19.699 19.723 18.798
Horrat

(neual < 2) 0.223 0.097 0.181 0.328 0.071
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M13197 18 WARINANITNTIIABY Accuracy WAz Precision U8aN15NARUL 91U 10 41 NiRudutuseiu LOQ = 0.05 me/kg vasansnguaeiniluneanssa

U 2 BAENT Way LOQ = 0.10 mg/kg 91U 3 wilnaNs (%Recovery tnausin1d Codex Windiu 70-120)

Chlorpyrifos 0.05 mg/kg

EPN 0.05 mg/kg

malathion 0.10 meg/ke

triazophos 0.10 mg/kg

profenofos 0.10 me/kg

Swaus enududu Recovery ALVLUU Recovery AULVLUU Recovery AULTNUU Recovery — AMUWWNUW  Recovery
(mg/kg) (%) (mg/ke) (%) (mg/ke) (%) (mg/kg) (%) (mg/kg) (%)
1 0.050 99.80 0.045 89.60 0.080 79.80 0.097 97.40 0.079 78.50
2 0.054 108.80 0.038 76.76 0.084 83.80 0.099 98.90 0.078 78.10
3 0.055 109.40 0.036 72.38 0.086 86.20 0.097 97.00 0.076 76.40
4 0.058 116.00 0.040 79.40 0.090 90.00 0.099 98.60 0.078 78.10
5 0.056 112.20 0.037 74.60 0.093 92.77 0.101 101.00 0.083 82.54
6 0.054 107.80 0.043 86.00 0.095 95.00 0.104 103.80 0.085 85.40
7 0.058 115.80 0.040 79.80 0.095 94.50 0.102 101.80 0.086 85.80
8 0.056 112.20 0.038 75.60 0.094 93.80 0.104 104.02 0.084 83.80
9 0.057 114.60 0.037 73.40 0.094 93.60 0.101 101.30 0.080 79.80
10 0.055 110.40 0.040 80.00 0.095 94.60 0.104 104.00 0.082 81.80
ﬂ"]LQ’SIEJ 0.055 110.70 0.039 78.75 0.090 90.41 0.101 100.78 0.081 81.02
A1 SD 0.0024 0.0028 0.0053 0.0027 0.0027 0.0033
% RSD 4.326 7.002 5.908 2.674 4.092
Predicted
Horwitz
%RSD 16.325 17.183 15.163 14.917 15.415
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Horrat

(e < 2)

0.265

0.407

0.390

0.179

0.265
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1.6. Accuracy
1.6.1 naa@ayU Reagent blank, Sample blank ia¢ Fortified sample fisguaiu
utunelugasnsnegeu (Ranges) Avsiduduaudn LOQ @il 0.02 - 4.00 me/ke fifiunsnaaey
suiupududuaz 10 91
1.6.2. WALRAEUEIHAVIAGRY Fortified Sample (X,) kg Sample blank (X;)

1.6.3 Usiliu  Accuracy 91nA1 Recovery

X, =X
% Recovery = (%)*100

Taoil  C = arunduduresasumsguiiiuaduiiogis
X, = avudutuvesasluiegneiliduaisinnssm (Sample
blank)
X, = enuituduedsvesnsnassuiialivdaniuasinnsgiu

1.6.4 \nauain1suausu Recovery #13 Analyte recovery VYOIENTNNAINANYEN
wHas wazendninnAsliue s (Codex, 1993)
1.6.5 HANSVAADUSEALBEARILATTIT 19 - 25
1.7. 95399ddYU Precision
1.7.1 nedeu Fortified sample fiszummududuniglugisnisvagau (Ranges)
aududumnuAn LOQ disil 0.02 - 4.00 mg/ke Afiunsnadeuseiuay 10 81
1.7.2 Sufinuan1smeaeu futaAads X wag SD vedHanIsnadeu

1.7.3 A8 %CV = %RSD

% Rsp = P <100

1.7.4 Uszuliu Precision taely HORRAT (Horwitz’ s ratio) %38 910 % RSD

HORRAT (Horwitz” s ratio) = % RSD 2100150894

Predicted Horwitz RSD
Predicted Horwitz RSD Auiadl@ann Horwitz equation
Repeatability : RSD = 0.66x2 (105108

LWNUNNITEDUTU



1. anauaiivualaeiluues Precision, %RSD 989 AOAC Peer — Verified Methods. Nov.

1993
2. \nasiBauSuA1 HORRAT (Horwitz’s ratio) ¢iil
2.1 AOAC < 2
2.2 Codex, EU < 2

NANISNAFBUANNAITIN 17 S198LLD8ARINANSINA 19-25

37

M13199 19 a3UHANINAEBU Accuracy Wa Precision Yasansnauessniluneanasa 41uiu 10 vinans

d‘ v v 1 1 vV
AaugnTuaee Tugrsnsldeu (Range)

ANULTUUU — Accuracy Precision
Yoans Spike X 5D Recovery Wt % RSD  HORRAT
(mg/kg) me/ke) (%) Codex et < 2
dichlorvos 0.02 0.021+0.0011 81.11 70-120 4.375 0.223
0.05 0.021+0.0011 89.06 70-120 4.183 0.248
0.10 0.108 + 0.005 97.98 70-120 4.659 0.311
0.50 0.532+0.015 83.11 70-110 4.025 0.334
1.00 1.082+0.035 84.36 70-110 2.615 0.241
2.00 2.138+ 0.062 92.26 70-110 3.675 0.382
4.00 4.242+ 0.159 101.65 70-110 2.099 0.245
diazinon 0.02 0.023F 0.0020 84.18 70-120 1.885 0.097
0.05 0.021 + 0.0011 87.78 70-120 1.375 0.081
0.10 0105+ 0.003 89.42 70-120 2.265 0.149
0.50 0.367 % 0.006 92.49 70-110 2.444 0.206
1.00 107710016 92.97 70-110 1.716 0.161
2.00 2135% 0.035 96.41 70-110 1.726 0.180
4.00 1161+ 0035 96.43 70-110 1.045 0.121
Pirimiphos 0.02 0.021%0.002 79.43 70-120 3572 0.181
- methyl 0.05 0.021+0.0011 106.32 70-120 2.877 0.172
0.10 0.105* 0.002 100.20 70-120 2.012 0.135
0.50 0530% 0.010 94.41 70-110 2.479 0.210
1.00 1069 0019 95.06 70-110 1.277 0.120
2.00 2.101+0.053 97.25 70-110 1.722 0.180
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4.00 4.062+ 0.208 97.90 70-110 1.027 0.119
chlorpyrifos 0.05 0.021+ 0.001 110.70 70-120 4.326 0.265
0.10 0.104 +0.003 100.72 70-120 2.088 0.140
0.50 0.508 +0.012 87.98 70-110 2.606 0.218
1.00 1.066 +0.017 94.84 70-110 1.077 0.101
2.00 2071 +0.042 97.34 70-110 1.700 0.178
4.00 4.053 +0.028 98.34 70-110 2.596 0.302

(f12) A131991 19 agUNaNIIMAEBU Accuracy wag Precision vesansnaueesnilureanesa 31w 10

iAa1s NANULTNTUAY Tur29n151997U (Range)

AULUUTY — Accuracy Precision
o X +5D p
YOEAT Spike Recovery LAEUN % RSD HORRAT
(mg/kg) (me/ke) (%) codex et < 2

fenitrothion 0.02 0.021+ 0.0011 78.80 70-120 6.464 0.328
0.05 0.021+ 0.0011 105.28 70-120 5.249 0.319
0.10 0.101 +0.004 95.93 70-120 1.643 0.109
0.50 0.528 +0.009 87.50 70-110 2.786 0.233
1.00 1.048 +0.021 87.95 70-110 1.159 0.108
2.00 2.086 +0.043 92.30 70-110 1.794 0.186
4.00 4.038 +0.173 95.21 70-110 3.304 0.383

ethion 0.02 0.020 +0.0011 108.39 70-120 1.338 0.071
0.50 0.528 +0.009 88.94 70-120 2.725 0.228
0.10 0.103+ 0.005 94.91 70-120 2377 0.158
0.50 0.529 +0.011 80.68 70-110 5.262 0.434
1.00 1.043 +0.019 82.99 70-110 2.865 0.264
2.00 2.134 +0.047 94.44 70-110 1.844 0.192
4.00 4.082 +0.174 97.00 70-110 1.102 0.128

malathion 0.10 0.050 +0.005 90.41 70-120 5.908 0.390
0.50 0.108 + 0.006 80.68 70-110 5.262 0.434
1.00 0.528 +0.008 82.99 70-110 2.865 0.264
2.00 1.070 +0.045 91.19 70-110 3.077 0.319
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4.00 2.147 +0.057 104.56 70-110 1.469 0.173
triazophos 0.10 0.048 + 0.003 100.78 70-120 2.674 0.179
0.50 0.102 +0.005 82.25 70-110 3.456 0.286
1.00 0.491 +0.013 81.68 70-110 1.899 0.174
2.00 0.977 +0.024 91.25 70-110 2.553 0.265
4.00 2.081 +0.040 101.33 70-110 2.831 0.331
EPN 0.05 0.050+ 0.003 78.75 70-120 6.329 0.368
0.10 0.106 +0.004 81.05 70-120 4.371 0.284
0.50 0.480 +0.013 76.01 70-110 2.734 0.224
1.00 1.034 +0.022 87.07 70-110 1.483 0.138
2.00 2.093 +0.035 92.67 70-110 2.053 0.213
4.00 4.079 +0.216 96.49 70-110 1.178 0.137

(f12) A131991 19 agUNaNIIMAFEU Accuracy uag Precision vesansnaueesnilunleanea 31w 10

AT NAMUTNTUA99) Tug19n151997U (Range)

AULVUTY — Accuracy Precision
r X +SD -
YOI Spike Recovery LN % RSD HORRAT
(mg/ke) «
(mg/kg) (%) codex g < 2
profenofos 0.10 0.084 + 0.005 81.02 70-120 4.092 0.265
0.50 0.470+ 0.016 83.62 70-110 4.387 0.364
1.00 1.056 +0.031 86.59 70-110 2.655 0.246
2.00 2.140 +0.079 95.32 70-110 2.975 0.310
4.00 4.187+ 0.1069 105.22 70-110 3.272 0.385




M19197 20 LAAINANITNIIVADU Accuracy wag Precision veamnagaeuansngueasniluneanssa 91uiu 10 91 NszAuaaduty 0.02 me/kg (%Recovery

WNUNEY Codex Winfu 70-120)

dichlorvos diazinon pirimiphos-methyl fenitrothion ethion
. y 0.02 mg/kg 0.02 mg/kg 0.02 mg/kg 0.02 mg/kg 0.02 mg/kg
IUIULGN P— P— a— ra— P
AINUYNYY  Recovery ANWANVYE  Recovery  ANULINYU  Recovery AINULYNYU Recovery  AMUWUYU  Recovery
(mg/kg) (%) (mg/ke) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%)
1 0.017 83.95 0.017 82.65 0.015 76.35 0.015 75.00 0.021 107.39
2 0.016 81.40 0.017 85.75 0.016 80.70 0.016 77.85 0.021 106.65
3 0.015 76.60 0.017 85.55 0.016 79.35 0.018 88.00 0.021 106.95
4 0.016 80.85 0.017 82.80 0.015 74.29 0.015 75.35 0.022 109.45
5 0.016 77.80 0.017 82.75 0.016 80.80 0.016 79.50 0.021 106.80
6 0.016 79.60 0.017 82.80 0.016 81.80 0.017 83.00 0.022 109.90
7 0.018 88.50 0.017 87.00 0.017 82.50 0.014 69.50 0.022 108.35
8 0.017 84.00 0.017 85.00 0.016 79.50 0.016 80.90 0.022 110.50
9 0.016 78.40 0.017 83.00 0.015 76.50 0.016 81.85 0.022 109.90
10 0.016 80.00 0.017 84.50 0.017 82.50 0.015 77.00 0.022 108.00
Anade 0.016 81.11 0.017 84.18 0.016 79.43 0.016 78.80 0.022 108.39
f1 SD 0.0007 0.0003 0.0006 0.0010 0.0003
% RSD 4.375 1.885 3.572 6.464 1.338
Predicted
Horwitz
%RSD 19.637 19.527 19.699 19.723 18.798
Horrat

(neuat < 2) 0.223 0.097 0.181 0.328 0.071




M19197 21 UAAINANITNIIVEDU Accuracy uag Precision vaamsnadauansngueasniluneanasa 91uiu 10 91 NszAuamnuduty 0.05 me/kg (% Recovery

WNNENY Codex Winiu 70-120)

pirimiphos-
. y dichlorvos diazinon fenitrothion ethion chlorpyrifos EPN
AU methyl
Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R

—_

0.044 88.00 0.045 89.00 0.049 98.20 0.045 90.76 0.050 99.38 0.050 99.80 0.045 89.60

2 0.043 86.60 0.043 85.20 0.053 105.00 0.052 103.40  0.049 98.44 0.054 108.80 0.038 76.76
3 0.043 86.40 0.044 87.60 0.054 107.80 0.053 106.00  0.049 98.60 0.055 109.40 0.036 72.38
4 0.042 84.80 0.045 89.00 0.054 108.00 0.054 108.40  0.050 99.80 0.058 116.00 0.040 79.40
5 0.046 92.00 0.043 86.98 0.054 107.20 0.055 109.60  0.050 100.66 0.056 112.20 0.037 74.60
6 0.044 88.00 0.044 88.40 0.054 107.40 0.053 106.00  0.050 99.20 0.054 107.80 0.038 76.20
7 0.044 87.60 0.045 89.00 0.054 108.20 0.053 106.00  0.049 98.80 0.058 115.80 0.040 79.80
8 0.045 89.40 0.044 88.20 0.054 108.00 0.055 109.60  0.049 98.40 0.056 112.20 0.038 75.60
9 0.049 98.00 0.044 87.00 0.053 106.80 0.054 108.60  0.050 99.00 0.057 114.60 0.037 73.40
10 0.045 89.80 0.044 87.40 0.053 106.60 0.052 104.40  0.049 97.20 0.055 110.40 0.040 80.00

Aade 0.045 89.06 0.044 87.78 0.053 106.32 0.053 105.28  0.049 98.95 0.055 110.70 0.039 7.7

#1 SD 0.0019 0.001 0.0015 0.0028 0.0005 0.0024 0.0025

% RSD 4.183 1.375 2.827 5.249 0.933 4.326 6.329

Predicted 16.868 16.905 16.424 16.449 16.603 16.325 17.215




Horwitz

%RSD

Horrat

(bN0UN < 2)

0.248

0.081

0.172

0.319

0.056

0.265

0.368

VUL

Conc. = ANUNTU (Concentration)

%R = Recovery

[
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M13197 22 WARINANIINIIFABY Accuracy ae Precision UaaMsnadauasngueasnilurlaanasa 91uiu 10 41 Nseruaududu 0.10 me/kg (% Recovery

LNUNAL Codex Winfu 70-120)

U dichlorvos diazinon pirimiphos- chlorpyrifos malathion fenitrothion profenofos ethion triazophos EPN
y methyl
v Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R
1 0.090 90.10 0.088 87.50 0.099 99.20 0.102  102.00  0.080 79.80 0.095 94.60 0.079 7850  0.093 92.90 0.097 97.40 0.078 78.40
2 0.096 96.40  0.089 8880 0.099 99.10 0103 10330 0.084 8380  0.096 9600 0.078 78.10  0.093 93.40  0.099 98.90  0.083  83.00
3 0.093 92.80 0.085 85.10 0.096 96.10 0.095 95.40 0.086 86.20 0.094 94.30 0.076  76.40  0.091 90.60 0.097 97.00 0.075 75.30
[ 0.095 9490 0.088 88.10 0.098 9840  0.102 10240 0.090  90.00  0.094 9420 0.078 7810  0.093 9330  0.099 98.60  0.078  77.80
5 0.102  102.10  0.091 91.00 0.102 101.70 0.100  100.40  0.093 92.77 0.096 96.08 0.083 8254  0.096 95.60 0.101 101.00  0.079 79.10
6 0.099 9930 0.091 9080 0102 101.50 0.101  100.80  0.095 9500  0.096 9640  0.085 8540  0.097 96.70  0.104  103.80 0.079  79.00
7 0.105 104.70  0.090 90.30 0.101 100.60  0.101 100.80  0.095 94.50 0.097 96.70 0.086  85.80  0.097 96.90 0.102  101.80  0.086 85.80
8 0.100 10040 0.091  90.80  0.103 10250 0.101  100.60  0.094 9380  0.099 9880  0.084 8380 0.097 97.40  0.104 104.02 0.083  83.10
9 0.097 97.11 0.090 90.20 0.101 100.50  0.100  100.40  0.094 93.60 0.094 94.39 0.080 79.80  0.095 95.30 0.101 101.30  0.085 84.60
10 0.102 10200 0.092 9160 0102 10240 0.101 101.10 0.095 9460  0.098 9780 0.082 8180  0.097 96.99  0.104  104.00 0.084  84.39

ﬂ'WLaﬁIEJ 0.098 97.98 0.089 89.42 0.100  100.20  0.101 100.72  0.090 90.41 0.096 95.93 0.081 81.02  0.095 94.91 0.101 100.78  0.081 81.05

i SD 0.0046 0.0020 0.0020 0.0021 0.0053 0.0016 0.0033 0.0023 0.0027 0.0035
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% RSD 4.659 2.265 2012

2.088

5.908

1.643

4.092

2377

2674

4.371

Predicted
Horwitz

%RSD 14.980 15.188 14.930

14918

15.163

15.028

15.415

15.052

14.917

15414

Horrat

(\hu9i<2)  0.311 0.149 0.135

0.140

0.390

0.109

0.265

0.158

0.179

0.284

‘Vill’]EJLME]
Conc. = ANUINTU (Concentration)

%R = Recovery

[

M1319% 23 WARINANIINIIVEBY Accuracy wae Precision UaaMsnadauaIsngueasnilurlaanasa 9uiu 10 41 NseRuaududu 0.50 me/kg (% Recovery

LNUANAIL Codex Winfu 70-110)

U dichlorvos diazinon pifimiphos- chlorpyrifos malathion fenitrothion profenofos ethion triazophos

y methyl

v Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R
1 0.382 80.84 0.443 90.14 0.454 91.88 0.422 85.86 0.363 74.32 0.424 85.08 0.385 78.02  0.425 86.32 0.391 78.50 0.376 75.88
2 0.404 79.20 0.451 90.96 0.459 9294  0.429 86.22 0.372 78.14  0.425 8580 0390 80.65 0432  87.66  0.393 80.43  0.379 73.46
3 0.396 80.20 0.455 91.00 0.465 92.54 0.431 85.94 0.391 78.14 0.429 84.78 0.403 82.02  0.438 86.86 0.402 80.19 0.367 73.83
a4 0.401 83.46 0.455 9132  0.463 93.00  0.430 86.20 0.391 7880 0424 8580 0410 8180 0434 8720 0401 79.80 0.369 74.40
5 0.417 85.40 0.457 94.00 0.465 96.74 0.431 90.30 0.394 83.52 0.429 89.58 0.409 86.56 0.436 91.14 0.399 84.96 0.372 77.56
6 0.427 87.24  0.470 96.42 0484 9832 0452 9144 0418 85.00  0.448 9202 0433 8692 0.456 9286 0425 8623  0.388 80.70
7 0.436 85.36 0.482 94.10 0.492 96.06 0.457 89.40 0.425 83.22 0.460 89.08 0.435 86.08 0.464 90.18 0.431 84.21 0.404 76.24




a4

8 0.427 83.46 0.471 92.40 0.480 94.28 0.447 88.38 0.416 82.84 0.445 87.82 0.430 8558  0.451 89.32 0.421 8316 0.381 76.00
9 0.417 83.46 0.462 92.40 0.471 94.28 0.442 88.38 0.414 82.84 0.439 87.82 0.428 8558  0.447 89.32 0.416  83.16  0.380 76.04
10 0.417 82.49 0.462 92.13 0.471 94.09 0.442 87.64 0.414 79.94 0.439 87.26 0.428 83.02  0.447 88.58 0.416 8187  0.380 75.94
Anady 0.412 83.11 0.461 92.49 0.470 94.41 0.438 87.98 0.400 80.68 0.436 87.50 0.415 83.62 0.443 88.94 0.409 8225 0.380 76.01
1 SD 0.0166 0.0113 0.0117 0.0114 0.0210 0.0122 0.0182 0.0121 0.0141 0.0104
% RSD 4.025 2.444 2.479 2.606 5.262 2.786 4.387 2725 3.456 2734
Predicted
Horwitz
%RSD 12.066 11.867 11.829 11.956 12.123 11.964 12.054 11.937 12.079 12.217
Horrat
(nasi<2)  0.334 0.206 0.210 0.218 0.434 0.233 0.364 0.228 0.286 0.224
WULUR

Conc. = ANUWNTU (Concentration)

%R = Recovery

[

M13197 24 KAAINANIIATIVABY Accuracy Wy Precision UaaNsnAdaUasngueasnilurlaanasa 91uiu 10 41 Nseruaududy 1.00 me/kg (% Recovery

LNUNEY Codex Winfu 70-110)

Y dichlorvos diazinon pirimiphos- chlorpyrifos malathion fenitrothion profenofos ethion triazophos EPN
¥ methyl
" Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R
1 0.827 8270 0895 8950 0928 9280 0929 9287 0778 7777 0864 8638 0807 80.72 0.871 87.09 0.783 7828 0856  85.60
2 0.842 8424 0915 9148 0939 9386 0941 9414 0815 8145 0868 8678 0863 8633 0877 8765 0.803 8030 0.858  85.78




a5

3 0.842 84.20 0921 92.08 0941 94.10 0941 94.05 0.814 8138 0.869  86.92 0.855 85.50 0.879 8792  0.806 80.58  0.861 86.07
a4 0.820 81.96 0.928 9283  0.948 94.83  0.948 94.83 0.834 8344 0876  87.62 0.883 88.27 0.894  89.44  0.823 82.31 0.870  87.02
5 0.825 82.48  0.937 93.74  0.961 96.14  0.960 96.03 0.853 8531 0.891 89.14  0.887 88.70 0.907 90.74  0.831 83.11 0.866 86.63
6 0.859 8593  0.939 93.87  0.958 95.76 0.953 95.33 0.849 84.89 0.884  88.38 0.868 86.80 0.901 90.10  0.824 8239  0.863 86.31
7 0.882 88.15 0.942 9418  0.959 95.87 0.952 95.24  0.845 84.47  0.887  88.65 0.870 86.99 0.901 90.05 0.824 82.41 0.880  87.95
8 0.874  87.37 0.945 9452  0.963 96.26 0.961 96.13 0.852 8523  0.887  88.71 0.882 88.23 0.903 90.30  0.830 83.04  0.890  89.02
9 0.846 84.62  0.946 94.57 0964  96.40  0.956 95.56 0.840 84.04 0892  89.22 0.879 87.89 0.905 90.51 0.830 8295  0.893 89.27
10 0.820 81.96 0.929 9293  0.946 94.62  0.942 94.21 0.819 81.91 0.877  87.69 0.865 86.50 0.890 89.03  0.815 81.48  0.871 87.07
gy 0.844  84.36 0.930 9297 00951 95.06 0.948 94.84  0.830 8299 0.879  87.95 0.866 86.59 0.893 89.28  0.817 81.68  0.871 87.07
i SD 0.0221 0.0160 0.0121 0.0102 0.0238 0.0102 0.0230 0.0131 0.0155 0.0129
% RSD 2.615 1.716 1.277 1.077 2.865 1.159 2.655 1.462 1.899 1.483
Predicted
Horwitz
%RSD 10.834 10.676 10.641 10.645 10.861 10.766 10.791 10.742 10.886 10.782
Horrat
(newei<2)  0.241 0.161 0.120 0.101 0.264 0.108 0.246 0.136 0.174 0.138
‘VilI’]EJLMGJ

Conc. = ANUWINTU (Concentration)

%R = Recovery
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M19197 25 LAAINANITNTIVEDU Accuracy uag Precision vaamsnadauansngueasniluneansasa 91uiu 10 91 NszAuauduty 2.00 me/kg (% Recovery

LNUNEY Codex Winfu 70-110)

U dichlorvos diazinon pirimiphos- chlorpyrifos malathion fenitrothion profenofos ethion triazophos EPN
¥ methyl
v Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R
1 1.769  88.44 1.897  94.83 1.916  95.80 1.915 9577 1.753  87.66 1.822  91.10 1.834  91.70 1.865 93.23 1.765 88.23 1.817 90.87
2 1.794  89.71 1.898  94.92 1915  95.75 1.918  95.90 1.777  88.87 1.824  91.18 1.872  93.59 1.862 93.08 1.782 89.08 1.820 90.99
3 1.728  86.42 1.902  95.08 1.917 9584 1.918 9592 1.792  89.61 1.822  91.11 1.876  93.79 1.859 92.93 1.794  89.68 1.842 92.08
[ 1.809  90.44 1.899  94.96 1914  95.68 1918 9591 1.777  88.86 1.819  90.96 1.858  92.92 1.851 92.56 1.785 89.23 1.840 91.98
5 1.877  93.87 1.962  98.11 1.980  99.01 1.981 99.04 1.823 9113 1.866  93.28 1912 95.62 1.924 96.21 1.854  92.68 1.904  95.18
6 1.862  93.08 1978  98.89 1.997  99.85 2002 100.10 1.871 93.53 1915 9575 1947 97.37 1.952 97.59 1.900 95.01 1.932 96.59
7 1.888  94.41 1.908  95.39 1.927  96.34 1.931 96.57 1.806  90.28 1.822  91.10 1.890  94.50 1.870 93.50 1.824  91.18 1.844  92.20
8 1.868 9341 1.936  96.79 1.949  97.43 1.951 97.55 1.834  91.68 1.866  93.32 1914  95.68 1.890 94.50 1.838 91.91 1.859 92.95
9 1914  95.69 1.978  98.88 1.993  99.65 1.991 99.54 1.941 97.05 1.877 9386 2037 101.83 1.930 96.49 1.893 94.66 1.862 93.08
10 1943  97.16 1925  96.24 1.943  97.16 1.942  97.11 1.864  93.22 1.826  91.30 1.924  96.20 1.887 94.33 1.817 90.85 1.816 90.78
Auade 1.845  92.26 1.928  96.41 1.945  97.25 1.947  97.34 1.824  91.19 1.846 9230 1.906  95.32 1.889 94.44 1.825 91.25 1.853 92.67
i SD 0.0678 0.0333 0.0335 0.0331 0.0561 0.0331 0.0567 0.0348 0.0466 0.0381
% RSD 3.675 1.726 1.722 1.700 3.077 1.794 2975 1.844 2.553 2.053
Predicted
Horwitz
%RSD 9.630 9.566 9.554 9.552 9.647 9.629 9.583 9.596 9.646 9.623
Horrat
(1nausi<2)  0.382 0.180 0.180 0.178 0.319 0.186 0.310 0.192 0.265 0.213
NHYLUE

Conc. = ANUINTU (Concentration)



%R = Recovery

a7
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M19197 26 LAAINANITATIVABY Accuracy Wag Precision Uain1InadeUaIsngueasnluneanasa 9131 10 91 NseRuanututy 4.00 me/kg (% Recovery

LNUNEY Codex Winfu 70-110)

U dichlorvos diazinon pirimiphos- chlorpyrifos malathion fenitrothion profenofos ethion triazophos EPN
¥ methyl
v Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R Conc. %R
1 4177 10442 3.824  95.61 3890 97.24 3,693 9233 4188 10470 3563  89.07 4126 103.15 3792  94.81 4.143 10356  3.782 94.55
2 4209 10522 3855 9637 3927 9818  3.851 96.28  4.211 10528 3.626  90.66  4.164  104.09  3.836 9590  4.188 104.71  3.803 95.07
3 3929 9823 3880 97.01 3.938  98.45 3.984  99.61 4240 10599 3913 9782 4264 106.61 3.904  97.60  4.296 107.39  3.903 97.58
[ 3989 99.73 3866 96.65 3942 9856  4.016 10041 4.092 10231 3.871 96.79 4171 104.26  3.865 96.62 3.957 98.92 3864  96.60
5 4.036 10091 3.898 9745 3927 9817 3967  99.18 4170 104.26 3894 9736  4.104 10259  3.880 97.00 3.978 99.44 3892 97.29
6 4.123  103.08 3913 9782 3978 99.45 4040 101.01 4292 107.31 3928 9820  4.027 100.68 3915 9787  4.004 100.11 3911 97.77
7 4.081 102.02 3.876 96.89  3.941 98.53  4.009 100.22 4.155 103.88 3.838 9594 4296 107.41 3.925 98.11 3.976 99.41 3.899 97.48
8 4.067 101.68 3904 9760 3895 9737 3948  98.69  4.104 10261 3852 9630  4.139 10347  3.900 9750  4.016 10041 3.876 96.90
9 4.035 100.88 3.864  96.59  3.886  97.16 3933 9834 4222 10556 3869  96.73 4518 11295 3.925 98.11 3.996 99.89  3.849 96.23
10 4.012 100.31 3777  94.43 3835 9586 3895 9739 4149 10373 3731 9327 4279 10699  3.858 96.46 3.979 99.47 3817 95.42
Auade 4.066 101.65 3.866  96.64 3916 9790 3934 9834 4182 10456 3808 9521 4.209 10522  3.880 97.00 4.053 101.33  3.860 96.49
i SD 0.0853 0.0404 0.0402 0.1021 0.0615 0.1258 0.1377 0.0427 0.1147 0.0455
% RSD 2.099 1.045 1.027 2.596 1.469 3.304 3.272 1.102 2.831 1.178
Predicted
Horwitz
%RSD 8.550 8.615 8.599 8.593 8.514 8.635 8.506 8.611 8.554 8.617
Horrat
(1na9i<2)  0.245 0.121 0.119 0.302 0.173 0.383 0.385 0.128 0.331 0.137
NHYLUE

Conc. = ANUINTU (Concentration)



%R = Recove

49
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2. wan1snvaeunudlilaveisnmalinsgiansivanAangulninsesd (Pyrethroid) 31u7u 6
¥1naNs (lamdacyhalothrin, permethrin, cyfluthrin, cypermethrin, fenvalerate, deltamethrin) Tuumaly
17838 QUEChERS

2.1. AnuanIzlangas (Specificity / Selectivity)
NnHaNTIeTzadlifenies GC-ECD wulsifimsiedidesturiadngii
AnNdne (Matrix blank) walasulasunsudan it 23 wWisuifisuiu Spike matrix blank fiszdulngides

LOQ Tasanlasunsy Aan1ud 24 wudndayey 1uved Matrix blank lisununislinssdeygiuues Spike

matrix blank 7ifn Retention Time (RT) #Muans199t 27

Al 23 dygadlasanlannsuainAied GC-ECD va9aae19undly (Matrix blank)
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A 24 Fyeyradlasanlalnsuanniases GC-ECD Ua3iaeauasluf Spike matrix blank N5g6u
TnaLAes LOQ

M15197 27 Uan4 Retention Time 84 Matrix blank uag Spike matrix blank vasansngulninsaes

o Matrix blank Spike matrix blank
KiBGRE]

Retention time (min) Retention time (min)
Lamda cyhalothrin 0 10.219 + 0.003
permethrinl 0 11.555 + 0.006
permethrin2 0 11.828 + 0.005
cyfluthrinl 0 12.933 + 0.005
cyfluthrin2 0 13.184 + 0.006
cyfluthrin3 0 13.382 + 0.005
cyfluthrind 0 13.515 + 0.005
cypermethrinl 0 13.723 + 0.007
cypermethrin2 0 13.963 + 0.008
cypermethrin3 0 14.165 + 0.006
cypermethrind 0 14.294 + 0.010
fenvaleratel 0 16.195 + 0.006
fenvalerate2 0 16.898 + 0.006
deltamethrin 0 18.656 + 0.011
ﬁ’]iiUﬂ'ﬁu‘éu‘] 0 0

2.2. 41999IN1TIA (Working range)
nAaau Sample blank Wag Spike/fortified sample blank 881918y 6 AW
Fudug av 1 91 man1IMAaeeRInns1ad 2 Plot eraph s¥ninsmududues Fortified sample blank
(W1 ) fU Area Response (Wnu Y) Anrsandrsiiduidunss vesasngulninsesd d1udu 6 vilaans

LEAAIRININT 25 — 30
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A1999 28 AN LA USTEIINIATLTUVRS Fortified sample blank (1w X ) iU Area Response

N Y) vesansngulninsesd 31U 6 winans

AU

o Lamda
RG] permethrin cyfluthrin cypermethrin  fenvalerate deltamethrin
cyhalothrin
(mg/kg)
0.005 193.635 110.050 96.234 134.060 95.139 69.484
0.010 374.054 218.707 301.781 335.983 281.800 150.874
0.050 1455.193 1006.686 1689.922 1385.171 1291.943 593.895
0.100 3735.660 1854.317 3658.251 3657.808 2773.361 1571.788
0.500 33984.600 9001.821 31850.600 27551.300 23156.600 15930.500
1.000 77875.800 14904.900 86057.400 69695.100 60533.100 45673.600
2.000 189141.000 30220.100 170977.000  147153.000 128294.000 103122.000
4.000 405098.000 55610.600 370305.000 311139.000 292309.000 212554.000
lamda cyhalothrin

450000.000

400000.000 *

350000.000

300000.000
o 250000.000
T 200000.000 Py

150000.000

100000.000 Py

50000.000 *

0.000 4®» | | | |
0.000 1.000 2.000 3.000 4.000 5.000
concentration mg/kg

AT 25 Lanw9n133R (Working range) 48 Lamnda cyhalothrin fissdiunnandiudu 0.005-4.00 me/ke



permethrin
60000.000
L 2

50000.000 -

40000.000
4}
% 30000.000 - L 2

20000.000 -

L 2
10000.000 - 'Y
0.000 ’ | | | | 1
0.000 1.000 2.000 3.000 4.000 5.000
concentration mg/kg

AT 26 uaneaan1sin (Working range) 484 permethrin fisssuprnadudu 0.005 - 4.00 me/kg

cyfluthrin

400000.000 -
350000.000
300000.000 -
250000.000 -
200000.000 -

area

150000.000 -
100000.000 -
50000.000 -

0.000 * I I I | I
0.000 1.000 2.000 3.000 4.000 5.000

concentration meg/kg

AT 27 uanetaen1sin (Working range) 984 cyfluthrin fisziumudiudi 0.005 - 4.00 me/ke



cypermethrin

350000.000 -
300000.000 - ¢
250000.000 -
200000.000 -

darea

150000.000 - 2

100000.000 -

¢
50000.000 -

*
0.000 | | | | | T | | |

0.000 0.500 1.000 1.500 2.000 2.500 3.000 3.500 4.000 4.500

concentration mg/kg

AT 28 want1an153A (Working range) e cypermethrin fisesumauidudu 0.005 - 4.00 me/ke

fenvalerate

350000.000

300000.000 - ®

250000.000
o« 200000.000 -
[1}]
® 150000.000 -

L
100000.000 -
50000.000 - ¢
®
0.000 9» I I I | \
0.000 1.000 2.000 3.000 4.000 5.000
concentration mg/ kg

AT 29 wanaRaens I (Working range) 984 fenvalerate fisssuaudutu 0.005 - 4.00 me/ke



deltamethrin
250000.000 -
L

200000.000 -

150000.000 -
48]
o
(1%

100000.000 - ¢

50000.000 - S

L 2
0.000 # T T T T ]
0.000 1.000 2.000 3.000 4,000 5.000
concentration mg/kg

AT 30 wARI9NITIA (Working range) 84 deltamethrin fiszsumnududiu 0.005 - 4.00 me/ke

2.3. Prennuduidunss (Linearity)
PMNNIANTUNTAGOU Reagent blank wag Fortified sample blank A4
Wudunelu Range UINISNAGDUDENUDY 5 AMULTNTUS 8 3 91 NARIUAITINN 29 - 34 9Nt Plot

graph SEMINAMITLTUVDY Fortified sample blank (AU X) AU Area response (LALY) @319

55

Regression line Tagld Method of least square ToAIAMNENRUSITNLEY (Coefficient of determination :

R?) WWwnausidmsuniseeansu (nasiluniseensuan R? > 0.995) nansvadeuvesasngulnivsess

U 6 FUAAT MUNNT 31 — 36

a15197 29 wanarAuuduYes Fortified sample blank U Area Response ¥4 lamda cyhalothrin

AULTNTU lamda cyhalothrin
me/kg Area Afadt 1 Area afadt 2 Area e 3 Wit
0.010 374.054 453.453 476.686 434,731
0.050 1455.193 1463.839 1482.429 1467.153
0.500 37356.599 31653.140 34666.462 34558.734
1.000 83029.500 80407.500 80407.500 81281.500
2.000 189141.000 194601.000 192665.000 192135.667




4.000 388844.000 406165.000 405098.000 400035.667
lamda cyhathrin
450000.000 -
400000.000 - y = 101353x - 9385.3
350000.000 - Rz = 0.998
300000.000
@ 250000.000
© 200000.000
150000.000
100000.000
50000.000
0.000 | | | | | | | |
0.000 0.500 1.000 1.500 2.000 2500 3.000 3.500 4.000 4.500

concentration mg/kg

AN 31 UARIAIAMNENNUSITUEUYDS lamda cyhalothrin MisgAuAMUIINTY 0.01 - 4.00 mg/kg

(R? = 0.998)

A1919% 30 LAAIAIAULTNTLUDY Fortified sample blank iU Area Response 484 permethrin

ALTLTY permethrin

me/kg Area Asadi 1 Area a%adt 2 Area asad 3 Wit
0.010 218.707 218.707 220.952 219.455
0.050 750.835 765.652 775.964 764.150
0.100 1623.132 1610.606 1570.152 1601.297
1.000 15683.000 15154.300 15154.300 15330.533
2.000 28681.600 28951.800 28938.700 28857.367
4.000 52073.600 52091.600 52500.700 52221.967

56
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daread

60000.000

50000.000

40000.000

30000.000

20000.000

10000.000

0.000

permathrin

y = 13153x + 802.84
R? = 0.997

2

0.000

1.000

2.000

3.000

concentration meg/kg

4.000

5.000

AW 32 uansrAnuduRLSiBadures permethrin AisziuAnududu 0.01 - 4.00 me/ke (R2 = 0.997)

A15197 31 wansAAufuves Fortified sample blank U Area Response w84 cyfluthrin

AN TY cyfluthrin

me/kg Area A%ad 1 Area %ait 2 Area A%l 3 Wl
0.010 403.369 403.369 377.358 394.699
0.050 1290.667 1255.333 1224.976 1256.992
0.100 3034.405 3139.136 2994.907 3056.149
1.000 73831.200 69345.100 71933.800 71703.367
2.000 170977.000 176159.000 174744.000 173960.000
4.000 378819.000 370305.000 387080.000 378734.667




area

400000.000
350000.000
300000.000
250000.000
200000.000
150000.000
100000.000
50000.000
0.000

cyfluthrin

y = 94977x - 8487.9

*

R2 = 0.996

58

0.000 1.000 2.000 3.000 4.000 5.000

concentration mg/kg

Al 33 uansrAnuduTuSiBadunes cyfluthrin fissiupnududu 0.01 - 4.00 me/ke (R? = 0.996)

A19199 32 UAAIAIANTLTUVBS Fortified sample blank fiu Area Response 984 cypermethrin

ALTLTY cypermethrin

mg/kg Area ﬂ%ﬂ‘ﬁl 1 Area ﬂ%ﬂ‘ﬁl 2 Area ﬂ%"ﬂﬁ' 3 W
0.010 373.872 373.872 373.872 373.872
0.050 1257.515 1294.264 1294.264 1282.014
0.100 3252.731 3158.360 3164.566 3191.886
1.000 58468.400 58468.300 59980.900 58972.533
2.000 137807.000 137596.000 137549.000 137650.667
4.000 292404.000 292663.000 293578.000 292881.667
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cypermethrin

350000.000 -
300000000 y = 73487x - 5302.3
250000.000 R2 = 0.998

200000.000

area

150000.000
100000.000

50000.000

0.000

4.000 5.000

1.000

2.000

0.000 3.000

concentration mg/kg

AT 34 uansrnANEUTUSITRE e cypermethrin fisgdiupnandudu 0.01 - 4.00 mg/ke (R? = 0.998)

A919% 33 LAAIAIAULTNTUTDY Fortified sample blank iU Area Response ¥84 fenvalerate

ALTLTY fenvalerate

mg/kg Area ASaft 1 Area ASait 2 Area %3t 3 \de
0.010 309.829 308.640 309.829 309.432
0.050 899.687 888.452 888.452 892.197
0.100 2222.131 2229.779 2229.779 2227.230
1.000 51315.100 51380.900 51380.900 51358.967
2.000 123161.000 124219.000 123518.000 123632.667
4.000 262905.000 262817.000 264104.000 263275.333




area

300000.000

250000.000

200000.000

150000.000

100000.000

50000.000

0.000

0.000

fenvalerate

y = 66160x - 5335

Rz = 0.997

1.000

2.000

3.000

concentration mg/kg

4.000

5.000

60

Al 35 wansAAnuduRuSiBadunes fenvalerate fiszduaudutu 0.01 - 4.00 me/ke (R? = 0.997)

A919% 34 LAAIAIAULTNTUTDY Fortified sample blank iU Area Response %84 deltamethrin

ANV deltamethrin

me/kg Area ASad 1 Area A%ait 2 Area A%a 3 \ade
0.010 150.874 150.452 151.930 151.085
0.050 489.341 452.003 452.003 464.449
0.100 1262.861 1234.573 1234.573 1244.002
1.000 38055.700 38658.500 38171.300 38295.167
2.000 96396.000 96659.800 96659.800 96571.867
4.000 208915.000 208915.000 212202.000 210010.667
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daltamethrin
250000.000 —
200000.000 — y = 52762x - 5173.4
R? = 0.996
150000.000
4}
o
14}
100000.000
50000.000
0.000
0.000 1.000 2.000 3.000 4.000 5.000
concentration mg/kg

A 36 wansAANEUTUSILduYes deltamethrin fiszumnududu 0.01 - 4.00 me/ke (R? = 0.996)

2.4. Limit of detection (LOD)
LOD = 3 SD %39 LOD = 3 Signal/noise

2.4.1 Ap3739 Fortified sample blank %38 Fortified Sample Fiszdupandudu
i egatio 10 4 lnggnfiunsiiaas LOD fiszduaudiudu 0.005 me/ke Yo3aINgulnINTeea 31U
6 FUNET (lamdacyhalothrin, permethrin, cyfluthrin, cypermethrin, fenvalerate, deltamethrin) Wang

#gUA1 LOD WAarseAUAUTNTULAAIRINNTIN 35 - 36
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M19199 35 LAAINANITNTIVADU Accuracy wag Precision ¥83aMInAaaugl 31U 10 91 inudutduseau LOD = 0.005 vasansngulninsaun 31uiu 6 vin

a15 (%Recovery Lneusin1y Codex Wiy 50-120)

lamdacyhalothrin permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
. y 0.005 mg/ke 0.005 mg/kg 0.005 mg/kg 0.005 mg/kg 0.005 mg/kg 0.005 mg/kg
T ANUUNTY  Recovery  AMUNTU  Recovery  ANUWUNTU  Recovery AMUMNTU  Recovery AMMUNTUU  Recovery  ANULUNTUU  Recovery
(me/ke) (%) (mg/kg) (%) (mg/ke) (%) (mg/ke) (%) (mg/ke) (%) (mg/ke) (%)
1 0.0046 91.66 0.0060 119.69 0.0040 79.60 0.0050 100.85 0.0048 96.23 0.0040 79.23
2 0.0046 92.53 0.0056 112.22 0.0041 81.00 0.0048 96.56 0.0050 100.06 0.0041 81.31
3 0.0046 91.61 0.0060 120.00 0.0041 81.49 0.0054 108.41 0.0049 97.88 0.0039 78.96
4 0.0037 73.48 0.0050 99.17 0.0032 63.51 0.0045 89.99 0.0039 77.32 0.0040 79.39
5 0.0046 91.29 0.0059 117.70 0.0040 79.49 0.0057 113.93 0.0049 97.76 0.0038 75.86
6 0.0038 75.67 0.0049 98.13 0.0033 65.71 0.0044 87.50 0.0041 82.69 0.0033 66.55
7 0.0053 106.34 0.0056 112.18 0.0045 89.08 0.0052 103.88 0.0057 113.35 0.0046 92.34
8 0.0043 86.07 0.0048 96.22 0.0037 74.39 0.0048 96.42 0.0042 83.67 0.0035 69.35
9 0.0048 95.48 0.0050 100.17 0.0041 81.79 0.0055 110.58 0.0043 85.97 0.0038 75.51
10 0.0044 87.89 0.0051 102.21 0.0038 76.08 0.0051 101.21 0.0044 87.31 0.0035 70.23
Anade 0.0045 89.20 0.0054 107.86 0.0039 77.21 0.0050 100.93 0.0046 92.22 0.0038 76.87
A1 SD 0.0005 0.0005 0.0004 0.0004 0.0005 0.0004
% RSD 10.585 8.960 9.985 8.524 11.632 9.554
Predicted
Horwitz
%RSD 23.849 23.177 24.373 23.410 23.730 24.389
Horrat

(et < 2) 0.444 0.387 0.410 0.364 0.490 0.392
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> 2 HANNSNAADUINNLAIDILAALATUNNINT N (GC) WARIFINISI9N 15

M19197 36 Uaneen signal/Noise 3MNNTNAFRU 10 41915AU LOD vsansngulninsesn uiavyiin

64

2.4.2 8udum1 LOD 210 signal/Noise Uasansiaazviln inausieonsu signal/Noise

Y

y ALY Signal/noise (n=10)
NRGEE ;
(mg/kg) %29 S/N Aade + SD
lamdacyhalothrin 0.0005 28.90 - 32.00 30.67 + 1.144
permethrinl 0.0005 8.00 - 8.70 8.37 + 0.206
permethrin2 0.0005 4.70 - 5.20 498 + 0.162
cyfluthrinl 0.0005 5.50 - 5.80 5.68 + 0.132
cyfluthrin2 0.0005 5.30 - 6.00 5.53 + 0.295
cyfluthrin3 0.0005 4.40 - 4.80 4.54 + 0.184
cyfluthring 0.0005 4.10 - 4.70 4.36 + 0.204
cypermethrinl 0.0005 5.30 - 5.90 5.70 £ 0.226
cypermethrin2 0.0005 4.30 - 5.00 4.54 + 0.291
cypermethrin3 0.0005 3.00 - 3.40 3.18 £ 0.155
cypermethrind 0.0005 3.50 - 3.90 3.68 + 0.155
fenvaleratel 0.0005 9.00 - 10.10 9.52 + 0.499
fenvalerate2 0.0005 5.30 - 5.70 5.48 + 0.155
deltamethrin 0.0005 7.00 - 8.50 7.60 £ 0.594

2.5. Limit of Quantitation (LOQ)

W38 Fortified sample blank fiadududusiilaefiansamiain a1 LOQ = 10 SD

%30 LOQ = 10 Signal/noise anin15AILIUAT LOQ 910 Signal/noise 184lATUNINLATUANNLATDILDN

MTIVVATIEN (1389 GC-ECD) nudansngulninsess 119 6 viiaiiA1 LOQ = 0.01 me/kg 518auLdEANS

ATUIBLARIAINITINN 37 Lazalllun15ILAT189 Fortified sample blank %38 Fortified sample 152U

LOQ 113U 10 91 HANTNAABUMIUANTINN 38 - 39 LiNefigatl Accuracy wag Precision
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A1519% 38 WAAIAT LOQ MNNISATWIN Signal/noise IMNMINAABULINTEAU LOD vasasngulninsoss

wiazuia
fisyfu LOD fiszsiu LOQ
4o s —— Signal/noise LOQ = 10 AULTNTY
(n=10) Signal/noise (mg/ke)
(mg/ke) . 4

AR + SD (mg/ke) LOQ
lamdacyhalothrin 0.005 30.67 + 1.144  0.016 + 1.144 0.01
permethrinl 0.005 8.37 + 0.206 0.016 + 0.206 0.01
permethrin2 0.005 498 + 0.162 0.016 + 0.162 0.01
cyfluthrinl 0.005 5.68 +0.132 0.016 + 0.132 0.01
cyfluthrin2 0.005 553 + 0.295 0.016 + 0.295 0.01
cyfluthrin3 0.005 4.54 + 0.184 0.016 + 0.184 0.01
cyfluthring 0.005 4.36 + 0.204 0.016 + 0.204 0.01
cypermethrinl 0.005 570 + 0.226 0.016 + 0.226 0.01
cypermethrin2 0.005 4.54 + 0.291 0.016 + 0.291 0.01
cypermethrin3 0.005 3.18 £ 0.155 0.016 £ 0.155 0.01
cypermethrind 0.005 3.68 + 0.155 0.016 £ 0.155 0.01
fenvaleratel 0.005 9.52 + 0.499 0.016 + 0.499 0.01
fenvalerate2 0.005 548 + 0.155 0.016 + 0.155 0.01
deltamethrin 0.005 7.60 + 0.594 0.016 + 0.594 0.01




M19199 39 LAAINANIINIIVADU Accuracy wag Precision ¥8aMInaaaugl 31U 10 91 innudutdusedu LOQ = 0.01 vasansnaulninsesd

U 6 VUAANT (%Recovery LnueinL Codex Winu 50-120)
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lamdacyhalothrin 0.01 permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
. y me/kg 0.01 mg/kg 0.01 mg/kg 0.01 mg/ks 0.01 mg/kg 0.01 mg/kg
AIUIUGN Y Y Y — a— a—
ANUYNYU  Recovery ANUYNVU  Recovery ANMUIUVU  Recovery  ANMULVUUVU  Recovery AINULYUYU Recovery  A37UWUYU  Recovery
(me/ke) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/ke) (%) (mg/ke) (%)
1 0.009 88.00 0.010 96.00 0.009 85.00 0.009 92.00 0.010 104.00 0.010 100.00
2 0.011 107.00 0.012 115.00 0.011 106.00 0.012 116.00 0.012 115.00 0.011 109.00
3 0.011 112.00 0.012 117.00 0.011 113.00 0.010 102.00 0.012 120.00 0.012 117.00
4 0.010 96.00 0.010 102.00 0.010 102.00 0.010 102.00 0.011 114.00 0.011 113.00
5 0.010 99.00 0.010 104.00 0.010 97.00 0.010 101.00 0.011 107.00 0.011 105.00
6 0.011 107.00 0.012 115.00 0.011 106.00 0.012 116.00 0.012 115.00 0.010 99.00
7 0.011 112.00 0.012 117.00 0.011 113.00 0.010 101.00 0.011 114.00 0.012 116.00
8 0.010 96.00 0.010 102.00 0.009 94.00 0.010 102.00 0.011 114.00 0.011 113.00
9 0.010 99.00 0.010 104.00 0.010 97.00 0.010 101.00 0.011 105.00 0.010 100.00
10 0.010 96.00 0.010 102.00 0.009 94.00 0.010 102.00 0.011 114.00 0.011 113.00
Anade 0.010 101.20 0.011 107.40 0.010 100.70 0.010 103.50 0.011 112.20 0.011 108.50
#1 SD 0.001 0.001 0.001 0.001 0.001 0.001
% RSD 7.833 7.215 8.907 7.001 4.560 6.419
Predicted
Horwitz
%RSD 21.082 20.894 21.098 21.011 20.757 20.862
Horrat
(neual < 2) 0.372 0.345 0.422 0.333 0.220 0.308
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2.6. Accuracy

2.6.1 AU Reagent blank, Sample blank way Fortified sample AszAuAM
WNTUNElUYTIN1TAEOU (Ranges) NSEAUANULTNTUAILAT LOQ V8dlsiazaiingis 0.01 - 4.00 me/kg
FLluNIINeaaUITAva 10 91

2.6.2. WAWaAEvBINANAROU Fortified Sample (X,) kg Sample blank (X;)

2.6.3 Uszliiu Accuracy 91nA1 Recovery

X, =X
% Recovery = (%)*100

A
o)
e
=b.
(@)

I

anudidures AT uduadlufegig
X, = enduduvesanslusnegnsilifinansinnssm (Sample blank)
X, = eududuadevesnanesguiiialdivdannifuasuinsgiu
2.6.4 LNEUTIN1588USY Recovery 14 Analyte recovery YDIFIIANAINNYILN
wias wazendninnAsliuenns (Codex)
2.6.5 NAN15MFIAOU Accuracy VesasNaulnaNsosn 188 BANINATTIT
40 — 47
NANTINAAOUTILALLBEANINANTIST 40 - 47
2.7. 13738dU Precision
2.7.1 we@au Fortified sample fisgdupnududunielugisnismeasu (Ranges)
Fszumnududunuen LOQ il 0.01 - 4.00 me/ke Afiunmsvadeusyiuas 10 91
2.7.2 Tufinnansvadeyu AuinALaiy X uag SD U8INaNITVAFaY

2.7.3 @134 %CV = %RSD

% Rsp = P <100

2.7.4 Usediy Precision 1ag/ld HORRAT (Horwitz’ s ratio) %38 211 % RSD

HORRAT (Horwitz” s ratio) = % RSD 2100150894

Predicted Horwitz RSD
Predicted Horwitz RSD Auiadl@ann Horwitz equation
Repeatability :RSD = 0.66x2 (1051089
2.7.5 NAN1TM3I98BU Precision sUaQﬁ'l’iﬂEJ:JJVLW%‘W'iBEJﬁ 'ﬁ’WEJﬁ%LSEJﬂG\']JJW']i’Nﬁ
a0 - 47

WNUNNISDUTU



1. manauaiivualaeiluues Precision, %RSD 489 AOAC Peer — Verified Methods. Nov.

1993

[

2. ,nUNEBNSUAT HORRAT (Horwitz’s ratio) matl

a . ' = ¢ o a a
M19190 40 a§UNaﬂ7§W@a@U Accuracy Wae Precision sﬂaﬂa'ﬁﬂqul‘v\ﬁms@ﬁﬂ UIU 6 VUAATT NAINU

2.1 AOAC < 2

2.2 Codex, EU < 2

Watusn9e) Tutaan1sldeu (Range)

%ami AULVUTY _ Accuracy Precision
X +SD _

Spike Recovery LNEUN % RSD HORRAT

ek T (%) %) st < 2
Lamda 0.01 0.01+0.001 101.20 70-120 7.833 0.372
cyhalothrin 0.05 0.04 + 0.002 73.45 70-120 6.768 0.390
0.10 0.08 + 0.004 81.93 70-120 4.894 0.318
0.50 0.46 +0.007 92.87 70-110 1.470 0.124
1.00 0.87 +0.033 87.28 70-110 3.762 0.349
2.00 1.88 + 0.049 93.87 70-110 2.597 0.270
4.00 3.86 + 0.104 96.54 70-110 2.694 0.313
permethrin 0.01 0.01 +0.001 107.40 70-120 7.215 0.345
0.05 0.05+ 0.001 92.66 70-120 2.134 0.127
0.10 0.10 +0.003 95.59 70.120 3.425 0.228
0.50 0.50 + 0.005 99.52 70-110 0.990 0.084
1.00 0.82 +0.022 82.36 70-110 2.631 0.242
2.00 1.77 +0.026 88.53 70-110 1.491 0.154
4.00 3.17 +0.129 79.24 70-110 4.073 0.459
cyfluthrin 0.01 0.01 +0.001 100.70 70-120 8.907 0.422
0.05 0.04+ 0.001 73.04 70-120 3.266 0.188
0.10 0.08+ 0.004 82.45 70-120 4.634 0.301
0.50 0.47+0.011 94.46 70-110 2.366 0.200
1.00 0.87+ 0.035 86.78 70-110 3.996 0.370
2.00 1.82 + 0.040 90.82 70-110 2.224 0.230
4.00 3.92 +0.077 98.10 70-110 1.950 0.227
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cypermethrin

0.01
0.05
0.10
0.50
1.00
2.00
4.00

0.01 +0.001
0.04 +0.002
0.08 +0.003
0.40 +0.011
0.85 +0.029
1.88 +0.097
3.94 +0.301

103.50
74.38
84.24
80.16
85.39
94.17
98.36

70-120
70-120
70-120
70-110
70-110
70-110
70-110

7.001
4.587
4.111
2.653
3.392
5.130
7.657

0.333
0.265
0.268
0.219
0.314
0.534
0.891

(s18) M13199 40 A3UNANITVIAEBU Accuracy wag Precision vadansngulnivsess §1uu 6 vilnans 9

AILLTUA199) Turnensl49eu (Range)

JIoans

AULUUTY _ Accuracy Precision
Spike X £50 Recovery LAEU % RSD HORRAT
(mg/kg) (mg/k) (%) (%) e < 2
fenvalerate 0.01 0.01 +0.001 112.20 70-120 4.560 0.220
0.05 0.04 +0.001 71.24 70-120 1.514 0.087
0.10 0.08 + 0.006 79.41 70-120 7.377 0.477
0.50 0.50 +0.012 94.38 70-110 2.534 0.214
1.00 0.85 +0.033 85.28 70-110 3.825 0.354
2.00 1.80 +0.113 89.49 70-110 6.303 0.651
4.00 3.80 +0.077 95.07 70-110 2.027 0.235
deltamnethrin 0.01 0.01 +0.001 108.50 70-120 6.419 0.308
0.05 0.04 +0.001 73.67 70-120 3.951 0.228
0.10 0.08 + 0.004 80.05 70-120 4.979 0.322
0.50 0.50 +0.018 96.94 70-110 3.677 0.312
1.00 0.85 +0.033 85.00 70-110 3.843 0.355
2.00 1.97 +0.051 98.24 70-110 2.586 0.271
4.00 4.31+0.082 107.77 70-110 1.914 0.226
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M19199 41 UAAINANIINTIVADU Accuracy wag Precision ¥8amMInaaaugl 31w 10 91 indudutu 0.01 vesansngulnivsous

1IN 6 VUAANT (%Recovery LnueinL Codex Winfu 70-120)

72

lamda cyhalothrin permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
. y 0.01 mg/kg 0.01 mg/kg 0.01 mg/kg 0.01 mg/kg 0.01 mg/kg 0.01 mg/kg
IUIUGN Y Y Y — a— a—
ANUYNYU  Recovery ANMUYUVY  Recovery ANMUVUVU  Recovery  ANMULVUUYU  Recovery AINULYUYU Recovery  A37UWUYU  Recovery
(me/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/ke) (%) (mg/ke) (%)
1 0.009 88.00 0.010 96.00 0.009 85.00 0.009 92.00 0.010 104.00 0.010 100.00
2 0.011 107.00 0.012 115.00 0.011 106.00 0.012 116.00 0.012 115.00 0.011 109.00
3 0.011 112.00 0.012 117.00 0.011 113.00 0.010 102.00 0.012 120.00 0.012 117.00
a4 0.010 96.00 0.010 102.00 0.010 102.00 0.010 102.00 0.011 114.00 0.011 113.00
5 0.010 99.00 0.010 104.00 0.010 97.00 0.010 101.00 0.011 107.00 0.011 105.00
6 0.011 107.00 0.012 115.00 0.011 106.00 0.012 116.00 0.012 115.00 0.010 99.00
7 0.011 112.00 0.012 117.00 0.011 113.00 0.010 101.00 0.011 114.00 0.012 116.00
8 0.010 96.00 0.010 102.00 0.009 94.00 0.010 102.00 0.011 114.00 0.011 113.00
9 0.010 99.00 0.010 104.00 0.010 97.00 0.010 101.00 0.011 105.00 0.010 100.00
10 0.010 96.00 0.010 102.00 0.009 94.00 0.010 102.00 0.011 114.00 0.011 113.00
Anade 0.010 101.20 0.011 107.40 0.010 100.70 0.010 103.50 0.011 112.20 0.011 108.50
#1 SD 0.001 0.001 0.001 0.001 0.001 0.001
% RSD 7.833 7.215 8.907 7.001 4.560 6.419
Predicted
Horwitz
%RSD 21.082 20.894 21.098 21.011 20.757 20.862
Horrat
(neual < 2) 0.372 0.345 0.422 0.333 0.220 0.308




= [

Y Y

A151991 42 LERINANIIATIVEDU Accuracy Wag Precision 984115NAABULIIIUIU 10 91 NTEAUAMMTLUY

U 6 BUAANT (%Recovery tnausimal Codex Wiy 70-120)

0.05 mg/kg vosasngulnINTaEa

73

lamda cyhalothrin permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
. y 0.05 mg/kg 0.05 mg/kg 0.05 mg/kg 0.05 mg/kg 0.05 mgrkg 0.05 mgrkg
IUIULGN P— a— a— ra— P a—
AINUYUYY  Recovery ANMUANUVY  Recovery ANMUVUVU  Recovery  ANMULIUVU  Recovery AINULYNVY Recovery  A3WUNYU  Recovery
(me/ke) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/ke) (%) (mg/kg) (%)
1 0.043 86.89 0.048 96.20 0.0354 70.80 0.038 76.00 0.036 71.60 0.037 74.67
2 0.036 71.50 0.047 94.80 0.0374 74.80 0.038 76.40 0.036 71.40 0.037 74.60
3 0.036 72.19 0.047 93.20 0.0354 70.80 0.038 76.80 0.037 73.40 0.039 77.00
4 0.035 70.18 0.047 93.60 0.0364 72.86 0.037 73.80 0.035 70.80 0.039 78.80
5 0.036 71.40 0.046 92.80 0.0394 78.80 0.037 74.20 0.035 70.00 0.038 75.00
6 0.038 75.63 0.045 90.60 0.0364 72.86 0.036 71.80 0.036 71.54 0.036 72.00
7 0.036 72.96 0.047 93.00 0.0364 72.80 0.041 81.60 0.035 70.00 0.035 70.80
8 0.036 71.39 0.045 89.60 0.0364 72.86 0.035 70.80 0.036 71.66 0.035 70.40
9 0.035 70.18 0.046 91.40 0.0365 72.92 0.036 71.20 0.035 70.00 0.037 73.47
10 0.036 72.19 0.046 91.40 0.0354 70.87 0.036 71.20 0.036 72.00 0.035 70.00
Aade 0.03672 73.45 0.046 92.66 0.0365 73.04 0.037 74.38 0.036 71.24 0.037 73.67
#1 SD 0.002 0.001 0.001 0.002 0.001 0.001
% RSD 6.768 2.134 3.266 4.587 1514 3.951
Predicted
Horwitz
%RSD 17.364 16.768 17.379 17.332 17.444 17.356
Horrat
(e < 2) 0.390 0.127 0.188 0.265 0.087 0.228




= [

Y Y

A151991 43 LEAINANIINTIVEDU Accuracy Wag Precision YBINITNAADULITIUIU 10 B NTLAUANULVUUU

U 6 BUAANT (%Recovery Lnausimu Codex Wiy 70-120)

0.10 mg/kg vosasngulnINTaEa

74

lamda cyhalothrin permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
0.10 me/kg 0.10 mg/kg 0.10 mg/kg 0.10 mg/kg 0.10 mg/kg 0.10 mg/kg
$ruuth . .  Recovery o o .. .. o
AINULYUYU %) ANUYNYY  Recovery ANUANYU  Recovery ANMULIUVU  Recovery AINULYNVY Recovery  A3UNYU  Recovery
(me/ke) ( (mg/ke) (%) (mg/ke) (%) (mg/kg) (%) (mg/ke) (%) (mg/ke) (%)
1 0.088 88.40 0.101 100.60 0.089 88.60 0.089 89.40 0.087 87.30 0.087 86.70
2 0.075 74.90 0.090 90.00 0.075 75.20 0.078 77.50 0.074 74.10 0.073 72.50
3 0.082 82.00 0.095 95.00 0.082 81.90 0.084 83.60 0.080 80.30 0.079 79.10
4 0.085 84.60 0.100 99.80 0.085 84.50 0.087 86.80 0.082 82.30 0.080 79.80
5 0.079 78.90 0.093 92.50 0.080 80.00 0.082 81.70 0.079 78.60 0.077 77.40
6 0.081 80.60 0.096 95.90 0.082 81.90 0.084 84.30 0.081 80.90 0.080 80.40
7 0.078 77.50 0.093 92.60 0.079 78.60 0.081 80.90 0.077 77.40 0.077 76.70
8 0.085 85.00 0.097 97.30 0.086 85.60 0.087 87.00 0.084 84.20 0.084 83.90
9 0.084 83.70 0.096 96.10 0.084 84.10 0.086 85.60 0.083 82.60 0.082 82.00
10 0.084 83.70 0.096 96.10 0.084 84.10 0.086 85.60 0.066 66.40 0.082 82.00
Aady 0.082 81.93 0.096 95.59 0.082 82.45 0.084 84.24 0.079 79.41 0.080 80.05
A1 SD 0.004 0.003 0.004 0.003 0.006 0.004
% RSD 4.894 3.425 4.634 4.111 7.377 4.979
Predicted
Horwitz 15.389 15.036 15.374 15.325 15.461 15.443
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%RSD

Horrat

(e < 2) 0.318 0.228 0.301 0.268 0.477 0.322

= . o 9 o 9 A [ Y v ! = s
13199 44 LEAINANITATIVEDYU Accuracy e Precision UanN15NAda U813 1uIU 10 91 N5eaUANULTUTUE 0.50 me/ke mamwmqﬂwamam

U 6 BUAANT (%Recovery Lnausimd Codex Wiy 70-110)

lamdacyhalothrin permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
. y 0.50 mg/kg 0.50 mg/kg 0.50 mg/kg 0.50 mg/kg 0.50 mg/kg 0.50 mg/kg
IUIUGN — — — — — —
AINUYUYY  Recovery  ANMUANUVY  Recovery ANMUIUVU  Recovery  ANMULUUVU  Recovery AINULYNVY Recovery  A3WUNYW  Recovery
(mg/ke) (%) (mg/ke) (%) (mg/ke) (%) (mg/ke) (%) (mg/ke) (%) (mg/ke) (%)
1 0.456 91.12 0.500 100.00 0.458 91.60 0.394 78.80 0.460 92.00 0.465 93.00
2 0.455 91.00 0.494 98.80 0.455 91.00 0.386 77.20 0.450 90.00 0.450 90.00
3 0.460 92.00 0.492 98.40 0.465 93.00 0.383 76.60 0.464 92.80 0.478 95.60
4 0.458 91.60 0.492 98.40 0.463 92.60 0.407 81.40 0.462 92.40 0.473 94.60
5 0.473 94.60 0.508 101.60 0.481 96.20 0.408 81.60 0.478 95.60 0.487 97.40
6 0.465 93.00 0.497 99.40 0.476 95.20 0.396 79.20 0.477 95.40 0.492 98.40
7 0.465 93.00 0.494 98.80 0.474 94.80 0.402 80.40 0.477 95.40 0.497 99.40
8 0.471 94.20 0.499 99.80 0.484 96.80 0.408 81.60 0.484 96.80 0.503 100.60
9 0.470 94.00 0.501 100.20 0.483 96.60 0.415 83.00 0.483 96.60 0.499 99.80
10 0.471 94.20 0.499 99.80 0.484 96.80 0.409 81.80 0.484 96.80 0.503 100.60
Aade 0.46 92.87 0.498 99.52 0.472 94.46 0.401 80.16 0.472 94.38 0.485 96.94
#1 SD 0.007 0.005 0.011 0.011 0.012 0.018

% RSD 1.470 0.990 2.366 2.653 2.534 3.677
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Predicted
Horwitz
%RSD 11.852 11.730 11.822 12.118 11.824 11.776
Horrat

(e < 2) 0.124 0.084 0.200 0.219 0.214 0.312

WU 6 v¥inaNs (%Recovery nausin1y Codex Windiu 70-110)

=

[y

v v

A151991 45 LEAINaNIINTIVEDU Accuracy Wag Precision YBINITNAADULIIIUIU 10 B NTLAUANULVNYU

1.00 mg/kg vadansngulnivsoss

lamdacyhalothrin permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
. Y 1.00 mg/ke 1.00 mg/ke 1.00 meg/kg 1.00 mg/ke 1.00 mg/ke 1.00 mg/ke
B ANUUNTY  Recovery AMMLULTU  Recovery AMMNTU  Recovery  AMMLTU  Recovery  AIMUNTW  Recovery  AALUNTUU  Recovery
(mgrkg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/ke) (%)
1 0.866 86.60 0.826 82.60 0.862 86.20 0.853 85.30 0.851 85.10 0.848 84.80
2 0.816 81.60 0.799 79.90 0.825 82.50 0.818 81.80 0.815 81.50 0.811 81.10
3 0.891 89.10 0.814 81.40 0.843 84.30 0.835 83.50 0.831 83.10 0.825 82.50
4 0.824 82.40 0.800 80.00 0.829 82.90 0.820 82.00 0.814 81.40 0.809 80.90
5 0.864 86.40 0.803 80.30 0.840 84.00 0.831 83.10 0.825 82.50 0.826 82.60
6 0.878 87.80 0.825 82.50 0.871 87.10 0.853 85.30 0.846 84.60 0.843 84.30
7 0.924 92.40 0.869 86.90 0.927 92.70 0.905 90.50 0.894 89.40 0.883 88.30
8 0.875 87.50 0.822 82.20 0.875 87.50 0.860 86.00 0.862 86.20 0.869 86.90
9 0.895 89.50 0.839 83.90 0.903 90.30 0.882 88.20 0.895 89.50 0.893 89.30
10 0.895 89.50 0.839 83.90 0.903 90.30 0.882 88.20 0.895 89.50 0.893 89.30




7

Aady 0.873 87.28 0.824 82.36 0.868 86.78 0.854 85.39 0.853 85.28 0.850 85.00
f1 SD 0.033 0.022 0.035 0.029 0.033 0.033
% RSD 3.762 2.631 3.992 3.392 3.825 3.843
Predicted
Horwitz
%RSD 10.778 10.873 10.788 10.814 10.816 10.821
Horrat
(e < 2) 0.349 0.242 0.370 0.314 0.354 0.355

< . o 9 o 9 A [ Y v | = s
13199 46 LEAPINANITATIVEDYU Accuracy e Precision U9anN15NAda U813 WU 10 91 NIeAUANULVUVU 2.00 me/ke %@Qﬁ?iﬂﬁjﬂﬂ‘lﬁli%i@ﬂ@

WU 6 ¥ilnaT (%Recovery Inausin1y Codex Windiu 70-110)

lamdacyhalothrin permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
. A y2<10 me/kg 505) me/kg ,,2'80 me/kg ,,2'80 me/kg yz.i)o meg/kg yz.go me/kg
AINUYUYY  Recovery ANUANYU  Recovery ANMUVUVU  Recovery  ANMULIUVU  Recovery AINULYNVU Recovery  A3WNYW  Recovery
(mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/ke) (%)
1 1.828 91.40 1.761 88.05 1.765 88.25 1.770 88.50 1.703 85.15 1.912 95.60
2 1.881 94.05 1.793 89.65 1.818 90.90 1.665 83.25 1.793 89.65 1.982 99.10
3 1.862 93.10 1.767 88.35 1.804 90.20 1.926 96.30 1.761 88.05 1.974 98.70
4 1.839 91.95 1.745 87.25 1.767 88.35 1.882 94.10 1.693 84.65 1.896 94.80
5 1.872 93.60 1.762 88.10 1.808 90.40 1.919 95.95 1.751 87.55 1.967 98.35
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6 1.902 95.10 1.779 88.95 1.837 91.85 1.951 97.55 1.783 89.15 2.004 100.20
7 1.987 99.35 1.833 91.65 1.911 95.55 1.997 99.85 1.833 91.65 2.077 103.85
8 1.896 94.80 1.761 88.05 1.819 90.95 1.920 96.00 2.089 104.45 1.941 97.05
9 1.892 94.60 1.763 88.15 1.817 90.85 1.923 96.15 1.746 87.30 1.947 97.35
10 1.814 90.70 1.742 87.10 1.817 90.85 1.881 94.05 1.746 87.30 1.947 97.35
Anade 1.877 93.87 1.771 88.53 1.816 90.82 1.883 94.17 1.790 89.49 1.965 98.24
A1 SD 0.049 0.026 0.040 0.097 0.113 0.051
% RSD 2.597 1.491 2.224 5.130 6.303 2.586
Predicted
Horwitz
%RSD 9.605 9.690 9.653 9.600 9.674 9.539
Horrat
(neuedt < 2) 0.270 0.154 0.230 0.534 0.651 0.271

< . o 9 o 9 A [ Y v | = s
13199 47 LEAPINANITATIVEDY Accuracy e Precision U9aN15NAda U813 1uIU 10 91 N5eaUANULVUVU 4.00 me/ke %@Qﬁ?iﬂﬁjﬂﬂ‘lﬁli%i@ﬂ@

U 6 vinas (%Recovery nausin1y Codex WinAu 70-110)

lamdacyhalothrin permethrin cyfluthrin cypermethrin fenvalerate deltamethrin
0 ¥ 4.00 mg/k 4.00 mg/k 4.00 meg/k 4.00 mg/k 4.00 meg/k 4.00 meg/k
Q’]uPJuszjf] ¥ v mg g v ¥ mg g v ¥ mg g v ¥ mg g ¥ v mg g v ¥ mg g
AINUYNYY  Recovery ANUANYU  Recovery ANMUVUVU  Recovery  ANMULIUVY  Recovery AINUYNVU Recovery  A3UNYU  Recovery
(mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%) (mg/kg) (%)
1 3.916 97.91 3.059 76.48 3.996 99.91 4.081 102.02 3.729 93.21 4.281 107.04

2 3.759 93.98 3.170 79.24 3.823 95.58 3.948 98.70 3.7271 93.18 4.297 107.41
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3 3.869 96.72 3.171 79.27 3911 97.77 3.999 99.98 3.834 95.86 4.296 107.40
4 3.723 93.09 3.108 77.70 3.823 95.58 4.003 100.06 3.745 93.64 4.208 105.20
5 3.723 93.09 3.108 77.70 3.823 95.58 4.006 100.15 3.745 93.64 4.208 105.20
6 3.838 95.94 3.201 80.03 3911 9r.17 4.015 100.38 3.831 95.78 4.274 106.86
7 3.927 98.17 3.196 79.89 3.987 99.68 3.086 77.15 3.929 98.22 4.423 110.58
8 3.890 97.26 3.117 77.93 3.987 99.68 4.066 101.64 3.900 97.49 4.435 110.87
9 4.054 101.35 3.507 87.67 3.983 99.56 4.062 101.55 3.859 96.46 4.404 110.10
10 3.916 97.91 3.059 76.48 3.996 99.91 4.081 102.02 3.729 93.21 4.281 107.04
Anade 3.862 96.54 3.170 79.24 3.924 98.10 3.935 98.36 3.803 95.07 4.311 107.77
A1 SD 0.104 0.129 0.077 0.301 0.077 0.082
% RSD 2.694 4.073 1.950 7.657 2.027 1.914
Predicted
Horwitz
9%RSD 8.617 8.877 8.596 8.593 8.637 8.475
Horrat
(neusdt < 2) 0.313 0.459 0.227 0.891 0.235 0.226
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1.1. N15W1A" Specificty/Selectivity @13ngueainiluneanasa 91w 10 ¥llaans (dichlorvos,
diazinon, pirimiphos-methyl, chlorpyrifos, malathion, fenitrothion, profenofos, ethion, triazophos, EPN) #n
giinfivhnisnsiaaeuanaldldveds fanuanzanzadhinudyyinsuniuain Matrix

1.2. 31N13AgUAT LOD nudians ansngueesniluneanasadnuiu 6 ¥ilaans (dichlorvos,
diazinon, pirimiphos-methyl, chlorpyrifos, fenitrothion, ethion) LOD = 0.01 mg/kg WagwuI1 31U 3 wila
@13 (malathion, triazopho, EPN) LOD = 0.02 mg/kg Wkag profenofos LOD = 0.05 mg/kg

1.3. nM5#igaen LOQ vesansngueainilurleanasa wuiid LOQ = 0.02 mg/kg 9113 5 %iln
@19 (dichlorvos, diazinon, pirimiphos-methyl, fenitrothion, ethion) LagsEAu LOQ = 0.05 mg/kg 31U 2
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profenofos) LOQ

1.4. 939113599@0U (Range) wuitarsnguaainilureanasa 1udu 9 ¥iaans (dichlorvos,
diazinon, pirimiphos-methyl, chlorpyrifos, malathion, fenitrothion, ethion, triazophos, EPN) Y318 @n
Range 11U 0.01 — 4.00 mg/kg WAEWUINENT profenofos &A1 Range iU 0.05 — 4.00 mg/kg

1.5 nuansnduessnilunleaesa sia 10 wiinans nsvaeuanududunss (Linearity) loian
ANUFNTUSLTEY (Coefficient of determination : R?) agluinauginiseeusu (A1 R? > 0.995)

1.6 nan15MgUAIUYNFABY (Accuracy) Yosasngueasnluneanesa 911U 10 ¥laans
(dichlorvos, diazinon, pirimiphos-methyl, chlorpyrifos, malathion, fenitrothion, profenofos, ethion,
triazophos, EPN) #UJ1HANINAGBUAIINYNHDS (Accuracy) 1913011990AN Recovery NnseRUAIMIENTUT
ATIVADUNIUANLNUTINTEONTUTIB Codex, 1993

1.7 wazAuLiies (Precision) Ye9a13ngueainilureanasa 39uiu 10 ¥inans (dichlorvos,
diazinon, pirimiphos-methyl, chlorpyrifos, malathion, fenitrothion, profenofos, ethion, triazophos, EPN)
wudnaLies (Precision) Busnasimamdnadanininun sanasiniseensulaeialures Precision, %RSD w84
AOAC Peer - Verified Methods. Nov. 1993 hagsnaumeausuan HORRAT (Horwitz’s ratio) (AOAC < 2, Codex,
EU < 2)
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naaesildamsot W iduisesgudmiviinnginaaeumansiivandanguasfunlunoane faluunsly
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2.1. N19%1A1 Specificty/Selectivity v osa1sngulninsesd d1u2u 6 viaans
(lamdacyhalothrin, permethrin, cyfluthrin, cypermethrin, fenvalerate, deltamethrin) wﬂsuﬁmaﬁﬁ'ﬁ’]ms

=

aaaauAUldlavesis dnnuanizianzalunudygasuniuain Matrix
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2.2. n13W@auA1 LOD wudnansnqulninsesn 91u7u 6 ¥inans (lamdacyhalothrin,
permethrin, cyfluthrin, cypermethrin, fenvalerate, deltamethrin) LOD = 0.005 mg/kg

2.3. M3figatian LOQ vesansngulninsess 31uu 6 vlinans (lamdacyhalothrin, permethrin,
cyfluthrin, cypermethrin, fenvalerate, deltamethrin) Wu31 LOQ = 0.01 mg/kg

2.4. ¥3911390@0u (Range) Wuinansngulninsasend 9117y 6 ¥linans (lamdacyhalothrin,
permethrin, cyfluthrin, cypermethrin, fenvalerate, deltamethrin) w U318@n Range 1A U 0.005 — 4.00
me/kg

2.5 wuhansngulnivsesd i 6 viinans nsnaeummBudunss (Linearity) T udusiug
Wy (Coefficient of determination : R?) egluinausinisgensu (A1 R? 2 0.995)

26 NaN15NgANAIIUYNA B (Accuracy) ¥sa1IngulnInseed d1ulu 6 yinans
(lamdacyhalothrin, permethrin, cyfluthrin, cypermethrin, fenvalerate, deltamethrin) NUITHANISNAADU
ANQNFBA (Accuracy) HA15011910A1 Recovery YnsERUANIITNTUTInT 9 UHUAMINATINTEDL U VDS
Codex, 1993

27 wan13figauaauLiiog (Precision) vesa1sngulninsesd s1uu 6 vinans
(lamdacyhalothrin, permethrin, cyfluthrin, cypermethrin, fenvalerate, deltamethrin) NUIINANISNAZDU
AULTIBS (Precision) NIULNUTAIUNENERRTIAIMUA Aanaeinsensulaesialuves Precision, %RSD U84
AOAC Peer - Verified Methods. Nov. 1993 uagintueigeusus1 HORRAT (Horwitz’s ratio) (AOAC < 2, Codex,
EU < 2)
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