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nan1snsavaeuauldldvetisinsginiinaaiseangnd s1uau 12 ¥fiaans Miun lamda-
cyhalothrin, deltamethrin, carbayl, carbosulfan, triazophoa, dimethoate, diazinon, benomyl,
pirimiphos-methyl, ethion, carbendazim, &g glyphosate Fehasrzidewaia Gas Chromatograph
(GCO) aztnatia High Performance Liquid Chlormatography (HPLC) Wud1 A1 range agj’[,mm 0.01 - 2.00
mg/ml ¢ linearity agflu 0.5 - 2.0 mg/ml (R? = 0.999) Auusiug (precision) ¥aa3s AT IEMUsELliume
A1 HORRAT naaauvn 2 35n15Wu3nA1 HORRAT < 2 WagAsIRaeuAugneed (accuracy) ¥8935n15310A7
%recovery 8¢TuY19 98 - 102% Auinal (USUIa1s = 10% vas AOAC 1993) LagnII9d8y
robustness/ruggedness ¥0435n15 Wuinilen HORRAT agluinadi HORRAT < 2 489 AOAC 1993
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Abstract / Synopsis

Agricultural Hazardous Substances Analysis Laboratory Office of Agricultural Research and
Development Region 4 has a mission to analyze the quality of toxic agricultural products in the
region. Responsible for 9 lower northeastern regions to confirm the characteristics of the test
method With accuracy and reliability according to international standards.

The results of validation of the method for determining the amount of active ingredients in
12 types of substances, namely lamda-cyhalothrin, deltamethrin, carbayl, carbosulfan, triazophoa,
dimethoate, diazinon, benomyl, pirimiphos-methyl, ethion, carbendazim, and glyphosate, which
were analyzed by technique Gas Chromatograph (GC) and High Performance Liquid Chlormatography
(HPLC) techniques have found that the range is in the range of 0.01 - 2.00 mg / ml. The linearity is in
0.5 - 20 mg / ml (R2 = 0.999). Evaluated with HORRAT test for 2 methods. HORRAT <2 and
validation (acc uracy) of methods from% recovery values in the range of 98 - 102% according to the
criteria (> 10% of AOAC 1993) and examining the robustness / ruggedness of the method. It is found
that HORRAT values are in HORRAT <2 of AOAC. 1993

The results of validation of the method used to analyze all 12 active substances, the
substances mentioned above Shows how to analyze the amount of active ingredients that provide
test results With accuracy and accuracy Accepted according to international standards And
laboratory analysis of agricultural hazardous substances The Office of Agricultural Research and
Development Region 4 can be used as a standard method for determining the amount of active
ingredient. And is a supplementary information for applying to extend the scope of ISO / IEC 17025

certification.
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Plant Inspection and Production Development Group. Office of Agricultural Research and

Development Region 4. PO Box 79, Muang District, Ubon Ratchathani Province 34000
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Snuaziamsreidinneiiivanrnuduiusesiadudndinlnensiseninduginainededionsiate
wazanududuresanslutiwenisldou fameinisldnuazisuduan LOD e LOQ dasanuduidunse
anfudunile veswramsldonu uasazisuduil LOQ sadrmsldrunazdasnuludunsadugaedisalilu
asavanefiinAdaeiadesiiada (final solution) lildsogeiadu (original sample) nsnageuALLTY
Eun39w99353AT1294 v ldlaenadeunuduidunssweinsimuinsgiu (calibration curve) waznagaeu
matrix effect (matrix effect Muuf9 muﬁw’ﬁ?uw%aamawaaﬁmmwmawnLﬂ%laqﬁai’mé’uﬂuwammﬂ
drulszneudugiiilluiedsualildnnasfisdedine)

2) ANugnFBsMIaANusiL (accuracy) vanefe AuANYMrYesIsTLanInLlndlAsse AN
NAADUADAIIIINIOA1D19D ms‘mmaaummgﬂéfaaﬁﬂﬁimamsﬂsmﬁuﬁ% systematic 8y random effect
fflnasion1snaaeu mmgﬂé’fawaﬁ‘%mﬁLﬂiﬁzﬁﬁi’@ié’ﬁiﬂﬂé’Lﬁ&Nﬁ’UmﬁLLﬁﬁqmnﬁqm A19%1 accuracy
yilélagTins1e9 CRM (Certified Reference Material) ag1stios 7 91 wag anduiamssfuamugnies
lusUvesanuranaInduims (relative error) %30 AUYNABIFUNNS (relative accuracy) WATNITNIAT
WodludnisAunau (%recovery) nmsudesifuinisnduauiinalunsdlilianuisam CRM Amunzauly

o w 1

nsnszilalegldiiaganinaisuinsgiu (spiked sample) 9aziitoinindn accuracy Mldtunsoungy

U ¥ ¥ 1

RINzuREuTIATIE spiked sample Wit N5 recovery 9z9i 3 sedunuItudy wazegeosny
dutuas 7 91

3) NMATIEOUANAILE WTaAI BT (precision) Vel AuANALIANZYRIIT AT TILAR
fenulndiAssresmslieszisneldanneiisimun auulugsueniannunainindeudy (random
error) TAnTURS precision veeiENTIATIZAEl 2 Snwazie repeatability muneds AmusugiAnaInNs
AereidluannziertulagliiBidesulufos foRnnfetuaiesdloyafioafunazinsssiau
WeINY wag Within laboratory reproducibility #1814 AuLugTIina1NN1331A51E 96N 9 lay
Unesigiauieaiuy vienni 1 au Tudranaiimeiuiueradunamaiedlanv

4) ruggedness/robustness Ao N1INAAOUAIILAIMULDIITNITNAZOU 21NN UABUANIZWAY
Aandeuvenisiiniulunsynnulnd nisadeum ruggedness a3 mMAnszivlaenmsddsuntas
ABmwszilimddanpudniswardanansdasuudaiiiinu
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'
o w ] a

n1sudn d1inideuazimuinisinuasiand 4 \WuiesdjURn1sAAUTN19ATI9d0ULALIATIZRAUA N

v o =
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3meﬁﬁgﬂéfaa wlugndufiundede u,aﬂ%’mam'ﬁmﬁzﬁLﬁasuaﬂ']s%’usaammg']u ISO/IEC 17025 $895U
ashalumsfuiegsinmginm w.a.u fmgdunsionsnsinwesdunisatuayunmaiiuuszansainns
valuituiinansfusendeaniionouans Tnaduanmssidunisasivaeunnuldldvedisinsvians
aaﬂqwéiuﬂ 2559 nguans : wauun-lwanlansu (lamda-cyhalothrin), ianuvsy (deltamethrin), A15U7

3a (carbayl), wazarsludauny (carbosulfan) U 2560 nquans : nsegleved (triazophoa), latulnias
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aaa

(dimethoate), laaz@ueu (diazinon), asdasiufdalsadie : wlulia (benomyl) wagl 2561 ngwans : #sdl
Wod-luiia (piimiphos-methyl), 8lnaau (ethion), A15lUuATY (carbendazim), wagnguansiidn g :

Tnaluian (clyphosate) AuimAsia Gas Chromatograph (GC) Wazinaia High Performance Liquid

'
Q‘dOQ v v A

Chlormatography (HPLC) @1seangnsnianiunisnaaeuiluaisiidadnguuasiazindafyiivnldodis
WSS TUNUNLAZNUNITHNAUIN IUANTRNAN 9NN YA AU N 1Ane Tupandeuilanauand (WInan
WATANY, 2553) HANS U AITAITALNAININ9T1MUIeirna nratede sndudeedinnsnsivdauvsie way

- £ 1% A = A 9w Y a o éaa I
Wasldudanseengnaitnswuteyanseyluaainuieli weliinuasnslaldudndueiniinannuazduly

9

Qf SAad

Aun1sAIUANTIY 1.5.0.398UNI8 2535 N1TRTIIFBUATITEONGNT LITTATIBRAIUNINTZIW CIPAC
Handbook La¥m11315a15391115 Inegaiueuideidnisussgndisnisnaasulivivadewmuizauiu
\osdionargUnsnifidluriesufoRinsTngdunsiensninnuns drinideussiaminsineasiani 4 fady
o fuRnuisdududosiiiunisnsnasuaulildvesisinneiasoongnduiaieg findmundniu
WelHiuismsguvesiesl fiAns dnudnvuzvesisiisdesiumsldnuidniufesdnmdmiuns
Fuflunsasiaaeuauldlivesisiinssianseongn? Wun msmagiensia (range), nsman linearity,
N13A519A0UAULAU (precision) 91nAT HORRAT 484 repeatability wag reproducibility, robustness
WaE ruggedness, N13MTIIFBUAIIUYN (accuracy) %ﬂﬂﬁmﬁumﬂ HORRAT 983 % recovery Tnetiguiu

NAINIATFINEINS

Uszaen

1. iloahamdnyseiugunmnanismaaouingifivnisinuas a1soonays danugnaesuiueg uas
undedemumdninnms wadlfiduitunsguvesiesujiimsingdunsiomnamsinums ain.d

2. ilewBunnamienesioslfifinsmaasuingdunsenmsnsinuaslunmsiuve veneveutngsu

N1355UTBIMNENNNTIveWRIU URANSA@eUnUNIRSgIU ISO/IEC 17025

Tanaunsaluazansiadl
gunsal
1. 504 Gas Chromatograph (GC) ¥0157910%ta Flame lonization Detector (FID)

2. capillary column %iin 5% Phenyl Methyl Siloxane (HP-5) 817 30 LUAT Lﬁumquéﬂa’m 0.32

feduns vu 0.25 lulasiums (30m x 0.32mm ID, 0.25 um film thickness)
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A3 99 High Performance Liquid Chlormatography (HPLO) ¥ 79 529 Ya % & @ Diode
Array Detectors (DAD)

column Lichrospher 100 RP-18 (5um) A31u813 250 X 4.0 (i.d.mm)

column IC-PAK TM Anion HC4 a313813 250 X 4.6 mm

\A30eteazBen 4 fumie

ultrasonic bath

I IAUSHINT YU 10, 25, 50, 250 waz 1000 Uadans (ml)

YUs 110 2,3,4,5,8 LLaz10 ml

10. vial aum 2 ml

AMEIGEY
1.

17U 957U lamda-cyhalothrin, deltamethrin, carbayl, carbosulfan, triazophoa, dimethoate,
diazinon, benomyl, pirimiphos-methyl, ethion, carbendazim, wag glyphosate
Nﬁmﬁm%aﬁﬁﬁ'mﬁ'mgﬁ% BUnA199 Usznaunie lamda-cyhalothrin, deltamethrin, carbayl,
carbosulfan, triazophoa, dimethoate, diazinon, benomyl, pirimiphos-methyl, ethion,
carbendazim, W& glyphosate

acetone AR grade

methanol HPLC grade

acetonitrite HPLC grade

deionized water

sulfuric acid (H,SO,)

potassium dihydrogen phosphate (KH,PO,)
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PEU LRI,
nsafinaudmiunisasvasualdlivediiiinseiarseengnslundasugiaistestuidn
FnsfivresiosufiRnsiufiniany Tuenidsuniianaudns wisnsduiiunusendu 3 Teuuseana (2559-
2561) favun 12 wilaans TiEmsmaseuieandundellil
1. vageumanmeiiusnzauvenasasdlofilidmiunsiinseaseengrsuiazeiia
2. MvUIuaseenguis
2.1 MSA3HUATITATAUINTFIY Ima%’qmammgm 2 41 (Cy, C,) Milgdmeinusiuou
Uszana 10 Tadnsu (me) Talu volumetric flask wun 10 ml Fuanssvhavatefimunsauuszana 10 ml
weliazatede ultrasonic bath Yszanas 15 undl anthuiandeidlfduiionmaiives Usutiinmssae
ansfiavaneg Ay dld vial wuia 2 ml
2.2 mInseaeuAImIonvesaiosie TasiliniaiawmuiifvualsunsumuauanIznns
T¥ouls e baseline asil nadevdnansazareunsgrudiadesuszun 4 91 eituiild peak 3o
984 peak LANFNSIINARAEYRINTanRnsety 3 aSsldiiu 1 % Fedeinaiemiouldiu dowdesdle

wiouldaudnansavarennsgiu C;, C, AoeliA1 % Relative Percent Different (%RPD) luiifiu 3%

Rfactor max — factor minﬂ
x 100
tactor mean J

%RPD =

2.3 NMIANUIUNT Response factor

weigh x purity

Response factor =
peak area

(SxP)

=l

PR f=
Hs

s = dhinvesansuasgiuluasazany (mo)
P = % ATWIUIAVEURIETIATTIU
Hs = Wuilld peak vosansumsguluasazay
2.4 MIFUIIN % apengvs Tuansazareiioeg
Hw x f

d1307M98U content =
W

Hw = Wil peak vesansuInsgIu Tuansaza1efiognd
f = ALad8 Response factor

w = UninYeeaEnsiied e luaisazany (me)
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2.5 41A1 % Y9a15829819 NAUILAN 10 A1 MALRASAZLS % NwUUaU

3. NM3n5deUANNTuEUnT (range/linearity)

3.1 MIAEDUIINITIA range
Fransnpsgruiimsuefiduduiueu Wilendudusiieg lidesndn 5 seduanu
iy eandudua 1 91 Tnedaiminliiuiinuesouaquaisitldom (me/m) Wsasdviazats uas
welaganede ultrasonic bath UuuSimseeasiinazans 1hild vial vuie 2 ml ihludnasavaned
wisuliFesdfuananududutiosluuin dideyadiliun Plot nsw szwiteanuiduduvesansans
1IN (WNU X) U response (LAY y) fisantaiidudunse

3.2 1A linearity

FonArrnududuain rance Mdudunsiegratossedu 3 anududu Faans
1nsgruiinauesiduduiueu Tiandududieg lifesndn 5 seduanududu arududuas 1 4
TnedaiminliiuTinuaseunqueneiléon (me/ml) Wnasiviazans wasiveliazatefe ultrasonic
bath U3uuiunassgasiviazats nld vial vuia 2 ml thludnasazaneiedonliFosdrduanai
dudutdeslusn ihdeyatilsun Plot ns1w seminamnuiduduvesansaisunasgiu Wnu x) AU response
WA y) Asagafidudunse Auiamian correlation coefficient (1) naudieausufl r > 0.995 (AOAC
Peer- Verified methods, 1993)

4. p3I9ERUAINLLILEN (precision)

4.1 repeatability Aian1snsiaaeuadulnaidgsiusenitedoyaninsigngn luiaseile

(%
Y

WeeUuRn1s Anaaeadediu lusseziiaiediu uanaualugures % RSD 9NUeyaaniAveINIsnaaes
- Fasu1nsgu 2 91 Iulaumtiniuiueulssana 10 me
Y Y oA s & & Y [ | 1% Y
- Feansieginsuesiduduiueu Wilassruanududuluginisldeu 3 ssduaiy

WU (mg/ml) MLATN1TAUIIAST

ATLTLTULATEL (Mmg/ml) x USHIaTAmIen x 100%

AN (mg) = —
% &13FBEs

- MAEUANNIINTUAE 10 91 U lUTAsIEiaaeATes GC mudn1siiagad e
ARTIMIUTINNETe0NgVE Tuasazansfiaeng
4.2 within laboratory reproducibility fie n1snsIaeualndiAesiusEnInteyaninsien
Y A A v a va v = Y] | d' I w ° A Y
71 luasesile Wowluinis gnaasuiediu Tudisiafiuansneiu innsnaasududeliude 4.1
4.3 #11A1 HORRAT 904 repeatability waz reproducibility Insinausiniseausuan Precision 193

AOAC (1993) siaw3uil < 2 AnailasldgmsnisAiuias HORRAT fail
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% RSD experimental

HORRAT =
Predicted Horwitz RSD

AU Predicted Horwitz RSD m3Igns
Predicted Horwitz RSD = 0.66 x 2(10-5 g ©

WaAN C = concentration ration

5. MIATIAABUANUYNAB (accuracy)
5.1 wisuasazaneannsgdliamaduduiuiueu (.00 me/ml)
5.2 w3suansazane stock sample Tifiaududufiniuenu (1.00 mg/m)
5.3 @31an9 1RSI WSENasazans 3 sedufianuddl 0.4, 1.0 uay 1.6 mg/ml ATEUARY
223015169
1.5.4 w3zuasarateiiienien origin Tae UiUnansazane stock sample Usu1as 5 ml aglu
volumetric flask ¥ 10 ml §1u7u 10 91 YsudSmmssesvhazane weilidniu udnhlugadueies
GC ¥i¥0 HPLC iisufunsminassiuiiedinsgivuiuaasoongns
1.55 Lm%mmiazmmﬁamm recovery
- YUe @15azane stock sample USu195 5 ml a9ty volumetric flask 9u1a 10 ml
$1uu 30 1
- Uis @1582a818 stock tech (4 mg/ml) Usuna 1, 2 waz 3 ml aslu sample origin 5
ml Asiseail3lu volumetric flask wunm 10 ml agnsaz 10 $1 UsudSunmsseivhazans welidniu wén
ihludadniaies GC vide HPLC iisufunswiinasgiudioinsissivuinaasesngns
- n15UsIEUAT accuracy 270 % recovery Imaﬁwﬁwﬂ%mmmiaaﬂqwé AR origin LAy
spike (5.5 Wag 5.5.2) IIVANRALRAZAIUIUAT Yorecovery lngeresogluyia 98-102% AT

NINTUIEMSUAISNLUSLIUNINNTT 10% Vo9 AOAC (1993) NNSAIUIUAIUEUNITAIU

rConc. spike sample — Conc. Original samplew
% Recovery = x 100
LConc. added J
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6. A533d@9U robustness Wy ruggedness
1.6.1 robustness nagauaeuaInMsUasuadesiioTinseilaedsy capillary column 910
HP-5 (30 m. x 0.32mm.(ID.),0.25 pm, film thickness) vWJu DB-5ms (30 m. x 0.25 mm. (ID.), 0.25 um,
film thickness) ¥hnsnaasaduienfufinarundrasu
1.6.2 ruggedness mmaauaaiﬂlmam?a'au{{ﬁﬂmimaau Tngl¥33nsnaaeunaziadediolunis
Ansehifiertu vnsmeaesduienfufindnundisiu wieusunnduney
1.6.3 %1A1 HORRAT 989 robustness Lag ruggedness IAELAIIN1TUBNSUAT Precision 984

AOAC (1993) tosI5uil < 2
7. Mavssanaradliiuiuey (Uncertainty) vesansoongus

TYTLIAN

AU 2559 - Al 2561

do1uiviin1maaes
WeeUURN150 53980 U TR dUnTI9N19NITINYAT NAUAMUINITATIFdUNTRasUaTen1THEn

v a

ANUNIVULATNAIUINITNWASIIAN 4
NANISALEUGIY

Han1santuudniunisnsadeuanuldlavesisinsizasesngvslunandudiaistesiuiidn
AngiiwveiosufiRnsiufinianz Jussnideanilonouan wlanmsandunueendu 3 Jeuuseanm (2559-

2561) 19AUA 12 ¥9na1T Lvazidensninalull

1. Ysuuszuaa 2559 nguans : wandai-lgarlansu (lamda-cyhalothrin), tAan1LuNsy

(deltamethrin), A15U13a (carbayl), uazaslugauny (carbosulfan)

1.1 man1siszinivsunudtseangnsuaninn-leanlansu (lamda-cyhalothrin)
1.1.1 NaAISWAILNIBNITILATIZYENS lamda-cyhalothrin Mg Mmanzaueeen3a GC-FID

o

Tl URN1TIATIEIngdunsIen1enNIsnens dnIdenasimuInIsinuaswnd 4 Ao

Column : capillary, HP-5 (30m x 0.32mm ID, 0.25 pm film

thickness)
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Gas flow rate : Helium (carrier gas) 3 ml/min, Hydrogen 30 ml/min,

Air 300 ml/min

Split injection : Split ratio 50:1, Split flow 130 ml/min
Injection volume : 1 pl

Temperature Oven 220°C, Inlet 260 °C, Detector 250 °C
Detector : Flame lonization Detector

Run Time : 9 min

anefimingaNveaa3as GC-FID dMsun153tAs1E%as lamda-cyhalothrin wan1s
NAEOU WUIFYQY104U9 Sovent blank laia15dUsUNIULAAIAININT 1 gy 10U VDIAITUINTFIU

lamda-cyhalothrin tazdeyiuuesa1s@ingne lamda-cyhalothrin 2.5% w/v EC @199 UsunIuLaning

A 2-3

A 1 Fyeralasunlawnsuues Sovent blank @vsun1IitATIEYENs lamda-cyhalothrin

FID2 B, Back Signal (151218\151218 2015-12-18 14-48-34\037B7701.D)

pA |
]
1
250 £
1 £
] :
200 3
4 | (]
] 2
i 1 g
1 \ 8
1504 3 ;
i ‘ )
<
©

100 |

T




A 2 dyeyaulasunlannsuYeIdy Y IUBEIsUIRIEIL lamda-cyhalothrin
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27 3 dFyeradlasanlannsuvesdg1avediiogny lamda-cyhalothrin 2.5% w/v EC

1.1.2 wamimﬂ%mmmiaaﬂqwé lamda-cyhalothrin

1) A1 %RPD 484 peak area asaraIvaIsUINTFIU CL kg C2 UAldiAY 3% wnan1s

NAADULAANIFINIGTIN 1

AN9197 1 N15UsEIIuAT %Relative Percent Different (%RPD) U99817019551U lamda-cyhalothrin

Eﬂi%ﬂﬁliﬁﬁ‘u
lamda- ﬁﬂwﬁ'ﬂ peak area average %RPD
cyhalothrin (mg)
C1 10.1 23497118

234.553
Cc2 10.1 234.13559 0.356
C1 10.1 234.81293 234.611 0.172
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c2 10.1 234.40837
C1 10.1 240.54567

239.941
c2 10.1 239.33643 0.504
C1 10.1 236.15710

236.034
c2 10.1 235.91084 0.104
C1 10.1 238.49738

238.356
c2 10.1 238.21558 0.118
C1 10.1 237.97403

237.595
c2 10.1 237.21519 0.319

1.1.3 nan1snsaaeudennududunss (range) summiaaﬂqvfé lamda-cyhalothrin
N13A5I9A0UYINVDINTTIA (range) fiszduaududu 0.01 - 2.00 mg/ml WanNIs
VAAOULARIFIAITIGT 2 LLazﬁﬁa;ﬂawamsmmaaumwaqmﬁﬂ (range) NANSNT 2 1adensmlsEring
ANULNTUAUAT area wuden Correlation coefficient () iy 0.997 (1NUFUINTFIU > 0.995) HANT

VNAFDUBAAIFINITIN 2 WATAINA 4

A15799 2 HANITNAADULIIIVBINTTIA (range) U9A1T lamda-cyhalothrin N15gAUAINNLTUTY 0.01 -

2.00 mg/ml

AMULNTY (Mmg/m) Peak area level
0.01 5.152 1
0.10 33.834 2
0.50 111.971 3
1.00 227.967 4
1.50 352.791 5
2.00 492.060 6
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600

500

Area
[B%)
]
]

y = 240.1x - 0.573
RZ=0.997

0 0.5 1 1.5 2 25

concentration (mg/ml)

A 4 uan Calibration curves @sazany lamda-cyhalothrin 6 level (0.01 - 2.0 mg/ml)

1.1.4 HAN1INTIVEBUANLAUTUSITAAURST (linearity) Guma’lsaaﬂq‘mé lamda-cyhalothrin
nMsnsrvaeuaIludunss (linearity) inaudi 0.01 - 1.00 mg/ml HaNINAFEY
LARAFTIN1999 3 wazirtayananisnsravageunnutludunss (inearity) N7 3 waFansa
FENINANUTUTUAUAT area WUIIAY Correlation coefficient (2) Wiy 0.997 (Nasi1nsgIU > 0.995)

NANISIATILILAAIFINNGT I 3 LAZAINT 5

A19199 3 nan1snageuAlud@unse (linearity) 989815 lamda-cyhalothrin AsgfuAaadudy 0.01 -

1.00 mg/ml

AMULNTY (Mmg/m) Peak area Level
0.01 5.175 1
0.10 32.788 2
0.20 44.213 3
0.40 89.750 4
0.80 186.958 5
1.00 229.851 6
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250
200
o 150
e
< 100 y = 229.5x + 3.004
RZ = 0.997
50
0
0 02 0.4 0.6 0.8 1 1.2
concentration (mg/ml)

A9 5 Wans Calibration curves @1sagaie lamda-cyhalothrin 6 level (0.01 - 1.0 mg/ml)
1.1.5 ATI9@UAULTYY (precision) Y9398N598N5N5 lamda-cyhalothrin
N13719@9UAIUNES 199353LAT12AUSTUIUAI500NgN5 lamda-cyhalothrin 71 3

STAUANULINTY A 0.5, 1.0 tag 2.0 mg/ml MUAINU LEAIRINITIN 4

A1919% 4 N1IRIE0U precision TundnAagiansiidauuas lamda-cyhalothrin 2.5% w/v EC

I ANULNTU 0.5 mg/ml AULTNTU 1.0 mg/ml AULTNTU 2.0 mg/ml

8 vt (me)  %finTrany Yo (me)  %7InTI9NU it (me)  %7insrany

1 500.00 2.77 1000.00 2.73 2000.00 2.72

2 500.00 2.77 1000.00 2.74 2000.00 2.70

3 500.00 2.75 1000.00 2.75 2000.00 2.68

4 500.00 2.76 1000.00 2.74 2000.00 2.70

5 500.00 2.81 1000.00 2.73 2000.00 2.66

6 500.00 2.82 1000.00 2.72 2000.00 2.65

7 500.00 2.82 1000.00 2.70 2000.00 2.68

8 500.00 2.81 1000.00 2.71 2000.00 2.64

9 500.00 2.83 1000.00 2.70 2000.00 2.63

10 500.00 2.79 1000.00 2.71 2000.00 2.65
Mean 2.79 Mean 2.72 Mean 2.67

SD 0.03 SD 0.02 SD 0.03
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%RSD 1.06 %RSD 0.61 %RSD 1.13
Predicted Predicted Predicted

Horvitz RSD 1.64 Horvitz RSD  1.64 Horvitz RSD 1.64
HORRAT 0.65 HORRAT 0.37 HORRAT 0.69

1.1.6 #929@0UANNLLIU (Acuracy) ﬁuaqmiaaﬂqwé lamda-cyhalothrin

M998 Accuracy tugUBs %Recovery LagiaNTUINUNUAN1MUATDI AOAC
dmuasfiduTanamnnniy 10% a1 %Recovery fasaglutag 98 - 102% vinismaaoud 3 seduaaa
WU A9 0.5, 1.0, 2.0 mg/ml Inglfinansazaeu1nsgiu lamda-cyhalothrin (10 meg/ml) Usuas 0.5, 1.0
way 2.0 ml aslu sample origin Usu195 5 ml (0.5 mg/ml) fmgoulilu volumetric flask vuim 10 ml
$9u7u 10 91 YSUU31RsHE acetone nan15anTdauanslua1seil 5 nsuszdiuen accuracy a7n
%Recovery Immﬁﬂwmﬂ%mmmiaaﬂqwé larnda-cyhalothrin #fudn origin wae spike WALAAELAY
AUIRAY %Recovery lagA1iasagluyie 98 -102% AN TRITANd MU TIRUS NN 10%
99 AOAC (1993) WU %Recovery U815 lamda-cyhalothrin 1M1AU 101.13%, 100.51% Waz 100.13%

Auaiu Alaeglugig 98 -102% AUNMINIIMUATEY AOAC HANITNAABULARIAINNTINN 5

a1519f 5 Wan139 %Recovery 84 lamda-cyhalothrin 71 3 szduauELdy (0.5, 1.0, 2.0 me/ml)

Swug  faedne Spike 1 ml Spike 2 ml Spike 3 ml

Ly (0.5 mg/ml) (1.0 mg/ml) (2.0 mg/ml)

(0.5 mg/ml)  mg/ml %R mg/ml %R mg/ml %R
1 0.495 0.997 100.52 1.496 100.17 2.537 102.11
2 0.507 1.010 100.41 1.490 99.60 2.544 101.83
3 0.493 1.002 101.76 1.495 100.22  2.528 100.64
4 0.478 0.989 102.28 1.504 101.21 2.514 98.49
5 0.481 0.993 102.38 1.498 101.69 2.506 98.05
6 0.482 0.988 101.20 1.508 101.45 2.498 100.78
7 0.486 0.987 100.12 1.511 102.44 2.465 98.91
8 0.524 1.022 99.59 1.492 99.42 2.503 98.98
9 0.490 1.001 102.02 1.518 100.17 2.447 101.17
10 0.520 1.025 101.02 1.496 98.73 2.442 100.39

Mean 0.496 1.001 101.13  1.501 100.51  2.498 100.13
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SD 0.016 0.014 0.96 0.009 1.15 0.036 1.43

%RSD 3.28 1.362 0.95 0.597 1.15 1.442 1.43

1.1.7 Han1991539a@9UAIUNUY (Robustness/Ruggedness) maﬁ%maaumﬁaaﬂqwé
lamda-cyhalothrin #3n15a33988UAMNNY (Robustness/Ruggedness) ALiiunisey 2 35n15he
1) danflunisnaaeudiegisaiseangns lamda-cyhalothrin 2.5% w/v EC
meldanmznisnaasuisrfuliidmthivageunandisiy nansvnaestuandlunised 6 wazandeya
NANISNAZBUNUIT A Precision maqﬁmwaauﬁg&aamu AR %RSD WAy 0.99 Lag 0.87 uagA1 HORRAT
WU 0.60 way 0.53 Fainaueiseusuranday (st HORRAT = 2; AOAC) Uagfanuintayananisnagey

v v a & a v aa 1 ' ) o o v A ) A o
YDUINUINNAFADUYNEDIAUUITLLHUAYFDR t-test "LNLLWﬂ@'NﬂuaEJ’NNUEJaW UNITAUAIULYDUU 95%

(teat = 0.11, toiea= 2.12) KANISNAGDULAAIAINITIN 7

M13197 6 LWIBUNEUNANINAABUA1588NANS lamda-cyhalothrin Seninsmaaaun 1 uwag 2

AMULINTY 1.0 mg/ml

Sruaudh Fnasouil 1 fasoudl 2

i (mg) %insaany  Uwiin (mg) %TinTIANY
1 1000.0 2.55 1000.3 2.55
2 1000.0 2.56 1000.3 2.53
3 1000.0 2.54 1000.3 2.56
4 1000.0 2.53 1000.3 2.53
5 1000.0 2.49 1000.3 2.50
6 1000.0 2.49 1000.3 2.52
7 1000.0 2.51 1000.3 2.50
8 1000.0 2.53 1000.3 2.52
9 1000.0 2.57 1000.3 2.55
10 1000.0 2.53 1000.3 2.55

Mean 2.53 Mean 2.53

SD 0.03 SD 0.02

%RSD 0.99 %RSD 0.87
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Predicted Horvitz RSD 1.65 Predicted Horvitz RSD 1.65

HORRAT 0.60 HORRAT 0.53

A519Tt 7 tTest: Two-Sample Assuming Equal Variances

Mean 253 t Stat 0.11
Variance 0.00 P(T<=t) one-tail 0.46
Observations 9.00 t Critical one-tail 1.75
Pooled Variance 0.00 P(T<=t) two-tail 0.92
Hypothesized Mean Difference 0.00 t Critical two-tail 2.12
df 16.00

2) AdUNIITNAAEUAIDENE1TONaNS lamda-cyhalothrin 2.5% w/v EC Tagtinluna
anaauluipalfuRnisauazwiis (eeUuRnis @mm.7) wsesils GC dninseanils ldnaduvlinfieniudn
dunils waznelaaninzieuludnaniiz nan15MAaeIRLanslumI9199 8 WUI1 A1 Precision 999

WoeURURNT an.d waz aam.7 LA %RSD windu 1.36 wag 0.73 mua1du wasdmuitteyananisnaaey

°o v o [y =~

YaIA0BIUURNIsUsITiuMmeada t-test liuananeiuegaltedAyNszAuAUERNY 95% (topserved

o

= 1.11, toiea= 2.12) NOAITVIAABULEARIAINITIIN 9

A13197 8 W ULeUUTUIUTINTIaNUT09a1509Na N5 lamda-cyhalothrin 2.5% w/v EC 551119 @an.4 Uas

F@IN.7

AMUIUTY 1.0 mg/ml

Sruaug fIN.4 FAIN.7
Y (mg) %7iNTIINUY i (mg) %7ANTIINY

1 1000.0 2.73 1000.0 2.86
2 1000.0 2.74 1000.0 2.84
3 1000.0 2.75 1000.3 2.83
4 1000.0 2.74 1000.3 2.66
5 1000.0 2.73 1000.0 2.68
6 1000.0 2.172 1000.0 2.67
7 1000.0 2.70 1000.0 2.64
8 1000.0 2.71 1000.0 2.64
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9 1000.0 2.70 1000.0 2.64
10 1000.0 2.71 1000.0 2.61
Mean 2.72 Mean 2.1
SD 0.02 SD 0.10
%RSD 0.65 %RSD 3.56
A1519Tt 9 tTest: Two-Sample Assuming Equal Variances
Mean 272 t Stat 1.11
Variance 0.00 P(T<=t) one-tail 0.14
Observations 9.00 t Critical one-tail 1.75
Pooled Variance 0.00 P(T<=t) two-tail 0.28
Hypothesized Mean Difference 0.00 t Critical two-tail 2.12
df 16.00

1.1.8 #an15uszuaiAIn I liLuuey (Uncertainty) 99981500095 lamda-cyhalothrin

2.5% w/v EC

m’i’Nﬁ 10 ﬂq‘dmimﬂ'ﬂ Relative Standard Deviation (RSD)

Source Value (X)  Std. Unc (U,) RSD (U,/%) RSD?

Balance (std. w) 10 mg 0.120200 0.0120200000 0.0001444804
Balance (sample. s) 1000 mg 0.120200 0.0001202000 0.0000000144
Purity (std. p) 98.7 0.005800 0.0058763931 0.0000345320
Vol. flask (std. Ds ) 10 ml 0.029000 0.0029000000 0.0000084100
Vol. flask (sample.

Ow) 25 ml 0.072269 0.0028907600 0.0000083565
Area (std. Hs) 200.489545 1.098356 0.0054783706 0.0000300125
Area (sample. Hw) 252.060136 1.544324 0.0061268071 0.0000375378
Density (SG) 0.878 0.000000 0.0000000000 0.0000000000
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> RSD’

0.0002633436

| 7 7 7 2 7 a3 ¥ -
Uc = Courna| RSD,,? + RSD_*+RSD,? + RSDp, +RSDp,,* + RSDy.* + RSDy,,” + RSDy*

= 2.5%x 0.0002633436 = 0.0405696660
Uc = 0.0405696660
U =2xUc
= 2 x 0.0405696660
= 0.08
s1e9uAANldLIYeY % lamda-cyhalothrin = 2.72 + 0.08

' ' I v A [ ! 1 1 3 = = Y Y
F’]’]ﬂ'ﬂlllﬂJLLUU@UINﬂWi’J@Wi’]EJQ']UL‘UU?Y]@’J'HJI&ILLuu@u&ﬂmiiqu QMLLW@LG]Q? k=2 Fafiszaunusula

UL 95% MuN15AsEANeRUUUNg N1sUseiliuatauldutuauiansunid NAMAS-NIS Guide to the

Expression of Uncertainty in Testing, 1% ed. 1994 England wayseauaimuldwiusuduauiodfny 2

AU

I3
1.2 NamifaLﬂiﬂzﬁmﬂsmmm'saanqmsmammmu (deltamethrin)

1.2.1 NANISHAIUIITNI15ILAT1EM @S deltamethrin @N17EM UL ANV IATDS GC—FID

o

luresUfuRn1snsen

Column :

Gas flow rate

Split injection :

Injection volume :

Temperature

Detector

v a v

fE) SURTIENNNITNEAT E1NITUUATHAIUINIAYATIUNT 4 A

capillary, HP-5 (30m x 0.32mm ID, 0.25 um film thickness)
Helium (carrier gas) 3 ml/min, Hydrogen 30 ml/min,

Air 300 ml/min

Split ratio 50:1, Split flow 130 ml/min

1 ul

Oven 250°C, Inlet 250 °C, Detector 260 °C

Flame lonization Detector
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Run Time : 10 min
ANNITNMNUILANYDUATDY GC-FID @15UNI5ILAT111@15 deltamethrin Han1s

NAFOUNUINFY Y1489 Sovent blank Tfa158UIUNIUKANIAININT 6 FUUIUVBIAITUINGTIY

deltamethrin wazday1uUeIaNIAI9819 deltamethrin 3% w/v EC laiflansousuniulanssiinIng 7- 8

A 6 dyeraulAsanlalnIuued Sovent blank dMSUNTILATIZYENS deltamethrin

A7 7 Ay aulasulawnsuUesdyIuveeEsuInsgIL deltamethrin
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27 8 dyeallasanlalnsuuesdg1aveIRang1 deltamethrin 3% w/v EC

1.2.2 #anmsydsunuansesngns deltamethrin

1) A1 %RPD 984 peak area @15a¥a8a15UIAIEIU CL ay C2 TAldiAu 3% wan1s

9 P
NAADULLAAIAINTITINN 11

5197 11 N13UszAiuA" %Relative Percent Different (%RPD) YoIE13UIMIU deltamethrin

GUEHRTIEE MY viwtin

peak area average %RPD
deltamethrin (mg)
c1 10.6 172.70201
c2 10.6 172.74664 172.724 0.026
c1 10.6 171.84627
c2 10.6 172.54124 172.194 0.404
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C1 10.6 171.74489
c2 10.6 172.70201 172.223 0.556
C1 10.6 174.33099
c2 10.6 172.74664 173.539 0.913
C1 10.6 171.64706
c2 10.6 173.16266 172.405 0.879
C1 10.6 172.75098
c2 10.6 173.59818 173.175 0.489

1.2.3 pansnsaaauanududunse (range/linearity)

1) NMIATI@DVL9IU9IN19TA (range) NT¥AUANMLTNTU 0.10 - 2.00 mg/ml wans

NARBULAAIAIAITIN 12 WAz UayANan1TNTIEBUYINVBINTTIA (range) 31NA1519N 12 Wradansvl

FENINAITUTUAUAT area WUI1A Correlation coefficient (r2) iU 0.998 (NINUINTFIU > 0.995)

Y =i =
NANITNAADULLAANAIAITNN 12 LazNINN 9

A15197 12 NANINAFDUYINTBINTTIA (range) Vo9aNs deltamethrin ASEAUALLNTYL 0.10 - 2.00 mg/ml

AMULNTY (Mmg/ml) Peak area level
0.10 14.617 1
0.50 69.646 2
1.00 147.547 3
1.50 234,187 4
2.00 320.788 5
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Area

y = 162.1x - 8.003

Rz =0.998

0 0.5 1 1.5 2 25

concentration (mg/ml)

A 9 uana Calibration curves @sazany deltamethrin 5 level (0.10 - 2.0 mg/ml)

2) nsnTa9deuANUdudunss (inearity) 1A210L0N 0.10 — 1.00 mg/ml Wans
NAFBULANININIS197 13 uazthideyananisnsanaaeuauidudunss (linearity) 910015197 13 11a$n9
N33 5N IIAULTUTUTUAT area Wud1AT Correlation coefficient (%) iU 0.999 (\NaUTUINTFIU >

0.995) NANTITIATITALAAIFINNIT NN 13 hazAINg 10

A15199 13 HansnadeuAldudunss (linearity) ¥09a15 deltamethrin Ns¥AUANMITUTY
0.01 - 1.00 mg/ml

AMULNTY (Mmg/ml) Peak area Level
0.10 15.847 1
0.20 30.189 2
0.40 60.793 3
0.80 126.148 4
1.00 156.987 5
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Area
—
[en]
=]
o]
[e»]
[e»]

50.000

0.000

y = 158.1x - 1.059
R? = 0.999

0.2 0.4

0.6 0.8 1

concentration (mg/ml)

1.2

A 10 uane Calibration curves @1sazane deltamethrin 5 level (0.10 - 1.00 mg/ml)

1.2.4 »379@0UAULTEN (precision)

N15M37989UAMNLTEY V8II53LATIsRUTUIUNA1999NgNT deltamethrin 1 3 5¥AU

AUTNTU AB 0.50, 1.00 taz 2.00 mg/ml AUAIAU LEPIRINITINN 14

A1919% 14 N19ATIEU precision TunAnSugaIsidnuNas deltamethrin 3% w/v CE

WY AMULLTU 0.5 mg/ml

1%

AULTUTU 1.0 mg/ml

AULTUTU 2.0 mg/ml

%1 vhmitn (me)  %finsrany Yo (me)  %finsaanuy Yo (me)  %7InTIany
1 416.60 3.13 833.30 3.04 1666.60 3.03
2 416.60 3.18 833.30 3.10 1666.60 2.96
3 416.60 3.21 833.30 3.16 1666.60 2.98
4 416.60 3.16 833.30 3.11 1666.60 3.02
5 416.60 3.11 833.30 3.02 1666.60 3.00
6 416.60 3.09 833.30 3.13 1666.60 2.94
7 416.60 3.07 833.30 3.00 1666.60 2.91
8 416.60 3.10 833.30 2.98 1666.60 2.90
9 416.60 3.09 833.30 3.03 1666.60 2.90
10 416.60 3.10 833.30 3.00 1666.60 2.92
Mean 3.12 Mean 3.06 Mean 2.96
SD 0.04 SD 0.06 SD 0.05
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%RSD 1.38 %RSD 2.00 %RSD 1.68
Predicted Predicted Predicted

Horvitz RSD 1.63 Horvitz RSD  1.63 Horvitz RSD 1.63
HORRAT 0.85 HORRAT 1.23 HORRAT 1.03

1.2.6 #579@0UANUIY (Acuracy) suaﬂmiaaﬂq'w'é deltamethrin 3% w/v EC

739980U Accuracy lugUvas %Recovery LagfiansaIn1un i nInuaues AOAC

d1mSuansNiUIuIauINnI1 10% A1 % Recovery Aataglutag 98 - 102% vn1snaaauil 3 seAUAINY

Wuty A 0.5, 1.0, 2.0 mg/ml lagfnaisazansuinsgiu deltamethrin (10 meg/ml) U3u1as 0.5, 1.0 wag

2.0 ml aslu sample origin U311915 5 ml (0.5 mg/ml) fwTeulily volumetric flask v 10 ml $1u7u

10 91 USuUSUInTA1Y acetone NaN153LASIEMAdLanclum15197 15 n15UsELEUAT accuracy 31N

%Recovery lnen15inA1UINNMEI1T00NgNS deltamethrin AL uA1 origin Wag spike NIMIAILRALLAY

AUIRLAY %Recovery lagA1iadagluyie 98 -102% MunuNTinTandmSuasiivsuiaunnil 10%

Y89 AOAC (1993) WU1I1 %Recovery U415 deltamethrin 1M1AU 100.03%, 100.69% wag 100.90%

puaiu Alaeglugig 98 - 102% Munaueiniuaves AOAC RANMITVIAABULARIAINITIN 15

mswﬁ 15 Wan19%1 %Recovery U84 deltamethrin ‘1'7i 3 SYAUAUINTU (0.5, 1.0, 2.0 mg/ml)

. y  A20EN Spike 1 ml Spike 2 ml Spike 3 ml
WG,

MUUVY (0.5 mg/ml) (1.0 mg/ml) (2.0 mg/ml)

(0.5 mg/ml) mg/ml %R mg/ml %R mg/ml %R
1 0.514 1.005 98.19 1.529 101.53 2.561 102.37
2 0.512 1.005 98.55 1.515 100.36  2.568 102.80
3 0.515 1.009 98.72 1.523 100.76  2.560 102.22
4 0.508 1.005 99.30 1.528 101.96 2.482 98.67
5 0.497 0.996 99.83 1.506 100.90 2.480 99.16
6 0.497 1.004 101.42 1.487 99.00 2.535 101.91
7 0.497 0.996 99.80 1.498 100.13 2.533 101.83
8 0.498 1.000 100.48 1.509 101.06 2.524 101.31
9 0.485 0.994 101.84 1.492 100.68 2.472 99.33
10 0.483 0.994 102.21 1.489 100.55 2.472 99.42
Mean 0.501 1.001 100.03  1.508 100.69  2.519 100.90
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SD 0.011 0.005 1.42 0.016 0.80 0.039 1.57

%RSD 2.27 0.528 0.53 1.063 0.80 1.547 1.56

1.2.7 HaN1991539a@0UAIIUNUY (Robustness/Ruggedness) maﬁ%maaumﬁaaﬂqwé

deltamethrin 30135057988 UAINLNY (Robustness/Ruggedness) Gﬁ’WLﬁumﬁag 2 38n15A
1) dufiun1snaaeuiieisaiseanans deltamethrin 3% wiv EC aneldianiiznis
neaeReIuLE T InaaeuLANA 1Y Ran1sTnaesdiandlunised 16 LAZAINTBYAHANTNAADY
Wui1 A1 Precision vesinnanuvisansau IdA1 %RSD Wty 250 war 1.24 wagA1 HORRAT Wiy 1.56

way 0.76 FUNUNLIUSUNIADIAU (1N HORRAT = 2; AOAC) LLazé’qwudﬁagamamwmaawaqﬁmﬁ’]ﬁ

a

NadoUNIADIAUUIHIUMEEDRA t-test luanaeiusgeiitudAeyissaunudesiu 95%

(topserved = 0.36, toiica= 2.12) NANITNAGDULANIAIRITINN 17

M13197 16 WS UigURaN1TNAGaUaNTaNgYIS deltamethrin 3% w/v EC senIEmageuil 1 uag 2

AMUIUTY 1.0 mg/ml

$1uaudn  dwageud 1 fnasouil 2

Ywtin (me) %insranwy  Ywin (mg) %7inTIINY
1 833.3 2.94 833.3 2.92
2 833.3 2.86 833.3 2.89
3 833.3 2.97 833.3 2.82
4 833.3 2.90 833.3 2.90
5 833.3 2.90 833.3 2.86
6 833.3 2.80 833.3 2.81
7 833.3 2.80 833.3 2.85
8 833.3 2.84 833.3 2.89
9 833.3 2.79 833.3 2.85
10 833.3 2.99 833.3 2.88

Mean 2.88 Mean 2.87

SD 0.07 SD 0.04
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%RSD 2.54 %RSD 1.24

Predicted Horvitz RSD  1.63 Predicted Horvitz RSD 1.64

HORRAT 1.56 HORRAT 0.76

A1519 17 t-Test: Two-Sample Assuming Equal Variances

Mean 2.87 t Stat 0.36
Variance 0.01 P(T<=t) one-tail 0.36
Observations 9.00 t Critical one-tail 1.75
Pooled Variance 0.00 P(T<=t) two-tail 0.72
Hypothesized Mean Difference 0.00 t Critical two-tail 2.12
df 16.00

2) andiunsmedeuiietsaseangmd deltamethrin 3% w/v EC Tnginlunaangau

lureeufUAnisauazuva (eauURnns an.7) n3esdle GC Bniaseanils ldnedulyiafedtudndunile

waznelianiizReulednaniiz nan1smeassnalansliun1s1an 18 wuln A1 Precision vaeaIUuRnIs

a4 wag @3In.7 LiAn %RSD Wiy 1.36 wag 0.73 AuaRU kazdinuldayananIsnageuvesisaes

[

WoaUfuAn1sUssiliusieada ttest uand1eiued19slited 1Ay NeAUAINTBNY 95% (topsened = 0.58,

toca= 2.12) NANISNAADULEAIAINITIT 19

A135199 18 WU uUTUIUNATITNUDIE1508NgN5 deltamethrin 3% w/v EC 5311919 @IN.4 Las

#@IN.7

AMUIUTY 1.0 (mg/ml)

Sruaug fIN.4 N7
Y (mg) %7iNTIINY i (mg) %7ANTIINY

1 833.3 3.04 833.3 2.98
2 833.3 3.10 833.2 2.97
3 833.3 3.16 833.3 2.99
4 833.3 3.11 833.3 2.95
5 833.3 3.02 833.3 2.91
6 833.3 3.13 833.3 2.90
7 833.3 3.00 833.3 3.16
8 833.3 2.98 833.3 3.14
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3% w/v EC

m’i’Nﬁ 20 ﬂq‘dmimﬂ'ﬂ Relative Standard Deviation (RSD)

9 833.3 3.03 833.2 3.14
10 833.3 3.00 833.3 3.14
Mean 3.06 Mean 3.03
SD 0.06 SD 0.10
%RSD 2.00 %RSD 3.45
A15197 19 t-Test: Two-Sample Assuming Equal Variances
Mean 3.06 t Stat 0.58
Variance 0.00 P(T<=t) one-tail 0.29
Observations 9.00 t Critical one-tail 1.75
Pooled Variance 0.01 P(T<=t) two-tail 0.57
Hypothesized Mean Difference 0.00 t Critical two-tail 2.12
df 16.00
1.2.8 uansuszanmanliiuiuey (Uncertainty) vasansoanay’ deltamethrin

Source Value (X)  Std. Unc (U,) RSD (U,/X) RSD?

Balance (std. w) 10 mg 0.120200 0.0114476190 0.0001310480
Balance (sample. s) 833.3 mg 0.120200 0.0001442458 0.0000000208
Purity (std. p) 99.5 0.005800 0.0058291457 0.0000339789
Vol. flask (std. Ds ) 10 ml 0.029000 0.0029000000 0.0000084100
Vol. flask (sample. Dw) 25 ml 0.072269 0.0028907600 0.0000083565
Area (std. Hs) 143.037375 1.098356 0.0076788045 0.0000589640
Area (sample. Hw) 156.570962 1.544324 0.0098634115 0.0000972869
Density (SG) 0.891 0.000000 0.0000000000 0.0000000000
ZRSD2 0.0000403947
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| - - - 2 " " " "
Uc = Comy RSD,,” + RSD_“+RSD, " + RSDy. +RSDp,,“ + RSDy.” + RSDy,,~ + RSDg."

3x 0.0000403947 = 0.0551596439

Uc = 0.0551596439
UE =2X UC
=2 x 0.0551596439
=0.11
sreuAmANUliwLueY % deltamethrin = 3.06 + 0.11

1 1 1 o o I 1 1 1 4 =& [ &
Aradliudueulun1siansenuludianuliviueuiinsgiu anunames k=2 Jalszauaiudula
Useanad 95% mun1snszateluulnd nsusefiuaranuliiuueuiansanmiy NAMAS-NIS Guide to the
Expression of Uncertainty in Testing, 15" ed. 1994 England wagsieauaanuliuuueuduavtdodidey 2

ALY

1.3. Han1sAsIzRmUINIME15eaNgNEA15UN3a (carbaryl)

1.3.1 HaNISWAIUIITNITIATILNENS carbaryl @1y Nmd1rauvaanIas HPLC Ty

[ v a o

WU UANTIATIRNINgSURTIENINITNERT d1TTNIFBRaTIMUINITINYASIUAT 4 Ao

Column : Lichrospher 100 RP-18 (5pm) A118717 250 X 4.0 (i.d.mm)
Mobile phase : methanol : water (70 :30)

Injectionvolume : 10 pl

Detector : Dioadarray Detector (254 nm)

Run Time : 5.0 min

AN NNUIZANVOLATY HPLC-DAD d1%3Un15itAsIeians carbaryl Han1snagaou
WU 1uUB3 Sovent blank lifla13dusUNIULENIAININT 11 FYeyIIve9a15UINITFIU carbaryl Las

FIUVDIENTFI0E19 carbaryl 85% LHATOUTUNIULEAIAININA 12-13
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A 11 dyaalasulainsuvuss Sovent blank @11sun15ILATIZRAS carbaryl

AN 12 dyaralasunlainsuueddyy1nedansuInggIu carbaryl
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AN 13 dygalasunlannsuresdyy1ave9eIee18 carbaryl 85%
1.3.2 wansmusuuasesngns carbaryl
1) A1 %RPD V04 peak area @15avaa1suINIgIU Cl wag C2 Talaiiu 3% wanis

Y =i
NAFADULLAAIAIATITINN 21

a519fl 21 M3Usziiue %Relative Percent Different (%RPD) ¥83a13U103§1U carbaryl

GUEHRL R ) tintin

peak area average %RPD
carbaryl (mg)
C1 10.7 26147.80000
2 10.6 26054.40000 26101.100 0.358
C1 10.7 25704.10000
2 10.6 25684.50000 25694.300 0.076
C1 10.7 25822.60000
2 10.6 25828.70000 25825.650 0.024
C1 10.7 25697.80000
C2 10.6 25704.40000 25701.100 0.026
C1 10.7 25856.80000
C2 10.6 25892.40000 25874.600 0.138
C1 10.7 25836.10000
C2 10.6 25876.50000 25856.300 0.156

1.3.3 nansnivaeunuduidunss (range/linearity)
1) N15NTIADUYIVRINTIA (range) NIzAuAMIUTUTY 0.01 - 2.0 mg/ml NANTT
NAFBUKARIAIAITI 22 Uartioyanani1InsI9aeuY19eIn1Tin (range) 31NAN199 22 1as1ansm

FENINAITUTUAUAT area WuInA" Correlation coefficient (%) iU 0.999 (NUgIUIRTFIU > 0.995)

NANISNAADULAAIAIANTIN 22 WATAINA 14

A19197 22 NANINAFDUTIVDINITIA (range) VO9aNT carbaryl N15eAUANUIINTY 0.01 - 2.0 mg/ml

AMULNdY (mg/ml) Peak area level




911 34/151

0.01
0.10
0.50
1.00
1.50
2.00

1383.330 1
1933.036
4275.592
7721.603
11003.450
13944.100

N A WDN

Area

8000.000

6000.000

4000.000

0.000

vy = 6387.x + 1270.
R? = 0.999

0.00 0.50 1.00 1.50 2.00

concentration (mg/mLU)

2.50

AT 14 wans Calibration curves a@1sazans carbaryl 6 level (0.01 - 2.00 mg/ml)

2) 159 579@UA T LEUASY (linearity) iAa13du 0.01 - 1.00 me/ml Han1s

NAFBULARIRINNT1NT 23 waviihdeyananisnsianadeuauludunse (inearity) 91nm151991 23 Wi

N33 9N 319AUTUTUUAT area Wud1A Correlation coefficient (r?) iU 0.999 (\NaUTUINTFIU >

0.995) NANITHATILILAAIFINNGT N 23 LALAINA 15

A1519% 23 wan1snaaa ULl Tuldunse (linearity) vesans carbaryl AsgAUAI T UTY 0.01 -

1.00 mg/ml

AMUTNIY (mg/ml)

Peak area Level
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0.01
0.10
0.20
0.40
1.00

10000.000

8000.000

6000.000

Area

4000.000

2000.000

0.000

1388.220 1
1933.036 2
2543.58 3
3985.592 4
7751.603 5
y = 6464.x + 1309.
Rz =10.999
0.00 0.20 0.40 0.60 0.80 1.00 1.20
concentration (mg/ml)

AT 15 uans Calibration curves a@sazans carbaryl 5 level (0.01 - 1.00 mg/ml)

1.3.5 319@0UAULTEN (precision)

N15MTIADUANNLNEY VOIIFIATIENUTUIUEI1T08NgNT carbaryl 11 3 5¥AUAIN

WNTU AB 0.3, 0.5 waz 1.0 mg/ml AUEIAU LARIRIRITINTN 24
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A1919% 24 N19ATIEU precision TunAnSuga1A9ALNAY carbaryl 85%

UM AUNDY 0.3 mg/ml AMULdNTY 0.5 mg/ml AMULNTY 1.0 mg/ml

% Yt (mg)  %dimsranu  dwth (mg)  %fiasaanu  wwiih (me)  %fasaanuy

1 8.80 91.93 14.70 92.77 29.40 91.42

2 8.80 90.54 14.70 92.84 29.40 91.70

3 8.80 90.47 14.70 92.09 29.40 91.49

4 8.80 90.44 14.70 91.95 29.40 91.53

5 8.80 90.74 14.70 91.61 29.40 91.57

6 8.80 91.29 14.70 91.38 29.40 91.42

7 8.80 90.49 14.70 91.37 29.40 91.95

8 8.80 90.45 14.70 91.94 29.40 91.48

9 8.80 91.49 14.70 91.27 29.40 91.79

10 8.80 90.45 14.70 91.94 29.40 91.82
Mean 90.83 Mean 91.92 Mean 91.62
SD 0.54 SD 0.55 SD 0.19
%RSD 0.60 %RSD 0.60 %RSD 0.20
Predicted Predicted Predicted
Horvitz RSD 1.33 Horvitz RSD 1.33 Horvitz RSD 1.33
HORRAT 0.45 HORRAT 0.45 HORRAT 0.15

1.3.6 #92980UANNLLU (Acuracy) suaamiaaﬂqwé carbaryl
M59980U Accuracy TusUBs %Recovery IAgNANTUINUNUTA NN UAYS AOAC
dmSuansAfiusunamnnngt 10% A1 % Recovery nevagluyig 98 - 102% Fnrsnadeuil 3 sERuAI
Wty A 0.3, 0.5 waz 0.7 mg/ml lngifuansasaisuinsgiu carbaryl (10 mg/ml) Usu1ns 0.3, 0.5 was
0.7 ml aslu sample origin U5u1915 5 ml (0.1 mg/ml) iwToulilu volumetric flask ¥u19 10 ml $1u7u
10 91 Y3UU33M05818 methanol nan15 A5 ziauanslunsnedt 25 n15Usziiuan accuracy 910 %
recovery Imamiﬁmﬁﬂ%mmmiaaﬂqw%‘ carbaryl #kfuAn origin uaz spike LIMANAABLAZAILIIAT %

recovery lagA1990g/luraa 98 -102 % AUNUINNITAANTUEMTUATNAUTUIULINATY 10% V83 AOAC

(1993) WU %Recovery ¥89a13 carbaryl WU 101.53%, 101.23% waz 101.04% audrdu Adildet

Y

Tu229 98 -102 % ANULNUSIANUATDI AOAC



A1519fl 25 Nan15 %Recovery U84 carbaryl 7 3 syduududy (0.3, 0.5, 0.7 mg/ml)
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$waugr § 29 8149 Spike 0.3 ml Spike 0.5 ml Spike 0.7 ml

Ly (0.3 mg/ml) (0.5 mg/ml) (0.7 mg/ml)

(0.1 mg/ml) mg/ml %R mg/ml %R mg/ml %R
1 0.098 0.402 101.53  0.604 101.29  0.802 100.63
2 0.097 0.401 101.16  0.606 101.66  0.800 100.43
3 0.097 0.402 101.57 0.604 101.42 0.800 100.46
4 0.097 0.401 101.08  0.605 101.60  0.797 100.02
5 0.097 0.402 101.69  0.601 100.82  0.792 99.28
6 0.097 0.402 101.79 0.607 102.02 0.799 100.34
7 0.097 0.401 101.43  0.599 10046  0.795 99.75
8 0.098 0.403 101.78  0.604 101.37  0.798 100.06
9 0.097 0.401 101.45 0.603 101.17 0.797 100.00
10 0.097 0.403 101.87  0.600 100.53  0.793 99.45
Mean 0.097 0.402 101.53  0.603 101.23  0.797 100.04
SD 0.000 0.001 0.26 0.003 0.50 0.003 0.44
%RSD 0.34 0.194 0.26 0.432 0.49 0.411 0.44

1.3.7 NaN15713398UAIIUNY (Robustness/Ruggedness) %ﬁ%‘wmaaumia'@ﬂqw% carbaryl

FIN1INTIVADUAIINNY (Robustness/Ruggedness) Aiuniseg 2 35n15he

1) ANdUNIINAEIUAI8E198159NgN5 carbaryl 85% W.P. aelian1ien1svnass

AEINULARIMTNINAZULANA1T HANITNARBIAILARASLUAIIIN 26 LagIINTBYANANITNAADUNUTN AN

Precision vesfnaaouvisansau A1 %RSD 11U 0.54 wag 0.49 wazA1 HORRAT WU 0.41 WAz 0.36 B

nauigaNsuNIaesay (\Nael HORRAT < 2; AOAC) Uagdanuindayananisnaaeauyeidmininaaaunsass

AUUTZIIUMBERR t-test llumnasiuegslitedRyiseAuAIILToIU 95%

(teat = 0.44, thia= 2.12) KANISNAFDULANIAINITINN 27
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M13197 26 LWUIUTBURANTNAGBUANTBaNGYIS carbaryl 85% w/v EC SenineEmaaauil 1 uag 2

AMULINDY 1.0 mg/ml

Sruaudh Fnasoui 1 fwasoudl 2
il (mg) %insIany  Ywin (mg) %TinTIANY
1 29.40 84.33 29.40 84.32
2 29.40 84.67 29.40 84.47
3 29.40 84.48 29.40 84.79
4 29.40 84.52 29.40 84.41
5 29.40 84.56 29.40 84.26
6 29.40 84.38 29.40 84.41
7 29.40 84.91 29.40 84.19
8 29.40 84.15 29.40 84.15
9 29.40 85.68 29.40 85.54
10 29.40 84.05 29.40 84.32
Mean 84.57 Mean 84.49
SD 0.46 SD 0.41
%RSD 0.54 %RSD 0.49
Predicted Horvitz RSD  1.33 Predicted Horvitz RSD 1.33

HORRAT 0.41 HORRAT 0.36
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ms’mﬁ 27 t-Test: Two-Sample Assuming Equal Variances

Mean 84.60  t Stat 0.44
Variance 0.23 P(T<=t) one-tail 0.33
Observations 9.00 t Critical one-tail 1.75
Pooled Variance 0.21 P(T<=t) two-tail 0.66
Hypothesized Mean Difference 0.00 t Critical two-tail 2.12
df 16.00

2) Auflunsneaausiega1soengws carbaryl 85% W.P. lngvnsidsuaiesie
HPLC Bniasaanila Mneduiadaiientudnsunils wazaeldannzdeuludnaniig nanimeassiuansly
A15197 28 WU A Precision veaASes HPLC Bifa Algilent 3U HPLC 1100 wag 1383 HPLC Bt Algilent
$U HPLC 1260 1¢iA1 %RSD Wity 0.49 wag 1.13 audsy wazdmuindeyananisnaaeuveaaie HPLC
WiaeaAiosUstliugieadd t-test llunnsnefuogaivodn ”aujﬁiw‘ﬁ’umwm%ﬁu 95% (topserveq = 0.58,

toca= 2.12) NANSNAABULEAIAINITINT 29

A135199 28 WIBUMBUUTUIUNATIINUVDIA1990NaNT carbaryl 85% W.P. 58111919 A58 HPLC 898

Algilent 1 HPLC 1100 uay LA3ad HPLC v Algilent Ju HPLC 1260

AMUIUTY 1.0 (mg/ml)

§hwaus1  wASes HPLC 1100 (1.0 mg/ml) 1384 HPLC 1260 (1.0 mg/ml)
twin (me) %AATIAINY VWi (mg) %7iNTIINY

1 29.40 84.32 29.30 84.91
2 29.40 84.47 29.30 84.63
3 29.40 84.79 29.30 84.62
4 29.40 84.41 29.30 83.48
5 29.40 84.26 29.30 83.54
6 29.40 84.41 29.30 86.69
7 29.40 84.19 29.30 83.67
8 29.40 84.15 29.30 84.20
9 29.40 85.54 29.30 84.03

—
(@)

29.40 84.32 29.30 83.83
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Mean 84.49 Mean 84.36
SD 0.41 SD 0.95
%RSD 0.49 %RSD 1.13
Predicted Horvitz RSD  1.33 Predicted Horvitz RSD  1.33
HORRAT 0.36 HORRAT 0.85
A15197 29 t-Test: Two-Sample Assuming Equal Variances
Mean 84.51  tStat 0.58
Variance 0.19 P(T<=t) one-tail 0.29
Observations 9.00 t Critical one-tail 1.75
Pooled Variance 0.58 P(T<=t) two-tail 0.57
Hypothesized Mean Difference 0.00 t Critical two-tail 2.12
df 16.00

1.3.8 wansUszutaAnLliiuiueu (Uncertainty) veda1seanaws carbaryl 85% W.P.

A151991 30 agﬂmwwﬁ Relative Standard Deviation (RSD)

Source Value (X) Std. Unc (U,)  RSD (U/x) RSD?

Balance (std. w) 10.2 mg 0.120200 0.0117843137 0.0001388700
Balance (sample. s) 29.4 mg 0.120200 0.0040884354 0.0000167153
Purity (std. p) 98 0.005800 0.0059183673 0.0000350271
Vol. flask (std. Ds ) 10 ml 0.029000 0.0029000000 0.0000084100
Vol. flask (sample. Dw) 25 ml 0.072269 0.0028907600 0.0000083565
Area (std. Hs) 1416.585 2.382950 0.0016821792 0.0000028297
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Area (sample. Hw) 1521.316 6.895040 0.0045322868 0.0000205416

3 RsD’ 0.0002307503

| - - - 2 " " " "
Uc = Comy RSD,,” + RSD_“+RSD, " + RSDy. +RSDp,,“ + RSDy.” + RSDy,,~ + RSDg.~

85x 0.0002307503 = 1.2911896447

Uc = 1.2911896447
UE =2X UC
=2 x 1.2911896447
= 2.58
sreauAIANUlllUYeY % carbaryl = 91.62 + 2.58

Arauliwiueulunisiansesnududiauldeiuouninsgiu auurawes k=2 Fullszduaruiula
Useanad 95% Mun1snszateluulnd nsuszliuarauliiluueuiansanaiy NAMAS-NIS Guide to the
Expression of Uncertainty in Testing, 1% ed. 1994 England wagsieauaianuliuuueuduavdodidey 2

AU

4 L%
1.4. nan15aaszimndsunauanseangnsaisludauny (carbosulfan)

1.4.1 HanNISNAIUNITN15IAIILENS carbosulfan

[y v a v

sulfan @neimanganvaunIad HPLC Turesl§uanisiassningdunsion1anisinyns d1n3douay

q

PAUINISINYATUAN 4 A

Column : Lichrospher 100 RP-18 (5um) A11813 250 X 4.0 (i.d.mm)
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Mobile phase : methanol : water (90 :10)
Injectionvolume : 10 pl

Detector : Dioadarray Detector (210 nm)
Run Time : 8 min

ANNLNMUILAUVDNATDI HPLC-DAD d1115UN153AS1¥1@NS carbosulfan Nanis

[

NAFOUNUINFY QY1048 Sovent blank LiTA15DUTUNIUKARAIAININT 16 FQYy10dVDIEITUINTFIY

[ 2Rg]

carbosulfan Lazdaye1vesa15@I9819 carbosulfan 20% TTa1TDUIUNIULAAIRININT 17-18

A 16 dygradlasunlannsuees Sovent blank @m5Un153ATIERETS carbosulfan

A9 17 dyaradlasuilaunsuveddyyIvedasuInggIu carbosulfan
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DAD1 C, Sig=210,8 Ref=360,100 (590427\25590060.D)

mAU j s
3000 | g
1 8
2500 | 8
2000 s T
| “ |/ by A
1500 | B "' ‘f -‘ [
- Ll A
1000 il / sl : l .\
| |l
500 | | "\ ) \J \ / \
\ |
01 S s J v \_ e
.{774/ |—A~ T T T T T - o=
0 1 2 3 4 5 min

i 18 dyaalasunlannTuresdyy1dU99RI98 18 carbosulfan 20%
1.4.2 wanmsmusunanseangni carbosulfan
1) A1 %RPD Y84 peak area @13ava8a15uInIgIU C1 wag C2 dalaiiu 3% wanis

U QI
NAADULLAAIAINITINN 31

AN997 31 N15UseLiueT %Relative Percent Different (%RPD) V9E1TUINIF1U carbosulfan

GUEHQL R g viwiin

peak area average %RPD
carbosulfan (mg)
c1 10.3 17924.10000
2 10.8 17820.80000 17872.450 0.578
c1 10.3 17887.70000
2 10.8 17824.00000 17855.850 0.357
C1 10.3 17723.80000
c2 10.8 17874.40000 17799.100 0.846
C1 10.3 17853.20000
c2 10.8 18012.50000 17932.850 0.888
C1 10.3 17895.50000
c2 10.8 17983.30000 17939.400 0.489
C1 10.3 17893.60000
2 10.8 17901.10000 17897.350 0.042

1.4.3 nan1snsivaeuadudunse (range/linearity)
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1) NIRTIVADULVDINTTIA (range) NTLAUVAULUNTU 0.01 - 2.0 mg/ml Wans

NAFDULARAIAINITINN 32 Uazi1UoyaNan1InTIEDUYINVBINITIA (range) 31NAT19N 32 U1@F19NTIN

SENINIAULTY

YUNUAT area WU

NANISNAADULAAIAINNGTIN 32 WATNINA 19

171 Correlation coefficient (r?) 111U 0.999 (\NAUINTFIU > 0.995)

A1919% 32 NANIINAFDUTIIVDINITIA (range) VB IS carbosulfan M52AUAIINLTNTY 0.01 -

2.00 mg/ml

AMULNIY (mg/ml) Peak area level
0.01 2080.075 1
0.10 2455.031 2
0.50 3661.650 3
1.00 5411.350 4
1.50 6891.300 5
2.00 8441.100 6

9000.000

8000.000

5000.000

Area

4000.000

2000.000

1000.000

0.000

y = 3191.x + 2105.
Rz = 0.999

0.00

0.50

1.00 1.50 2.00 2.50

concentration (mg/ml)

AT 19 uans Calibration curves a@1sazans carbosulfan 6 level (0.01 - 2.00 mg/ml)

2) 1159 29auAluEUASY (linearity) fin113dy 0.01 - 1.00 mg/ml Han1s

NAFBULARIRINNTIT 33 waviihdeyananisnsianadeuauudunse (inearity) 91nM151991 33 W1ai9
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N33 9N I9AUTUTUTUAT area Wud1A Correlation coefficient (r?) i1y 0.999 (\NUTNUINTFIU >

0.995) NANNTLATIALEAIAINNTIN 33 WazAINT 20

A15197 33 wan1snageuANUuldunse (linearity) ¥09a15 carbosulfan AseAuAMMELTY 0.01 - 1.00

mg/ml
AMUIUTY (Mmg/ml) Peak area Level
0.01 1888.896 1
0.10 3553.269 2
0.20 5950.624 3
0.40 9575.300 4
0.80 16973.300 5
1.00 21015.950 6
25000.000
20000.000
o 15000.000
o
< 10000.000 y = 19155x + 1813,
Rz = 0.999
5000.000
0.000
0.00 0.20 0.40 0.60 0.80 1.00 1.20

concentration (meg/ml)

AT 20 wans Calibration curves @1sazans carbosulfan 6 level (0.01 - 1.00 mg/ml)



1.4.5 ATI9@UAULTYY (precision)
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N13ATIVFOUAMUTIE VBIIDUATIZRUTUIUEITOONONT carbosulfan 7 3 FzAUAIIM

WU A 0.3, 0.5 wag 1.0 mg/ml AUEIAU LERIRINITINTN 34

A1999 34 N1IATIVAOU precision TUKARAUTMAITAITALLAY carbosulfan 20%

U ANUTUTU 0.3 mg/ml

[%

AILTILTY 0.5 mg/ml

AU 1.0 mg/ml

g vwedn (Mmg)  %fnsrany Vit (mg)  %finsramy vhwedn (mg)  %finsIany
1 37.50 24.83 62.50 23.61 125.00 17.90
2 37.50 24.79 62.50 23.60 125.00 18.00
3 37.50 24.83 62.50 23.59 125.00 18.08
4 37.50 24.83 62.50 23.74 125.00 18.18
5 37.50 24.84 62.50 23.66 125.00 18.11
6 37.50 24.73 62.50 23.47 125.00 18.28
7 37.50 24.86 62.50 23.58 125.00 18.32
8 37.50 24.78 62.50 23.68 125.00 18.32
9 37.50 24.96 62.50 24.96 125.00 18.29
10 37.50 24.81 62.50 23.43 125.00 18.26
Mean 24.82 Mean 23.73 Mean 18.17
SD 0.06 SD 0.44 SD 0.15
%RSD 0.24 %RSD 1.86 %RSD 0.81
Predicted Predicted Predicted
Horvitz RSD 1.44 Horvitz RSD  1.44 Horvitz RSD 1.46
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HORRAT 0.17 HORRAT 1.29 HORRAT 0.55

1.4.6 #579@0UANULIY (Acuracy) suaqmiaaﬂq'w'é carbosulfan

M998 Accuracy tugUBY %Recovery LAgNANTUINUNUA NN UAYBS AOAC
dmfuansiifiuFunaminnit 10% a1 % Recovery #osaglurag 98 - 102% siinnsmageuil 3 sedualm
Wudu Ao 0.3, 0.5 wag 0.7 mg/ml lnglAnansagansuInggiy carbosulfan (10 mg/ml) Usu1as 0.3, 0.5
waz 0.7 ml aslu sample origin Usu1915 5 ml (0.1 mg/ml) Fumseulily volumetric flask U1 10 ml
$1uaU 10 $1 USuU3annssae methanol manisvadeusuansluansnad 35 nsusediun accuracy 910 %
recovery Imamﬁﬁwmﬂ%mmmiaamwé carbosulfan 7iduen origin wae spike WVANRABLAYAIUIIAT
% recovery lngefasagluyie 98 -102 % AN UTNITRIIIUNEIMSUATATIUSHLINATT 10% VB
AOAC (1993) WU31 %Recovery U94d135 carbosulfan 711U 100.11%, 100.73% tag 100.83% A1Ua16AU

Aiilsieglugag 98 102 % punasifuAYes AOAC

a1519fl 35 Han1591 %Recovery 483 carbosulfan 71 3 szduAMLELAY (0.3, 0.5, 0.7 ma/ml)

f29819 Spike 1 ml Spike 2 ml Spike 3 ml
. y bty (0.3 mg/ml) (0.5 mg/ml) (0.7 mg/mUl)
UL —— —— ——

(0.1 mg/ml) wUVU %R LUNVU %R UVU %R

mg/ml mg/ml mg/ml

1 0.100 0.399 99.85 0.602 100.43  0.800 100.00
2 0.100 0.401 100.31 0.604 100.92 0.810 101.42
3 0.101 0.401 100.10 0.601 100.10 0.807 100.98
a4 0.100 0.400 100.00 0.606 101.05 0.802 100.23
5 0.099 0.400 100.14 0.604 100.88 0.807 101.15
6 0.099 0.401 100.48 0.605 101.03 0.803 100.57
7 0.100 0.400 100.03  0.603 100.67  0.806 100.91
8 0.100 0.401 100.23 0.605 101.01 0.808 101.06
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9 0.101 0.400 99.66 0.603 100.46  0.809 101.14
10 0.100 0.401 100.32  0.604 100.76  0.806 100.86
Mean 0.100 0.400 100.11  0.604 100.73  0.806 100.83
SD 0.000 0.001 0.24 0.001 0.32 0.003 0.44
%RSD 0.84 0.110 0.24 0.154 0.31 0.059 0.44

1.4.7 Han1990 53980 UAINUNU (Robustness/Ruggedness) Guaﬁ'%w@aaumsaaﬂqw%

carbosulfan InN150533@8UAIUNY (Robustness/Ruggedness) Ailun1seg 2 35n13e8

1) AHUNITNAFOUAI9E1981580NN5 carbosulfan 20% w/v EC aelaan1iznis

nAapAgINULALINTAINAGBULANANAY HAN1TNARDIRILARTlUN1I19T 36 Lagandayaran1snAdeY

WU A1 Precision YBIENA@DUNIARIAY AR %RSD WU 0.98 Uag 0.93 warA1 HORRAT Wiy 0.67

way 0.64 YUNUNLDUSUNIADIAU (1NAW91 HORRAT = 2; AOAC) LLazé’qwud’ﬁ’fayamamimaammLa’fmﬁwﬁ

NndoUNIEeIAUUITEIUMEEDR t-test Luuanateiueg1ditedreissaunuTosiu 95%

(tear = 0.35, toica= 2.12) NANISNARDULEAIAINITIN 37

[y

A1519% 36 LWIgULgUNaNINAGRUENTERNgYIS carbosulfan 20% w/v EC Seninegmaaauil 1 uag 2

AMUINTY 1.0 mg/ml

UL JAnagaunl 1

v

¥
=

ANAgaun 2

Y

4

ymtin (me) %finTIaNy  Uwiin (me) %TiNTIANY
1 125.00 1791 125.00 17.89
2 125.00 18.11 125.00 17.90
3 125.00 18.02 125.00 18.14
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4 125.00 18.15 125.00 18.21
5 125.00 18.08 125.00 18.14
6 125.00 18.14 125.00 18.43
7 125.00 18.35 125.00 18.30
8 125.00 18.42 125.00 18.23
9 125.00 18.46 125.00 18.14
10 125.00 18.25 125.00 18.27
Mean 18.19 Mean 18.16
SD 0.18 SD 0.17
%RSD 0.98 %RSD 0.93
Predicted Horvitz RSD  1.46 Predicted Horvitz RSD 1.46
HORRAT 0.67 HORRAT 0.64

A15797 37 t-Test: Two-Sample Assuming Equal Variances

Mean 19.32  t Stat 0.35
Variance 0.03 P(T<=t) one-tail 0.37
Observations 9.00 t Critical one-tail 1.75
Pooled Variance 0.03 P(T<=t) two-tail 0.73
Hypothesized Mean Difference 0.00 t Critical two-tail 2.12
df 16.00

2) AWTUNIINAABUAIDE1981508NgNT carbosulfan 20% w/v EC lagyiinsiasy

\A5093 HPLC dnwAseanile ldreaudsiameniudndunile waznieldannetesulednaning nan1smaasd

[

Fauandlum1snadl 38 Wud1 A1 Precision ¥8iA3ad HPLC B%e Algilent 3u HPLC 1100 uag 1A309 HPLC

LY o 1

f9e Algilent §u HPLC 1260 léiAn %RSD winfu 0.81 uay 1.13 mwddy wazdmuindeyananisvnaey

a v d o dl

999bA389 HPLC 719899A309UseLlUmeand t-test lwanm19nuag19ided1AuNseaua1Nudatuy 95%

o

(topserved = 0.29, toitica= 2.12) NANSNAABULEAIAIAITIN 39

A13197 38 LUSHUBUUIIUNNTIANUVBIA598NNT carbosulfan 20% w/v EC 531379 1303 HPLC 80

Algilent u HPLC 1100 ua Le3es HPLC Bve Algilent u HPLC 1260
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AMUIUTY 1.0 (mg/m)

§hwaus1  1e38¢ HPLC 1100 (1.0 mg/ml) 1399 HPLC 1260 (1.0 mg/mU)
Ywin (me) %insaawy  thutin (me) %iinsrany
1 125.00 17.90 125.00 19.71
2 125.00 18.00 125.00 17.16
3 125.00 18.08 125.00 18.38
4 125.00 18.18 125.00 18.39
5 125.00 18.11 125.00 18.36
6 125.00 18.28 125.00 18.45
7 125.00 18.32 125.00 18.46
8 125.00 18.32 125.00 18.39
9 125.00 18.29 125.00 18.32
10 125.00 18.26 125.00 18.30
Mean 18.17 Mean 18.39
SD 0.15 SD 0.60
%RSD 0.81 %RSD 3.28
Predicted Horvitz RSD  1.46 Predicted Horvitz RSD  1.46
HORRAT 0.55 HORRAT 2.25

A15797 39 t-Test: Two-Sample Assuming Equal Variances

Mean 18.20  t Stat 0.29
Variance 0.01 P(T<=t) one-tail 0.39
Observations 9.00 t Critical one-tail 1.75
Pooled Variance 0.09 P(T<=t) two-tail 0.77
Hypothesized Mean Difference 0.00 t Critical two-tail 2.12

df 16.00




1.4.8 #an1sUszuaAInd 1 bindueu (Uncertainty) 404815080005 carbosulfan

20% w/v EC

A151497 40 #3Un131A1 Relative Standard Deviation (RSD)
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Source Value (X) Std. Unc (U,)  RSD (U,/x) RSD?
Balance (std. w) 10.2 mg 0.120200 0.0117843137 0.0001388700
Balance (sample. s) 125.0 mg 0.120200 0.0009616000 0.0000009247
Purity (std. p) 98 0.005700 0.0058163265 0.0000338297
Vol. flask (std. Ds ) 10 ml 0.029000 0.0029000000 0.0000084100
Vol. flask (sample. Dw) 25 ml 0.072269 0.0028907600 0.0000083565
Area (std. Hs) 1883.435 0.700036 0.0003716803 0.0000001381
Area (sample. Hw) 1810.04 5.477453 0.0217307380 0.0004722250
Density (SG) 0.943 0.000000 0.0000000000 0.0000000000
0.0006627540

> RSD’

| 7 7 7 2 7 a3 ¥ -
Uc = Coorma| RSD,,? + RSD_*+RSD,? + RSDp, +RSDp,,* + RSDy.* + RSDy,, > + RSDy*

Uc = 0.5148801772

Ue =2 x Uc
=2 x 0.5148801772
=1.03

20 x 0.0006627540 = 0.5148801772

SeuAIANUlNwLYOY % carbosulfan = 18.17 + 1.03

1 1 1 (% al' < 1 1 1 4 d[ a 19 o:/
A lduwiueulunisiansenuduaanulduiveuninsgiu aaunawmes k=2 Fallsgauaiudule
Uszanad 95% AUN15NSEANLUUUNR n1sUsiliuAInulluUduaunasuIm1n NAMAS-NIS Guide to the

Expression of Uncertainty in Testing, 1% ed. 1994 England wagseauaimnulduiusuluautdvdfey 2

AL
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2. Ysuuszana 2560 nguans : lnsazlenad (triazophoa), lawinten (dimethoate), lnaz@uau

(diazinon), waznguansdasiunidalsane : wludla (benomyl)

2.1 man1saasemUsunaanseangndlnseslaned (triazophos)
2.1.1 Han1sWAINIIBNITIATIZINEIT triazophos @n12gnuzanveaIay GC-FID Tu

Vel URnTiinseningdunsienamanens dudndfeuasinmunnisinunsiuni 4 e

Column : capillary, HP-5 (30m x 0.32mm ID, 0.25 um film thickness)
Gas flow rate Helium (carrier gas) 50 ml/min, Hydrogen 30 ml/min,
Air 300 ml/min
Split injection : Split ratio 50:1, Split flow 150 ml/min
Injection volume : 1 pl
Temperature : Oven 250°C, Inlet 250 °C, Detector 250 °C
Detector : Flame lonization Detector
Run Time : 5 min

2.1.2 namsmyUsunaa1seangvd triazophos

1) A1 %RPD V04 peak area @13ava8a15uInIgIU C1 wag C2 AaAlaiiu 3% wanis

NAFDULARNIAIRNNTIN 41

AN997 41 N15UsELlueT %Relative Percent Different (%RPD) VDIATNINIFIU triazophos

GUEHQL Tl tiwaiin

peak area average %RPD
triazophos (mg)
C1 12.5 133.78275

c2 125 133.77859 133,781 0.003
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C1 12.5 135.81236
c2 12.5 134.74023 135.276 0.793
C1 12.5 135.30788
c2 12.5 135.57683 135.442 0.199
C1 12.5 133.61285
c2 12.5 133.91147 133.762 0.223
C1 12.5 135.41916
c2 12.5 135.48729 135.453 0.050
C1 12.5 134.07791
217911
c2 12.5 135.33148 0.931

a a

2.1.3 wan1snsavdouauudunss (Linearity) ¥938150193§1U triazophos

N195953980UAMILTUIEURTY (Linearity) MszAuA11udNdu 0.01 - 2.0 Hadnsu/

Ja3aM5 NANISNAADULARIAINITINN 42 LLazﬁﬁayJamamimafﬂaaufﬂ’1m;mwma%nmi’ﬁ/\liwd’mmm

Wuduiua area 91nnsUsEluRg@Iene AT (Visual inspection) wuindliauludunss wazwuanen

Correlation coefficient () 1¥11f1U 0.99927 (NUFUIATFIU > 0.995) HANITNATDUKAAIFINNTNA 42 Uag

ﬂ’]‘W‘]?II 21

A9199 42 HANINAADULINBINITIA (range) UBIENT triazophos NTEAUAMULTNTY 0.01 - 2.00 mg/ml

ALTLTU (Mmg/ml) Peak area level
0.01 2.64784 1
0.10 21.6899 2
0.50 72.14320 3
1.00 143.85326 4
1.50 203.05487 5
2.00 270.92291 6




Calibration Curves

A"‘g 4 | triazophos at exp. RT: 1.477
250_: _,/’5 FID1 A, Front Signal
] P Correlation: 0.99927
200 /xg’ Residual Std. Dev.: 4.45667
150_: Formula: y = mx + b -
5 m:  134.26022
100_: v b >
T x: Am
8045 A 43
1+
03—
0
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A 21 WARIYIYBINTTIA (range) @Nsazany triazophos 6 level (0.01 - 2.0 mg/ml)

2.1.4 HANNINTIAADUYINBINTIN (Working range) UBaNTUINTFIU triazophos

NIIATIVADUYVOINTITIA (Working range) M1AM3LTL 0.10 — 1.00 Hadnsu/iaddns wa

NINAFBULAAIAIATTINN 43 UaziUBANANITATIINAADUYIVBINTIA (Working range) 3INANT1H 43

UNAS19NTINTENINIAMULINTUNUAN area WUI1A1 Correlation coefficient (r) 1WINAU 0.99505 (Lneua

UINTFIU > 0.995) NANITIAATIALAAIRINITIN 43 WaznINg 22

A15199 43 wan1snaaeuauduldunss (linearity) ¥89815 triazophos N1sgAuAIdugU 0.01 - 1.00

mg/ml

ALY (Mmg/ml) Peak area Level
0.01 2.61352 1
0.10 21.48869 2
0.20 27.11190 3
0.40 48.31276 4
0.80 102.81961 5
1.00 142.76123 6
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Calibration Curves

Area +| triazophos at exp. RT: 1.472
] ///// FID1 A, Front Signal
L . Correlation:
100 - ///’g Residual Std. Dev.:
805 é Formula: y = mx + b
60-3
40—; 2 34
2d +7*
g P o=
0

AW 22 wans pnandudunse (linearity) @158¥a18 triazophos 6 level (0.10 - 1.00 mg/ml)

2.1.5 NAN1IMTIIADUA Precision Y83a1580NEMNT triazophos
Tagandun1SNAEBU 914U 3 STAUANTNTU ADNSEAU 0.5, 1.0 Wag 2.0 mg/ml
FEAUAMULUNTUAE 10 F1 HANISNAABUAT Precision 7 3 SLAUAMUINIUIINNITATIVEBUNITNIUG

(Repeatability) Fauanshuansnad 44

A15197 44 WS EudnnsIanui 3 ANty 31nN1NINTE (Repeatability)

AUGNTU 0.5 (mg/ml)  AULNTU 1.0 (mg/ml) ALY 2.0 (mg/ml)
" Bt (mg)  %fimsaany  wh (me) %TRTITNY i (me) %TimTIINY
1 31.30 36.02 62.50 36.14 125.00 35.64
2 31.30 35.90 62.50 36.10 125.00 35.81

3 31.30 35.88 62.50 36.32 125.00 35.72
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a4 31.30 35.92 62.50 36.14 125.00 35.72
5 31.30 3591 62.50 36.31 125.00 35.74
6 31.30 35.87 62.50 36.16 125.00 35.96
7 31.30 35.86 62.50 36.19 125.00 36.10
8 31.30 36.05 62.50 36.29 125.00 35.51
9 31.30 35.97 62.50 36.06 125.00 35.84
10 31.30 35.74 62.50 36.16 125.00 35.95
Mean 35.91 Mean 36.19 Mean 35.80
SD 0.09 SD 0.09 SD 0.17
%RSD 0.25 %RSD 0.25 %RSD 0.48
Predicted  Horvitz Predicted Predicted

RSD 1.54 Horvitz RSD 1.54 Horvitz RSD 1.54
HORRAT 0.16 HORRAT 0.16 HORRAT 0.31

N13MIIVEOU Precision Viagﬂugﬂﬁum Repeatability Ao n1sasrvaeuaulndiAsiy
spyieteyaiiinserituansualuguves %RSD 9nn1sMAaBsn Precision oglusuues Repeatability ¢
A1 HORRAT wirifu 0.16 0.16 waz 0.31 Fanaueiseuiu HORRAT < 2 (AOAC)

2.1.6 NAN1INTIVABUAN Accuracy maamsaanqmé triazophos
NIA339d0U Accuracy luguves %Recovery AMNMIINITAINTUIVEY AOAC d WU
a157TUSHIINNTT 10% A1 %Recovery neseglugia 98 - 102 lngwIguaisazay stock sample 19l
anududuiuduey (1 me/ml) andunieuaisazaneiiienen origin InediUnansazane stock sample
Us1ms 10 ml ashu volumetric flask vw1m 25 ml §1uau 10 91 USuusunasenefvavanaenlidiu
wEnildadnieies GC isufunTminasgIuiieinTzivUinaansesngns triazophos feyanans

NAEDU Origin WARNIAINITINN 45

#13197 45 Lansr Origin Ua3IaN580nNgV5 triazophos
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S0 Origin (0.5mg/ml)
1 0.508
2 0.506
3 0.505
4 0.509
5 0.507
6 0.504
7 0.509
8 0.505
9 0.505
10 0.504
Mean 0.506
SD 0.002
%RSD 0.39

A | .. PN 1 14 gj a ~ ! a

WNIAT origin TUUUBULATY INUURTEUEITALAULNOWIAT recovery aaTiun
d1582a1y stock sample Usu1as 10 ml aslu volumetric flask au19 25 ml sgAUAMNTNTUaE 10 91
INUUANAITALAIBNINTFIUNTLAUAIIMTUTY 0.5 mg/ml taz 1.0 me/ml aslu sample origin 10 ml #
w3eulAlu volumetric flask 19 25 ml (SgeuAMUNTUaE 10 91) USuUSunsmeivinazanewe i
(% v o a (89 a = (Y A a L4 a £ .
fiu wanlddmsieimenses GC WeuAunImuInsgIuneIns 1z Usunnanseangns triazophos wag
Useifiuen accuracy 910 % recovery lngta1UTunaaseangnd triazophos MduA1 origin anmiALade
LagiguiuA1AlAaINNIT spike WEIAIUINAT % recovery IagARBIRglUYIMINNAINN1THINTUIVDS

AOAC (1993) NSANUIUMNFUNITVN9AN9U

% Recovery = Conc.spike sample — Conc.Original sample X 100

Conc. added



Toyanan1INAaaUNY Accuracy T3UBe %Recovery Aauandluns1an 46

A919% 46 LEARIAT % Recovery UB3aN398NNT triazophos
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§7waus1  Origin Mean  Cone. Added 0.5 mg/ml

Cone. Added 1.0 mg/ml

(mg/ml) Cone. % Recovery Cone. % Recovery
1 1.007 98.68 1.515 100.98
2 1.004 98.76 1.509 98.98
3 0.994 100.60 1.507 98.77
a4 0.998 99.62 1.507 98.48
5 1.009 99.14 1.513 98.41

0.506
6 0.998 99.56 1.503 98.40
7 1.010 98.69 1.504 98.67
8 0.995 98.80 1.500 98.39
9 1.000 98.75 1.492 98.12
10 0.997 99.56 1.494 99.16
Mean - 1.001 99.22 1.504 98.84
SD - 0.006 - 0.007 -
%RSD - 0.589 - 0.497 -

N5M3I380U Accuracy U3UDe %Recovery AHNMIINITHAITUIVEY AOAC dmsu

a15MiUTUININATY 10% A1 %Recovery fotagluyie 98 - 102 3INNTNAGBIMN Accuracy WUINRINATT

WALATUINTFIUNTEAUAUTLTY 0.5 wag 1.0 me/ml larn %Recovery WU 99.22 uay 98.84 miuady

Feagluinaeisausu ves ACAC Nfmunld

2.1.7 HaN13M$I9@0UAN Specificity UaIa1500nENT triazophos

HANNINAABUNINARBIMN Specificity YasansmegsluausansIvinliog1sgnasadansuansning 23
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AT 23 LEAINSLENURYENTazas Blank

2.1.8 NAN1INTIIADUAN Selectivity YBIAI5OBNANT triazophos
NANIINAADUNITNAADINT Selectivity Vo3a15A20819UUANMNNTOLENETT triazophos

ppegniesianisuanining 24

AN 24 EIRINITLYNVBIEITASAYUIATZU triazophos
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2.1.9 NAN15MTIIADUAT Ruggedness VBIaI500NEND triazophos
HANIIATIVADU Ruggedness AMNNITNAADIUANIIENITNARDULALINY WollUAB UL

VAU TOLARARININNTIN 47

a cs ~ ¢ & ea ' o a
AN 47 LUFBUWMBULUDIGUATIATIANUTE VI NEVAADUN 1 LA 2

AMUIUTY 1.0 mg/ml

n fnasouil 1 fnasoudl 2
¥wtin (me) %7inTIANY dwin (mg) %7inTIANY

1 62.1 40.28 62.7 40.21
2 62.1 40.35 62.7 40.42
3 62.1 40.11 62.7 40.61
4 62.1 40.12 62.7 40.76
5 62.1 40.50 62.7 40.65
6 62.1 40.25 62.7 40.79
7 62.1 40.32 62.7 40.54
8 62.1 40.32 62.7 40.59
9 62.1 40.38 62.7 40.69
10 62.1 40.20 62.7 40.70
Mean 40.28 Mean 40.60
SD 0.12 SD 0.17
%RSD 0.30 %RSD 0.43
Predicted Horwitz RSD 1.51 Predicted Horwitz RSD  1.49

HORRAT 0.20 HORRAT 0.28
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N15953980U Ruggedness Ao N159533a0UANLINARLTUTENINTBYaNTIATIE Y
NMsSeuLisugnagey Jauananaluzuved %RSD lar1dsll 0.30 uag 0.43 31NNITNARBINUTIILART

HORRAT Winifu 0.20 wag 0.28 Fesumuinasieausy HORRAT = 2 (AOAC)
2.1.10 NAN15M5I9@BUAT Robustness suaamiaaﬂqmé triazophos

NANT1INII88U Robustness 21nA15NAaslUuanN1IzNITNAdaULAEINY LALUAYY

Column Tun153ns1z9i91n Capillary Colurnn HP-5 (i HP-1 fanandlumnsieil 48

A15199 48 WU uUasduANnTIanUsENnI1e Column HP-5 way HP-1

AMULNTY 1.0 mg/ml

n HP-5 HP-1
twiin (me) %7iNTIINY dwiin (mg) %7iNTIINY

1 63.9 36.7 63.9 36.53
2 63.0 36.65 63.0 36.74
3 63.9 36.97 63.9 37.15
4 63.0 36.79 63.0 37.81
5 63.9 36.48 63.9 37.87
6 63.9 36.49 63.9 37.75
7 63.9 36.56 63.9 38.10
8 63.0 36.41 63.0 37.75
9 63.0 36.43 63.0 38.01
10 63.1 36.60 63.1 37.55
Mean 3.10 Mean 37.53
SD 0.07 SD 0.54
%RSD 2.33 %RSD 1.44

Predicted Horwitz RSD 2.23 Predicted Horwitz RSD 1.53
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HORRAT 1.05 HORRAT 0.94

N19935339@0U Robustness Aan1snTIvapuAulnalfgsiusenineteyaniingieriadn
31nM3SeuLisy Column Bauannaluguued %RSD ARl 2.33 wag 1.44 31NN1TNARBINUINAAT

HORRAT Winifu 1.05 wag 0.94 fanamisansyu HORRAT = 2 (AOAC)

2.1.11 wan1suszanaaInuliniiuey (Uncertainty) 90981509095 triazophos 40% w/v

EC

AM51991 49 a‘gﬂm‘smﬂ"l Relative Standard Deviation (RSD)

Source Value (X) Std. Unc (U,)  RSD (U/x) RSD?

Balance (std. w) 12.5 mg 0.00025456 0.0000203646 0.0000000004
Balance (sample. s) 62.5 mg 0.00025456 0.0000040729 0.0000000000
Purity (std. p) 80% 0.00290000 0.0036250000 0.0000131406
Vol. flask (std. Ds ) 10 ml 0.02900000 0.0029000000 0.0000084100
Vol. flask (sample. Dw) 25 ml 0.07226900 0.0028907600 0.0000083565
Area (std. Hs) 121.453 0.63987507 0.0052684882 0.0000277570
Area (sample. Hw) 181.495 0.98801820 0.0054437649 0.0000296346
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Density (SG) 1.053 0.00000000 0.0000000000 0.0000000000
3 RSD? 0.0093433984
UC = I

Coam |'.;-e:_~:,zaw2 +RSD_*+RSD,” + RSDD:+R5DDW2 + RSDy.* + RSD,,* + RSD.°
= 40 x V0.0093433984

= 40.0 x 0.009

= 0.374

Uc = 0.374

U = 2 x Uc

= 2 % 0.374

= 0.75

nMsneuAnuliniueulunsin 48 % triazophos = 40 + 0.75
Annaliuueulunsindisesududinnuliviueuninsgiu quuames k=2 Falszduausivla
Useanad 95% Mun1snszateluulnd nsuszliuarauliiiueuiansanaiy NAMAS-NIS Guide to the
Expression of Uncertainty in Testing, 1% ed. 1994 England wayseauaimnuldwiueuduautdodfny 2

AU

-4
2.2 HaN15IATITIVIUSHINENSRaNgNS A nten (dimethoate)
2.2.1 HANISWRIUIITAITIATILNENS dimethoate @N1ILMNUILANVDIATDI GC-FID

o v a o

TuesUfiRnsieseiingdunmeninisinuns dinidouasinnmanuasani 4 feo
Column : capillary, HP-5 (30m x 0.32mm ID, 0.25 um film thickness)
Gas flow rate Helium (carrier gas) 50 ml/min, Hydrogen 40 ml/min,
Air 400 ml/min
Split injection : Split ratio 50:1, Split flow 100 ml/min
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Injection volume : 1 pl

Temperature Oven 230°C, Inlet 230 °C, Detector 260 °C
Detector : Flame lonization Detector
Run Time : 5 min

2.2.2 namsmysunaaseangns dimethoate
1) A1 %RPD v04 peak area @15ava8a1suINIgIU Cl wag C2 Tanlaiiu 3% wanis

NAFDUBANIFINITIN 50

A9197 50 N15UsELTLAT %Relative Percent Different (%RPD) V2IE17UIMIFI1U dimethoate

GUEHQL R g viwiin
peak area average %RPD

dimethoate (mg)
C1 10.1 77.03770

77.022 0.041
2 10.1 77.00617
C1 10.1 77.73681

77.637 0.256
C2 10.1 77.53786
C1 10.1 77.26230

77.262 0.002
C2 10.1 77.26092
c1 10.1 77.91919

78.052 0.341
C2 10.1 78.18515
C1 10.1 78.82968

78.880 0.127
2 10.1 78.92981
C1 10.1 77.30710

77.343 0.092
C2 10.1 77.37820

2.2.3 wamsnsvaauanidudunss (Linearity) 9098151193514 dimethoate
n1sns1vaeuAududunse (Linearity) iseduaaududy 0.01 - 2.0 fadnsu/
1ad8ns HANITVARDULANIFINNTIT 51 Lagidoyanan1IATIE0UNMITNETIINTIMTENI19AL
Wuduiual area 9nnsUsEIusgaIsn1ean (Visual inspection) wuandlimananduldunss wagwuinan
Correlation coefficient (r) 1MFU 0.99793 (NATUINTFIU > 0.995) HANITNABULAAIAINNTIA 51 Lag
A 25

A13°97 51 NANISNAABULIVDINITIA (range) UB9AT dimethoate N5zAUANULTNTY 0.10 - 1.50 mg/ml
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AULTUTU (mg/ml) Peak area level
0.01 5.65925 1
0.10 10.21101 2
0.50 38.69930 3
1.00 71.17947 4
1.50 103.25547 5
2.00 150.64780 6

Calibration Curves

Area dimethoate 3
140 - FID1 A, Front
120
100 > Residual S
] Formula: y
80
60 - 4
of 37
20“:12 5 <
< *’
+
0 :
0

AT 25 uanetween1sin (range) @sazane dimethoate 6 level (0.01 - 2.0 me/ml)

2.2.4 HANNINTIFDUYIVBINTIA (Working range) Ue9a151195§1U dimethoate
AsnsIgeuANdudunse (linearity) finudu 0.1 - 1.00 fadndu/faddns nanis
VAFOULARIAIATIT 52 war1UaLANANIINTIINAADUYIIVDINTIA (Working range) MNAT19UIATI
NI IENINIAMTUTUAUAT area WuIAT Correlation coefficient (r) (AU 0.99600 (NTILIASFIW >

0.995) HANITHATIZALAAININNTIN 52 hasn Ny 26
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A15197 52 nan1svadauAuEunse (linearity) vesans dimethoate NsgAUANLLTLNTU
0.01 - 1.00 mg/ml

AULTNTYU (mg/ml) Peak area Level
0.01 5.61329 1
0.10 10.27824 2
0.20 16.55375 3
0.40 27.89269 a4
0.80 60.04470 5
1.00 72.33296 6

Calibration Curves

Area dimethoate at exp. RT: 1.782
70 - 6 FID1 A, Front Signal
60- * Correlation: 0.99600
E ,,/5 Residual Std. Dev.: 2.80049
50? /// Formula: y = mx + b
403 i 71.44422
30 - ;
207 /3/
1041 +
g
0 .
0

AT 26 wansrududunss (linearity) @135azany dimethoate 6 level (0.01 - 1.00 mg/ml)

2.2.5 NAN1IATIFABUA Precision Y83a1580ngM5 dimethoate
TagaNdunITNAGBU 91U 3 TEAUAINMLUNTY ANTEAU 0.5, 1.0 wag 2.0 mg/ml
SLAUANULINTUAY 10 F1 NANISNAABUAT Precision 71 3 SELAUAIUMIUIUINNNITHTIFDUNITNIUGN

(Repeatability) Faandlunsedl 53
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A15197 53 WosIUANATIaNU 3 ANUNdU 91nNNTNIUTT (Repeatability)

AMUUDY 0.5 (mg/mD)  ATNTY 1.0 (mg/ml) AMULNTY 2.0 (mg/m)
" vodn (me)  %dmsrany i (me) %7nTIINY i (me) %TIRTINNY
1 31.40 43.81 65.90 43.57 124.80 43.42
2 29.70 43.56 67.20 43.81 128.80 43.24
3 29.70 43.53 60.60 42.45 124.80 43.03
4 31.40 43.69 62.40 43.28 124.80 43.54
5 31.40 43.81 68.70 43.06 125.10 43.12
6 31.40 43.59 61.00 43.22 125.10 43.11
7 31.40 43.50 62.40 43.11 124.80 43.49
8 29.70 43.47 67.20 43.91 124.80 43.23
9 29.70 43.44 65.90 43.57 124.80 43.44
10 31.40 43.95 61.10 42.85 124.80 43.27
Mean 43.63 Mean 43.28 Mean 43.29
SD 0.17 SD 0.45 SD 0.17
%RSD 0.40 %RSD 1.03 %RSD 0.40
Predicted Predicted Predicted
Horvitz RSD 1.50 Horvitz RSD 1.50 Horvitz RSD 1.50
HORRAT 0.26 HORRAT 0.69 HORRAT 0.27

A13M5I9@BY Precision fiagluguves Repeatability fie nsnsiaaeunwlndifsadiu
seinstoyaiiiinvigiuaninaluguues %RSD 91Nn1sMAaDN Precision Tiogluguaes Repeatability 16
Fn HORRAT winffu 0.26 0.69 waw 0.27 Janausivensy HORRAT = 2 (AOAC)

2.2.6 NANNINTIVABUAN Accuracy V09a1598NaN5 dimethoate
N5M3I380U Accuracy U3UTBe %Recovery MUNMIINITHAITNIVEY AOAC dmisu

A157TUTUINUINNTT 10% A1 %Recovery fadagluyia 98 - 102 lagwwieuansazaiy stock sample 19l
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AMILTNTUALUUDU (1 mg/ml) nTULATENANTaZA8INerIAT origin laaTUiunansazais stock sample
USums 10 ml aslu volumetric flask a9 25 ml 97u3u 10 91 YSutSunsamedvinazatsiwg iy
wathluadieses GC Wisuiunsmlunnsguiedinseimusunna1sesngys dimethoate TayaNanIs

NA@U Origin WARIAINITINN 54

A1319% 54 WansAT Origin Y99a1300ngW5 dimethoate

ST Origin (0.5mg/ml)

—_

0.497
0.494
0.495
0.495
0.494
0.495
0.496
0.495
0.495
0.495

O 00 N O U A OWVLWDN

—
(@)

Mean 0.495

SD 0.001

%RSD 0.17

il origin uduouuds antumisuasazaieiiienian recovery Tnadiun
d3azane stock sample Usums 10 ml aslu volumetric flask vuaa 25 ml sediuaududuay 10 47
mmfuLammsazmammgmﬁsxﬁummvﬁmﬁu 0.5 mg/ml ag 1.0 meg/ml aslu sample origin 10 ml i
wi3eul5lu volumetric flask auia 25 ml (sefupududuas 10 91) USuuSinaseesvhazarsig g

fu wanihludmsizimelnias GC WisuiunsmuInsgIuioTnsesinUsuiuanseasngns dimethoate
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wazUszUAI accuracy 910 % recovery laguiA1UsuNa1500naN5 dimethoate L1UuA1 origin 111
AlRfgLasieuiuANlAINNTT spike WAIATLINAT % recovery tnBA1RDIRL LY IALLNAIINITHAITUN

289 AOAC (1993) NMSAIUIUANNANNITVUNNET

% Recovery = Conc.spike sample — Conc.Original sample X 100

Conc. added

foyananismageum Accuracy Tuguues %Recovery fauandlumisnai 55

N19A539dDU Accuracy Iu'gﬂmaq %Recovery AULNUTINITRAITUIUDY AOAC d115U
a57TUSUNINNTY 10% A1 %Recovery fodagluyae 98 - 102 IMNNTMARBIN Accuracy WUTIIINATT
Auarsunsgiufiseduaududu 0.5 waz 1.0 me/ml 1§A1 %Recovery iU 100.49 Lag 99.69

puaiu Feeglunusieausu ves AOAC finwuall

A13197 55 Uaneen % Recovery Uad@1300ngvs dimethoate

5'1u’3u62}é'1 Origin Mean  Cone. Added 0.5 mg/ml Cone. Added 1.0 mg/ml
(mg/mU) Cone. % Recovery Cone. % Recovery

1 0.999 100.54 1.491 99.41

2 0.999 101.09 1.494 100.00

3 0.995 99.88 1.489 99.34

a4 0.994 99.85 1.497 100.22

5 1.000 101.07 1.487 99.27
0.495

6 0.997 100.47 1.493 99.82

7 0.997 100.09 1.488 99.14

8 1.000 100.96 1.487 99.16

9 0.998 100.53 1.496 100.08

10 0.997 100.42 1.499 100.43

Mean - 0.998 100.49 1.492 99.69

SD - 0.002 - 0.004 -
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%RSD - 0.196 - 0.301 -

2.2.7 HAN1INTIVABUAN Specificity V841500 N5 dimethoate

HANSNAROUNINARBIMN Specificity Yatasmeagaiuaunsansivinlasgagneisaiansuaninini 27

AT 27 LEAINSLENURYENTazals Blank

2.2.8 NAN1INTIIADUAN Selectivity ¥94a1598NaN5 dimethoate
HANITNAADUNITNARBIN Selectivity ¥Ba15AI108190UA15OLENATS dimethoate liag199nFBIRINTS

LAAININT 28

NP 28 LARINITHENVDIATALAILNINTZIU dimethoate

2.2.9 HAN13MIIVABUAT Ruggedness ¥8Ia1500NgNS dimethoate
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HANISATIVADU Ruggedness AMNNITNAADIUANIIENITNARDULAINY WollUAB UL

NAGOU UBYALARIFINITINN 56

A13197 56 Wisuiflsuilesidudfinsanuseninsgvageuil 1 uag 2

AMULdNTY 1.0 mg/ml

n %imaauﬁ 1 Q’maauﬁ 2
Ywin (me) %insaanwy  Uwin (mg) %NTIINY

1 62.9 43.88 63.0 43.9
2 62.5 43.65 63.0 43.8
3 61.8 43.92 62.4 43.8
4 63.0 43.13 62.8 43.9
5 63.0 43.37 62.9 43.7
6 62.4 43.62 63.8 43.7
7 62.8 43.89 62.5 43.8
8 62.9 43.87 62.4 44.0
9 63.8 43.68 62.4 43.7
10 63.8 43.54 62.8 43.7
Mean 43.66 Mean 43.80
SD 0.26 SD 0.11
%RSD 0.59 %RSD 0.25
Predicted Horwitz RSD 1.50 Predicted Horwitz RSD 1.49
HORRAT 0.39 HORRAT 0.17

1%

N3M339@8Y Ruggedness Ao N13ATIddaUANlnAIAgeiusENINtaLaN A 18R
NNTUSEUTBUENAdeU Fawannaluguued %RSD laAdall 0.59 wag 0.25 31NN1TNARBINUTILAA

HORRAT 11U 0.39 wag 0.17 Jaumanadisausy HORRAT < 2 (AOAQ)
2.2.10 HANINTIIADUAT Robustness Y03a1598NaN5 dimethoate
NANIIATIVEDU Robustness 91n1N151Aa89lUAN1IZNITNAZBULREINY WALUABY

Column Tun153psesiann Capillary Colurnn HP-5 (i HP-1 fauandlumisnedl 57

A1519% 57 WlsuieuUasduAnnsianusening Column HP-5 way HP-1
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AMULINTY 1.0 mg/ml

n HP-5 HP-1
Ywin (me) %iinTrany dwidn (mg) %iinsrany

1 62.9 43.88 62.9 43.88
2 62.5 43.65 62.5 43.58
3 62.5 43.41 62.5 43.54
a4 61.8 43.92 62.4 a43.77
5 63.0 43.13 63.0 43.83
6 63.0 43.37 62.4 43.78
7 62.4 43.62 62.9 43.92
8 62.8 43.89 63.0 43.99
9 63.8 43.68 63.8 43.91
10 62.9 43.87 62.9 43.69
Mean 43.64 Mean 43.79
SD 0.27 SD 0.15
%RSD 0.61 %RSD 0.34
Predicted Horwitz RSD 1.50 Predicted Horwitz RSD  1.49
HORRAT 0.41 HORRAT 0.23

N139533@0U Robustness AaN1snTIvapuALlnalfgsiusEnItayaniing1erian
1NN15USEUWIEU Column Bananewaluguvead %RSD laA16al 0.61 uaz 0.34 A1NN1TNARBINUILAA

HORRAT Winifu 0.41 wag 0.23 danamioonsyu HORRAT = 2 (AOAC)

2.2.11 nan1suszanaA1auliduiuey (Uncertainty) 189a1588ngus dimethoate 40%
w/v EC

miwﬁ 58 aq‘dmﬁﬁmm Relative Standard Deviation (RSD)
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Source Value (X) Std.  Unc RSD (Uy/x) RSD?
(U)

Balance (std. w) 10.3 mg 0.00025456  0.000024714 0.0000000006
Balance (sample. s) 25.1 mg 0.00018000  0.000007171 0.0000000001
Purity (std. p) 98.0% 0.00290000  0.002959184 0.0000087568
Vol. flask (std. Ds ) 10 ml 0.02900000  0.002900000 0.0000084100
Vol. flask (sample. Dw) 25 ml 0.07226900  0.002890760 0.0000083565
Area (std. Hs) 66.779625 0.26976831  0.004039680 0.0000163190
Area (sample. Hw) 72.50776 0.66328517  0.009147782 0.0000836819
Density (SG) 1.028 0.00000000  0.000000000 0.0000000000
> RSD’ 0.0001255249

UC = —sam

J RSD,,* + RSD,>+RSD,” + RSD,. +RSD,,,> + RSDy.> + RSDy,,> + RSD,”

= 40xVo.0001255209
= 40.0 x 0.011

= 0.448

Uc=  0.448

Us= 2xUc

= 2 x 0.448

= 0.90

Ass1earuaIALlivdueulunisIn ve9 % dimethoate = 40 + 0.90
1 1 1 [y d' [~ 1 1 1 I3 d" a Ly e.'/
Arr iU ulun1sindsesnwdudianuliviueuuinsgiu AuuNAWes k=2 Fallszauadudula
Usguad %95mMUN15NTEANERUUUNG N15UsEiliuAAnulinUuauRa1sanm1u NAMAS-NIS Guide to the
Expression of Uncertainty in Testing, 1% ed. 1994 England wayseauaianuldwiueuduauiodfny 2

AU
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S,
2.3 Han15AsIenIUsunuansaangunslnezduau (diazinon)
2.3.1 HANISWAIUIATNI5IATIENENS diazinon @N11EMNUILAUVDATEI GC—FID Tu

o

Vo UANTIAT I

v a v

nOEUATIENNNMSINYAT F1nTTBLasiRINSINYATIINT 4 B

Column : capillary, HP-5 (30m x 0.32mm ID, 0.25 um film thickness)
Gas flow rate : Helium (carrier gas) 15 ml/min, Hydrogen 40 ml/min,

Air 400 ml/min
Split injection : Split ratio 45:1, Split flow 67.5 ml/min

Injection volume : 1 pl

Temperature : Oven 260°C, Inlet 260 °C, Detector 260 °C
Detector : Flame lonization Detector
Run Time : 5 min

2.3.2 #an1smydsunaanseangyd diazinon
1) Ain %RPD U843 peak area @15a¥A18A15UINIFIU C1 way C2 HanlaiAu 3%

NAVAADULEAIAINITIT 59

AN9197 59 N15UsELIuAT %Relative Percent Different (%RPD) VDIETUINTFIU diazinon

GUEHQL R g viwiin
peak area average %RPD

diazinon (mg)
C1 10.1 219.55763

219.486 0.065
2 10.1 219.41455
c1 10.1 219.93999

219.087 0.779
2 10.1 218.23418
C1 10.1 218.00465

218.344 0.311
2 10.1 218.68428
C1 10.1 217.57381

218.045 0.432
2 10.1 218.51576
C1 10.1 220.15770

220.562 0.366
c2 10.1 220.96538

C1 10.1 217.64284 217911 0.246




c2 10.1

218.17860
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2.3.3 nan13nsavdouauudunss (Linearity) vedansu1nsgiu diazinon

n15as9aUAILTuLdUnse (Linearity) Nszauaududu 0.01 - 2.0 Hadnsu/

a a

08807 HANITNAFOULEAIAINITIIN 60 LLazﬁﬁaaﬂamamimwaaumﬂmswmm%wmwxlswdwmm

WuduAuAl area 1nA1sUsEIURBEI8R8AT (Visual inspection) wuinfinnuiludunss Lazwuane

Correlation coefficient (r) 1¥1117U 0.99870 (\NUNUINTFIU > 0.995) HANITNAADULARAIAIAITNN 60 haz

ﬂ’]‘Wﬁ 29

A13°97 60 NANINAFDULTIVOINITIA (range) Vo9aT diazinon NTLAUAUTNTYU 0.10 - 2.00 mg/ml

ALTLTU (Mmg/ml) Peak area level
0.01 24.22360 1
0.10 35.38638 2
0.50 102.20237 3
1.00 215.76976 4
1.50 331.60046 5
2.00 441.42789 6

Calibration Curves

//‘

ot

A+
“6

“| diazinon at exp. RT: 1.740

FID1 A, Front Signal
Correlation:
Residual Std. Dev.:
Formula: y = mx + b

m: 213.96650
£ 7 2

0.99870
9.52927

AW 29 wanagasvensin (range) @13azany diazinon 6 level (0.10 - 2.00 mg/ml)

2.3.4 NANNINTIVADUYIIVBINITIA (Working range) Va9aN5uIASFIU diazinon

AMsnsIedauANMduduASe (linearity) fiA1110u 0.01 — 1.00 Haansu/Aadans nans

NAFBULARAIAINIT19 61 kart1ayanan1InTIINAABUYIIVBINTIA (Working range) 31NM1T19NAI4
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N31MsENdNANUTNTUAUAT area Wuien Correlation coefficient (r) WU 0.99518 (NUFININTFIW >

0.995) NANITIHATILVLAAIFINTINN 61 LAEAINT 30

A5 61 wan1saaeuANILTuEUAS (linearity) ¥esans diazinon AsgRuANTNTY
0.01 - 1.00 mg/ml

ALTNTU (mg/ml) Peak area Level
0.01 24.52382 1
0.10 35.33448 2
0.20 63.40800 3
0.40 90.34709 4
0.80 173.64476 5
1.00 218.35057 6

Calibration Curves

Ams | diazinon at exp. RT: 1.741
200 FID1 A, Front Signal
175 - Correlation: 0.99518
150 - Residual Std. Dev.: 8.70893
125_5 Formula: y = mx + b
0. m: 205.20341
75 3 bi 11.36112
E x: Amount p
50 - g «
i1
253 -
o 3
0

il 30 wansauludunsg (linearity) @13aza8 diazinon 6 level (0.10 - 1.00 mg/ml)
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2.3.5 NANINTIVADUA Precision V83a1500na¥5 diazinon
1AEANTUNITNAFOU TI1UIU 3 T2AUAMIUTIUNTUY ANITEAU 0.5, 1.0 kag 2.0 mg/ml
SLAUANULINTUAL 10 F1 HANISNARBUAN Precision N1 3 SLAUAIUIUTUINNNITHITIIFDUNITNIUGN

(Repeatability) Faandlunsedl 62

A15197 62 LWaSITUANATIAaNUT 3 ANUNTU 1nNNTNIUTT (Repeatability)

ANUUdY 0.5 (mg/ml)  ALNTY 1.0 (meg/ml) AMULNTY 2.0 (mg/m)
" dodn (me)  %fimsaawy i (me) %7nTIANY ndn (me) %3N
1 20.70 56.71 41.80 56.13 83.50 55.65
2 20.70 56.28 41.80 56.03 83.50 55.43
3 20.70 56.05 41.80 55.80 83.50 55.47
4 20.70 55.95 41.80 56.00 83.50 55.40
5 20.70 56.67 41.80 55.85 83.50 55.45
6 20.70 56.96 41.80 55.99 83.50 55.40
7 20.70 56.04 41.80 56.70 83.50 55.31
8 20.70 56.22 41.80 55.85 83.50 55.31
9 20.70 56.62 41.80 55.90 83.50 55.42
10 20.70 55.94 41.80 55.96 83.50 55.59
Mean 56.34 Mean 56.02 Mean 55.44
SD 0.37 SD 0.26 SD 0.11
%RSD 0.65 %RSD 0.46 %RSD 0.20
Predicted  Horvitz Predicted Predicted

RSD 1.44 Horvitz RSD 1.44 Horvitz RSD 1.44
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HORRAT 0.45 HORRAT 0.32 HORRAT 0.14

N13M31380Y Precision 7agluguves Repeatability fio N13nsIaaauadailnalAgaiy
TeINTeLANIATIE NN INaTUFUYDS %RSD INN15NARBIN Precision Nagluguues Repeatability Lo

A1 HORRAT Wiy 0.45 0.32 wag 0.14 Fesumunsieausy HORRAT < 2 (AOAC)

2.3.6 HANIATIVADUAN Accuracy U9E580ngNT diazinon
N15M31980U Accuracy U3UBe %Recovery MHNMIINITHAITNIVEY AOAC dmsu
A157IUTUININNT 10% A1 %Recovery fatagluyaa 98 - 102 lagwIeuansazaiy stock sample il
Yy v A ' & a =~ ! L. a
AMILTNTUALUUDU (1 mg/ml) ntUATENANTaZA18INerIAT origin laaTUiunansazais stock sample
Usue5 10 ml aslu volumetric flask 4u1a 25 ml 971U 10 971 YSuUSunsaagsvinazateweg iy
LAt luAnATes GC BUAUNTINUIATFINEIRTIERNUSUIE5eeNgNS diazinon Tayananis

NAABU Origin LAAIAINITINT 63

A19199 63 UAAIAT Origin maqmiaaﬂqm% diazinon

ST Origin (0.5mg/ml)

[N

0.513
0.517
0.517
0.517
0.519
0.520
0.519
0.520
0.515
0.514

O o0 ~N O Uu1 AW N

—
(@]
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Mean 0.517
SD 0.002
%RSD 0.44

ilowAn origin Autusuuda andumssua1sazatetiionian recovery Tnein
d13azan stock sample U3uns 10 ml asly volumetric flask vu1a 25 ml seduaududuas 10 €1
mmffuLﬁumiazm&Jmmgmﬁizﬁ’ummﬁmﬁu 0.5 mg/ml waz 1.0 mg/ml ashu sample origin 10 ml i
wiaeul5lu volumetric flask auia 25 ml (ssuaududuas 10 91) USuuSinaseesvhnazarawg g
fu udniludinseideinies GC WsufunsmimsgIuiielineinnyiinuaiseangnd diazinon uay
UsgliuAT accuracy 300 % recovery Imaﬁwmﬂ‘%mmmiaaﬂqwé diazinon fduen origin WmALRALAY
Weuruildainnis spike wdd AT % recovery Inrdesoglutianiuinasin1sfiansanyes AOAC

(1993) ANSAUIUMIUEUNITIN9EN9

% Recovery = Conc.spike sample — Conc.Original sample X 100

Conc. added

ToyAHANITNAFOUN Accuracy TugUuad %Recovery Aauandlungan 64

A13197 64 LaRIAT % Recovery U83a1500NaW5 diazinon

5’114’31.!;15'1 Origin Mean  Cone. Added 0.5 mg/ml Cone. Added 1.0 mg/ml
(mg/mU) Cone. % Recovery Cone. % Recovery

1 1.022 101.06 1.506 98.94

2 0.517 1.024 101.37 1.512 99.51

3 1.017 99.92 1.514 99.66
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4 1.017 99.95 1.513 99.59
5 1.018 100.11 1.519 100.25
6 1.021 100.87 1.518 100.11
7 1.021 100.73 1.518 100.15
8 1.015 99.57 1.512 99.55
9 1.020 100.53 1.519 100.23
10 1.020 100.62 1.522 100.51
Mean - 1.019 100.47 1.515 99.85
SD - 0.003 - 0.005 -
%RSD - 0.279 - 0.313 -

N19K3I968YU Accuracy Iugwaq %Recovery AALNUTINITRATUYBS AOAC d1m5u
a15MAUTHIUNINATT 10% A1 %Recovery Aodaglugag 98 - 102 3INNTNAGBIMN Accuracy WUINRINATT
WUaIsNINIgIuAsEAuAIUTNdY 0.5 wag 1.0 mg/ml lAA1 %Recovery Wiy 100.47 wag 99.85

Auaiu Feeglunuaeeusu ves AOAC invuall

2.3.7 NAN1395IRABUAN Specificity ¥84a1588NENT diazinon

HANNIVAZBUNITNARDINT Specificity Yo4a5iI0819tLANN50ATIVINABENYNFABININITUARININT 31

2NN 31 LARINISHENUBIANTaYae Blank

U . . Q‘ . .
2.3.8 NANNTMTIVEABUAN Selectivity Va9a1900nNONG diazinon
NANISNAFDUNITNAABINN Selectivity U99aN5AI0819UUENITOLENETT diazinon 19

E]Ej’]ﬂgﬂ(;lj@ﬂﬁﬁﬂ’]'iLLﬁﬂQﬂ’]Wﬁ 32
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AN 32 LERINITLYNVBDIEITASAYUIATZU diazinon

2.3.9 NAN1IMTIABUAT Ruggedness YaIa1508NgN5 diazinon
HAN1SMTI9ABY Ruggedness 31nN1NAaadluan1IznNITNadauLfgIiy uilUaug
NAAOU UBYALANIFINITINN 65

a = a c & oa ' P a
AN 65 LUIHUNIULUDITUANATIINUTEINHNAGOUY 1 Uag 2

AULNTY 1.0 mg/ml

n masouil 1 masouil 2
i (mg) %TingIANY Ywtin (mg) %TingIaNU

1 41.3 58.45 41.6 58.28
2 41.3 58.43 41.6 58.35
3 41.3 58.58 41.6 58.15
a4 41.3 58.76 41.6 58.26
5 41.3 58.61 41.6 58.48
6 41.3 58.65 41.6 58.31
7 41.3 58.70 41.6 58.43
8 41.3 58.27 41.6 58.27
9 41.3 58.35 41.6 58.24
10 41.3 58.74 41.6 58.33
Mean 58.55 Mean 58.31
SD 0.17 SD 0.09
%RSD 0.29 %RSD 0.16

Predicted Horwitz RSD 1.43 Predicted Horwitz RSD  1.43
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HORRAT 0.20 HORRAT 0.11

2.3.10 HANIMTIIEDUAT Robustness Y03a1598naW5 diazinon
HANIIM3I988U Robustness 91NN150aaasluan1IzN1Inaaeuiedfu weludeuy

Column Tun153As1z9891n Capillary Colurnn HP-5 (i HP-1 fanandlumseil 66

A1519% 66 WU uUasEUATNTIANUTENIN Column HP-5 way HP-1

AMULNTY 1.0 mg/ml

n HP-5 HP-1
Ywtin (mg) %TinTIINY Ywein (mg) %NTIINY

1 45.3 55.75 44.8 56.17
2 aa4.7 56.04 45.3 56.64
3 44.8 55.88 44.8 55.80
il 45.3 56.05 45.3 56.24
5 45.3 55.75 44.8 55.76
6 45.3 55.73 45.3 55.57
7 44.8 55.83 45.3 56.43
8 45.3 55.81 44.8 55.85
9 aa.7 55.76 45.3 56.45
10 45.3 55.88 453 56.59
Mean 55.85 Mean 56.15
SD 0.12 SD 0.38
%RSD 0.21 %RSD 0.68
Predicted Horwitz RSD 1.44 Predicted Horwitz RSD 1.44
HORRAT 0.14 HORRAT 0.47

(%

N13M3I988Y Robustness Aan1snsiaaeualulndiAssiuseninadoyaniiasigian
31NN15USEUWEU Column Fananswaluguvas %RSD LaA16al 0.30 waz 0.73 21NN1TNARBINUTILAAT

HORRAT Winifu 0.14 wag 0.47 Sanausigeusy HORRAT = 2 (AOAC)



2.3.11 nansuszanaaauliuiuey (Uncertainty) 909815090095 diazinon = 60% w/v

EC

A5190 67 a’u;‘dmimﬂ"l Relative Standard Deviation (RSD)
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Source Value (X) Std. Unc (U,)  RSD (U/x) RSD?

Balance (std. w) 10.1 mg 0.00025456 0.0000252038 0.0000000006

Balance (sample. s) 41.8 mg 0.00025456 0.0000060899 0.0000000000

Purity (std. p) 99.0% 0.00290000 0.0029292929 0.0000085808

Vol. flask (std. Ds ) 10 ml 0.02900000 0.0029000000 0.0000084100

Vol. flask (sample. Dw) 25 ml 0.07226900 0.0028907600 0.0000083565

Area (std. Hs) 215.273 0.70844321 0.0032909017 0.0000108300

Area (sample. Hw) 326.276 1.92948975 0.0059136786 0.0000349716

Density (SG) 1.028 0.00000000 0.0000000000 0.0000000000

S RSD’ 0.0000711496

Uc = |I a a a 2 a a " "
Coama| RSD,,? + RSD *+RSD,? + RSD,, +RSDp,,* + RSDy,? + RSDy,,* + RSD>

= 60 x NV0.0000711496

= 60 x 0.008

Uc = 0.506

U = 2 x Uc

= 2 x 0.506

= 1.01

A35189uAINlukUuaulun1sinves % Diazinon =

60 + 1.01



911 84/151

Arauldwiusulunisiansenudumaulisiusuninsgiu quuiawmes k=2 Flisziuaiuiulae
Useanad 95% aun1snseatewuuUnd n1suseiiuatauliutueuiansanniu NAMAS-NIS Guide to the

Expression of Uncertainty in Testing, 1% ed. 1994 England wagssauaimnulduiusuduaviodfny 2

AU

I3
2.4 pan1sAs1zIUsuaE1seangndiululia (benomyl)
2.4.1 NANITHAUIIDNITIATIERENT benomyl @n1eitnuiganveaIoy HPLC Tu

Vo UANTIATIENINgSURTIENINITNERS d1NITekasAIINISINYASIUAT 4 AD

Column : Lichrospher 100 RP-18 (5um) A2 1388129 250 X 4.0
(i.d.mm)

Mobile phase : acetonitrite : water (70 :30)

Injectionvolume : 10 ul

Detector : Dioadarray Detector (280 nm)

Run Time : 5 min

2.4.2 nansmyUsunaaseangvs benomyl

1) fin %RPD 84 peak area ansaratvasuInTEIU C1 Wag C2 UAldiAY 3% wan1s
NAADULANIFINITINN 68

AN5197 68 N13UszATiuA" %Relative Percent Different (%RPD) YOIA1TUINTFIU benomyl

F15UATFIU Uwitin

peak area average %RPD
benomyl (mg)

C1 10.3 13742954.00 13730169.80 0.186
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c2 10.3 13717385.60
C1 10.3 13728400.60
c2 10.3 13728160.60 13728280.60 0.002
C1 10.3 13729342.00
c2 10.3 13759889.00 13744615.50 0.222
C1 10.3 13728300.60
c2 10.3 13729342.00 13728821.30 0.008
C1 10.3 13817670.30
c2 10.3 13717385.60 13767527.95 0.728
C1 10.3 13759889.00
c2 10.3 13742954.00 13751421.50 0.123

a a

2.4.3 wan1snsrvdouaududunss (Linearity) 9938158193574 benomyl

N1 57980UAMILTUIEURTY (Linearity) MszduA1udNdU 0.10 - 2.0 Hadnsu/

183805 NANISNAABULANIAIAITINN 69 LL@%ﬁ’]“ﬁEJQJUaNaﬂ?i@li%ﬁ]ﬁ@Uf\]’1ﬂG]’]i’]flllWﬁ%ﬂﬂﬂi’]ﬂi%ﬁ‘wj’mﬂ’ﬂm

Wuduiua area 91nnsUsEluRRg@IeAN8 AT (Visual inspection) wuindliauiluldunss wazwuane

Correlation coefficient (r) (117U 0.99729 wag 0.99765 (NUFNNINTFIY > 0.995) NANITNAFOUKAAIA

miwﬁ 69 LLaszﬁ 33-34

A9 69 NANIITNAFDULTIVDINITIA (range) VO9ENS benomyl N5zAUANULTNTY 0.01 - 2.0 mg/ml

ALY (mg/ml)

Peak area (benomyl 1)

Peak area (benomyl 2) level

0.10
0.50
0.80
1.00

1460.72217
7717.60400
11098.70000
12666.600000

379.46185

4471.47854
7289.30762
8498.49805

1

2
3
4
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1.50 19297.100000 11622.00000
2.00 26080.80000 16954.00000 6

(G,

AT 33 uanetnweensin (range) @sazas benomyl 1 6 level (0.10 - 2.00 mg/ml)

AT 44 wanetiweenin (range) @sazans benomyl 2 6 level (0.10 - 2.00 mg/ml)

2.3.4 NAN1INTIVADULNVBINITIA (Working range) UB9A13UINIFIU diazinon
AMsRSIEaUAINILTUEURTe (linearity) fimudy 0.10 - 1.00 fiadn3u/Aaddns na
ANSNAADULARIRIAITIT 70 wazt17oyanan1TNTIINAAUYIIVBINTTIA (Working range) 31nM151931
@519 NTENINANULVUTUAUAT area WuI1A1 Correlation coefficient (r) 111U 0.99558 wag 0.99691

(1NN > 0.995) HANITIATILVMARIAINITIN 70 UazANA 35 - 36



911 87/151

A1519% 70 wan1snaaouANUTUIEUASS (linearity) ¥99a15 benomyl MszaUAINLTNTY 0.01 - 1.00

mg/ml
ALTNTU (mg/ml) Peak area (benomyl 1) Peak area (benomyl 2) level
0.10 1508.44287 346.85388 1
0.20 2774.73364 1092.17871 2
0.40 5773.98633 2984.63892 3
0.50 6146.41309 4632.36670 4
0.80 11059.10000 7585.53369 5
1.00 11838.30000 8557.40527 6

A 36 wansanududunss (linearity) @15azan8 benomyl 2 6 level (0.10 - 1.00 mg/ml)
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2.4.5 NAN1INTIVADUAN Precision Y8981588NN5 benomyl
1AgAIUNIINAADU 971U 3 TTAUAUTNTUY AoNTzAU 0.5, 1.0 wag 2.0 mg/ml
SLAUANULINTUAY 10 F1 HANISNABBUAN Precision N1 3 SLAUAIUMIUTUINNNITHTIIFDUNITNIUGN

(Repeatability) Fauandlunnsnedi 71

A15199 71 WoslduainTianudl 3 aududu 91nn1mIugn (Repeatability)

AMUINTY 0.5 (mg/m)  AMTuTY 1.0 (mg/ml) AMUIUTY 2.0 (mg/m)

" vmitn (me)  %7Insrany vt (mg) %7InTIANY Yo (mg) %TIMTIINY
1 15.1 48.00 25.1 48.62 50.6 48.52

2 15.1 48.20 25.1 48.69 50.6 48.42

3 15.1 48.40 25.1 48.40 50.6 48.59

4 15.1 48.20 25.1 48.44 50.6 48.60

5 15.1 48.90 25.1 48.69 50.6 48.52

6 15.1 48.60 25.1 48.52 50.6 48.10

7 15.1 48.20 25.1 48.42 50.6 48.50

8 15.1 48.10 25.1 48.59 50.6 48.30

9 15.1 48.50 25.1 48.60 50.6 48.40
10 15.1 48.30 25.1 48.52 50.6 48.44
Mean 48.34 Mean 48.55 Mean 48.44
SD 0.27 SD 0.11 SD 0.15

%RSD 0.55 %RSD 0.22 %RSD 0.31
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Predicted Horvitz Predicted Predicted
RSD 1.47 Horvitz RSD 1.47 Horvitz RSD 1.47
HORRAT 0.38 HORRAT 0.15 HORRAT 0.21

N13M3I988Y Precision Magluguves Repeatability fio n1snsivaeuaulnalfssiu
TeINTeLANIATIERT AN WA TUFUYDS %RSD 9INN15NARBIN Precision Nagluguues Repeatability la
AN HORRAT iy 0.38 0.15 uag 0.21 Fssihunsnasiveniy HORRAT < 2 (AOAC)

2.4.6 NANTIINTIVADUAT Accuracy Gummiaaﬂqm% benomyl
NNTMII9dDU Accuracy ‘Lugﬂﬁuaq %Recovery AILNUIINITRAITUIT09 AOAC 15U
A157TUTUININNT 10% A1 %Recovery fadagluyae 98 - 102 lagwmleuansazaiy stock sample 19l
Yy v o ' & a =~ ! L. a
AMILTNTUALUUDU (1 mg/ml) ntURTENANTaZa18NerIAT origin lnaTUiunansazais stock sample
Usums 2.5 ml aslu volumetric flask au1m 25 ml 91wy 10 91 USulsunasmemvinazaraglmdniu
warludadeies HPLC Wisuiunswunsgiuiadnsizimusuiaaseangvs benomyl Gﬁa;ﬂawams

NAABU Origin WAAIAINITINTN 72

A1997 72 LandA Origin V0IE508NaND benomyl

ST Origin (0.10 mg/ml)
1 0.099
0.098
0.098
0.099
0.099
0.100
0.100
0.100

co ~N O U1 B~ VLW DN




911 90/151

9 0.100
10 0.100
Mean 0.099
SD 0.001
%RSD 0.70

idlomen origin TuduauLdl anntunIsuaIsavareiionan recovery TneTius
1388818 stock sample U311 2.5 ml aslu volumetric flask 1u1n 25 ml szfupududuay 10 7
mﬂﬁ?uLﬁmmiazmammgmﬁizﬁummL%’wﬁu 0.3 mg/ml ay 0.7 mg/ml aslu sample origin 2.5 ml i
w31y volumetric flask 2w 25 ml (seunududuay 10 97) USuUsunsiefvhazaraiglmdn
fu udnhlvAnseideeios HPLC Weufunsminpsgiuiiolinsevimny3unmanseangns carbaryl uag
UsgliiuAT accuracy 210 % recovery Imaﬁﬂﬁw‘%mmmiaaﬂqwé carbaryl Muduen origin W wnALaAeuLAY
Weuruaildainnis spike wdd AT % recovery Inrdesaglutianiuinasin1sfiansanyes AOAC

(1993) NSATUIUAUFNAITIIE9T

% Recovery = Conc.spike sample — Conc.Original sample X 100

Conc. added

Toyanan1IMAaaUNI Accuracy T3Uae %Recovery Aauandlunnsan 73

A13197 73 LanIAT % Recovery U83@1308na15 benomyl

Suaugh Origin Mean  Cone. Added 0.3 mg/ml Cone. Added 0.7 mg/ml

(mg/mU) Cone. % Recovery Cone. % Recovery

1 0.099 0.399 99.91 0.793 99.10
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2 0.399 99.91 0.794 99.25
3 0.399 99.91 0.795 99.39
4 0.400 100.24 0.798 99.82
5 0.400 100.24 0.797 99.67
6 0.400 100.24 0.800 100.10
7 0.401 100.57 0.798 99.82
8 0.402 100.91 0.800 100.10
9 0.400 100.24 0.799 99.96
10 0.400 100.24 0.801 100.25
Mean - 0.400 100.24 0.798 99.75
SD - 0.001 - 0.003 -
%RSD - 0.236 - 0.341 -

N13M33988Y Accuracy 1u3Uuad %Recovery MUNMTNITHITANYDI AOAC d1v3U

a13M3USUUNINNTT 10% A1 %Recovery fiataglutie 98 - 102 9INN15NAGBIMIN Accuracy WUIIRINATT

WUAITUINTTIUATEAUAINLTNTY 0.3 war 0.7 mg/ml bAA1 %Recovery 411U 100.24 Lag 99.75

audwiu Beegluinuaieausu vas AOAC Aitvualy

2.4.7 HaN1IM5Id@UAN Specificity maamiaaﬂqwé benomyl

HANMIVABUNITNARDIMN Specificity VosaIiI0E19UUANIANTIInldeE 19gnsBY

AINTWEAINTNA 37

2NN 37 LARINISHENUBIANTaYae Blank

2.4.8 NAN1IATIFABUA Selectivity VIa1598NNT benomyl
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HANTNAAOUNITNABDIMT Selectivity Y0381 08190 WNTALENEATS diazinon 19

a&mgﬂé]’méﬁ’qmmammwﬁ 38

A9 38 LEIAINTTLYNVDIFITACAYUINTZIU benomyl

2.4.9 HANNINTIABUAY Ruggedness Y89a1598NN5 benomyl
HAN13ATIAADU Ruggedness MNATnaaedluan1ign1snageulieliu wiludeug
NAGOU URYALAAIIANTIT 74

A13197 74 Wisuiflsuilesidudininsanuseninveaeun 1 uag 2

AU 1.0 mg/ml

n masoudl 1 masouil 2
i (mg) %TingIANY Ywtin (mg) %fingIaNU

1 523 51.49 51.7 50.07
2 52.3 51.59 51.7 50.02
3 52.3 51.77 51.7 50.21
a4 523 52.08 51.7 49.99
5 52.3 52.14 51.7 50.10
6 52.3 51.49 51.7 50.07
7 523 51.69 51.7 50.01
8 52.3 51.86 51.7 50.04
9 52.3 52.12 51.7 50.01
10 523 52.18 51.7 50.00
Mean 51.84 Mean 50.05

SD 0.27 SD 0.07
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%RSD 0.53 %RSD 0.13
Predicted Horwitz RSD 1.46 Predicted Horwitz RSD  1.46
HORRAT 0.36 HORRAT 0.09

4

113133988 Ruggedness Aa N139533apUANlNdLAEiUTENINToyaN A 189
NNTUSEUTBUENAdeU Bauaninaluguvas %RSD laAdall 0.53 wag 0.13 31NN1TNARBINUTILAA
HORRAT iU 0.36 Uag 0.09 Farumnanaeigausu HORRAT = 2 (AOAC)

2.4.10 HANINTIVADUAT Robustness EUEN’d’ﬁ’eJ’e]ﬂi]‘Vlé benomyl
HANIATI988U Robustness 91NN15NAABIEITNSIUAsUAS sllaAszHsEnINg
1A399 HPLC-FID/DAD %o Agilent u 1100 series (HPLC-2) 14 Column Cy wag 1309 HPLC — DAD/FLD
fva Agilent U 1290 infinity (HPLC-1) 1% Column Cg seazBunsananslunsad 75
a1519fl 75 WIsusuUesiuAfingranuszninua3es HPLC-2 19 Column C; wae 1399 HPLC-1

14 Column Cyg

AMUGNTY 1.0 (mg/ml)

n HPLC-2 1% Column Cq HPLC-1 T4 Column Cyg
Ywin (me) % finTIINY dwiin (mg) %7iNTIINY
1 51.3 51.5 51.3 51.22
2 51.3 51.61 51.3 50.59
3 51.3 51.68 51.3 51.07
4 51.3 51.45 51.3 50.38
5 51.3 51.17 51.3 50.41
6 51.3 51.21 51.3 51.33
7 51.3 51.06 51.3 51.35
8 51.3 51.94 51.3 51.78
9 51.3 51.08 51.3 50.22
10 51.3 50.98 51.3 50.08
Mean 51.37 Mean 50.84
SD 0.32 SD 0.58
%RSD 0.62 %RSD 1.14
Predicted Horvitz RSD Predicted Horvitz

1.46 RSD 1.46
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HORRAT 0.42 HORRAT 0.78

N19935339@0U Robustness Aan1snTIvapuAulnalfgsiusenineteyaniingieriadn
PNMsUTEUTgUsERINLATels wag Column Fauanwaluguves %RSD ladasl 0.62 uay 1.14 31NN13

VPanINUINlEAT HORRAT Wiy 0.42 wag 0.78 Fanueisausyu HORRAT = 2 (AOAC)

2.4.11 wan1sUszanuaimNliwiueu (Uncertainty) ¥a3a1508ngvs benomyl = 50% w/v

EC

A9 76 a’u;‘dmimﬂ"l Relative Standard Deviation (RSD)

Source Value (X) Std. Unc (U,)  RSD (Uy/x) RSD?

Balance (std. w) 10.3 mg 0.00025456 0.000024714 0.0000000006
Balance (sample. s) 25.1 mg 0.00018000 0.000007171 0.0000000001
Purity (std. p) 98.0% 0.00290000 0.002959184  0.0000087568
Vol. flask (std. Ds ) 10 ml 0.02900000 0.002900000  0.0000084100
Vol. flask (sample. Dw) 25 ml 0.07226900 0.002890760 0.0000083565
Area (std. Hs) 1.57775 0.00131522 0.000833604  0.0000006949
Area (sample. Hw) 1.63461 0.01221854 0.007084820 0.0000501947
Density (SG) - 0.00000000 0.000000000  0.0000000000
> RSD’ 0.0000764135
Uc = Cam

J RSD,,* + RSD.*+RSD,” + RSD,. +RSDp,,2 + RSDy.” + RSD,y,, % + RSDs,”

= 50 x V0.0000764135

= 50 x 0.0087
Uc= 0.437
UE = 2 X UC

= 2 x 0.437
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= 0.87

nssenuamanulintueulunsinues % benomyl = 50 + 0.87
Annaliniueulunisinfisesuduainnuliviueuninsgiu auuawmes k=2 Falszduanusiula
Useanal %95mun1snIzAteluulngd n1susziiuAAuliLiusunansaumnIu NAMAS-NIS Guide to the
Expression of Uncertainty in Testing, 1% ed. 1994 England wayseauaimnuldwiusuduautdodfny 2

AU

3. Ysuuszanal 2561 nguans : Winwaa-wiia (pirimiphos-methyl), 8lnaau (ethion), A1suy

A1Bal (carbendazim), uaznguansindndviiy : lnalwian (glyphosate)

3.1. HaMSAATIZIUSNUEIToNNE NI AWBE-LuNSa (pirimiphos-methyl)
3.1.1 HaNTWAILNIBNITIATIEVENS pirimiphos-methyl @nfiuingaLUeeLA3es GC—FID

o

TuesUfiRnsinseiingdunmeninisinums ddnidouasinnmanunsani 4 fo
Column : capillary, HP-5 (30m x 0.32mm ID, 0.25 pm film thickness)
Gas flow rate : Helium (carrier gas) 15 ml/min, Hydrogen 40 ml/min,
Air 400 ml/min
Split injection : Split ratio 45, Split flow 90 ml/min

Injection volume : 1 pl

Temperature : Oven 240°C, Inlet 270 °C, Detector 260 °C
Detector : Flame lonization Detector
Run Time : 4 min

3.1.2 nansmUsunaiEnseengnd pirimiphos-methyl
1) Ain %RPD ¥83 peak area a13ava8aIsuInsgIU CL waz C2 TAnliiiy 3% wanis

Y =
NAFADULLEAIANINITIN 77

A15199 77 nsUszfiuen %Relative Percent Different (%RPD) VIF1TUINTFIU pirimiphos-methyl
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#713U1M331U

pirimiphos- ﬁﬁwﬁn peak area average %RPD
methyl (mg)

C1 10.3 190.58562

Cc2 10.3 190.69560 190.641 0.058
C1 10.3 190.15727

Cc2 10.3 190.04068 190.099 0.061
C1 10.3 190.60231

Cc2 10.3 190.44453 190.523 0.083
C1 10.3 189.41185

Cc2 10.3 189.69415 189.553 0.149
C1 10.3 190.30751

Cc2 10.3 190.36592 190.337 0.031
C1 10.3 190.77625

Cc2 10.3 190.95145 190.864 0.092

3.1.3 NAN1INTIADUAN Specificity Guaaaﬁaaﬂqm‘é pirimiphos-methyl

HANINARBUNITNARBIMN Specificity Yasansmegraiuausansvinlasgagnasatainmsuansnini 39

FID1 A, Front Signal (180227_1\180227_1 2018-02-27 19-25-42\001F2402.0)
pA
450

400
350
300
250

200

0.5 1 1.5 2 25 3 35 "

AW 39 LEAAINISHENTBIATATATY Blank d1mSUNAaaUa159RNaNS pirimiphos-methyl
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3.1.4 HAN13M3I9@0UAN Selectivity UB9a159NNT pirimiphos-methyl

HANISNAGBUNITNAGDIMN Selectivity VBa15AIENUUAINITORENETT pirimiphos-methyl liagegnsias

AINITHANININA 40

FIDT A, Front Signal (180227 _TW80R27 180

pA

450

400

prmiphos-meihy!

| Gas

= S
AN 40 LEAINITLENVDIANTALANBUINTFIU pirimiphos-methyl

3.1.5 wan1snTdeuAuludunss (Linearity) VBIEAITUINTFIU pirimiphos-methyl

n1InsI9deuAIduIEURTe (Linearity) fisgauadnadudu 0.05 - 2.01 Jadnsu/

188805 U TayananITNTIABUIINATI 78 WA NTINTENINAMUINTUAUAT area MNNITUTZLTIUMEY

aneaeA (Visual inspection) wuindauiduldunss waznuinan Correlation coefficient (1) iU 0.999

(NUTNIRTFIU > 0.995) NANITNAADUKARIAINITIG 78 waznInil 41

A15199 78 wansvadeuANIdudunTIvRIEs pirimiphos-methyl #1sgAUAMLTNTY 0.05 - 2.01 mg/ml

ALTLTU (mg/ml) Peak area level
0.05 7.823985 1
0.11 19.798220 2
0.50 100.302500 3
1.00 194.263620 4
1.50 296.783445 5
2.01 392.364455 6
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== T T e L L T T T T

Calibration Curves

Ares ° pirimiphos-methyl at exp. RT: 1.947
6 FID1 A, Front Signal
e Correlation: 0,99991
300 : Residual Std. Dev.: 2.28453
250 - 4 Formula: y = mx + b
200 | o+ m: 196.17585
150 - b: -3.64231e~-
100 - - x: Amount
i y: Area
50 112
104
o 1 .
0 1 2
Amounting/ull

i 41 uansanuludunss ansazane pirimiphos-methyl 6 level (0.05 - 2.01 mg/ml)

3.1.6 HANITNTIVADUYIVDINITIA (Working range) VDIETUINTFIU pirimiphos-methyl
NNIRTIABULIIVDINITIA (Working range) NAULTN 0.50 — 1.00 Haansu/dadans uag
U ULANANITATIINAADUYIVRINITIANIETNNTINTENTNNAUTUTUAUAT area WUIIA Correlation

coefficient (r) WU 0.999 (NAUTINIRTFIU > 0.995) NANITIATIEVRAAIAINITIN 79 waTAINT 42

AN 79 HANITNAADUYINVBINITIAVDIAT pirimiphos-methyl NszAUAULLLTYE 0.05 - 1.00 mg/ml

ALY (mg/ml) Peak area Level
0.05 7.545 1
0.11 18.917 2

0.20 34.753 3
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0.40 72.737 4
0.79 148.203 5
1.00 185.828 6

Area | pirimiphos-methyl at exp. RT: 1.946
175—-i Z—, FID1 A, Front Signal

E Correlation: 0.99983
150 -4 5 Residual Std. Dev.: 1.47415
125 Formula: y = mx + D
100 m: 187.30596

i 4 . - S
75 - - b 1.49188
50 : x: Amount

1.2 : y: Area
25 1 1 ¥

0= N ‘
0 05 1
Amount{ng/ull

A 42 uanstavesnsIavesansarane pirimiphos-methyl 6 level (0.50 - 1.00 me/ml)

3.1.7 HANSATIVADUAN Precision Y8I@1508NGNT pirimiphos-methyl
1) NM3AT98UNTNIULT (Repeatability)
Imwﬁ’%ﬁumﬁmaauéffaasj'ma'ﬁaaﬂqwé pirimiphos-methyl 50% W/V EC 311U 3

FLAUAILTNTY ADITEAU 0.5, 1.0 waz 2.0 mg/ml S¥AUAUIILTUAE 10 91 LWBWIAT Precision Wan1s
NAADUAILEATIUATIIN 80

A15199 80 WosHuANnTIaNUT 3 Aty 91nANNINGT (Repeatability)
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AMUINTY 0.5 (mg/ml) AU 1.0 (mg/ml) AMUINTY 2.0 (mg/m)

" vodn (me)  %dmsrawy 1w (me) %7nTIANY i (me) %TMTIANY
1 25.00 51.53 50.30 51.32 100.10 51.15
2 25.00 51.76 50.30 51.37 100.10 51.13
3 25.40 51.52 50.30 51.31 100.10 51.91
4 25.00 51.35 50.30 51.33 101.20 51.25
5 25.00 51.39 53.30 51.55 100.40 51.41
6 25.40 51.58 53.30 51.38 100.10 51.30
7 25.40 51.68 50.40 51.57 100.40 51.19
8 25.80 51.71 50.40 51.70 100.90 51.02
9 25.80 51.74 53.30 51.48 100.90 50.97
10 28.20 50.98 54.60 51.76 101.20 51.37
Mean 51.52 51.48 51.27
SD 0.24 0.16 0.26
%RSD 0.46 0.31 0.51
Predicted  Horvitz

1.46 1.46 1.46
RSD
HORRAT 0.32 0.21 0.35

N"3M3I98Y Precision M19gluguvead Repeatability A n1snsivaeumudlndifeiy
58I NRLANIATIERT AR INATUFUTDS %RSD MNN15NARBINI Precision Nagluzuues Repeatability la

A1 HORRAT winfu 0.32 0.21 wag 0.33 ANUaNSU (lnauaeausu HORRAT < 2 (AOAQ))

2) N1991339a@eU Within laboratory reproducibility
Tn8AdunN1INAaoUA18E1981588Na N5 pirimiphos-methyl 50% W/V EC Misg6u
AMUNTY 1.0 me/ml 973U 10 91 Tuandieiu lngdn12gn15a 1 dun1snagoulaeany LWeuniaAl

intermediate precision HaN15NAFDUAILAAILUNITIN 81
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A15197 81 LAAINIIAIIFADU Within laboratory reproducibility ¥89@15880§0N3T pirimiphos-methyl

[y

NTzAuANUTNTY 1.0 mg/ml

AMULdNTY 1.0 (mg/ml)

R vl (me) %TinTIANY
1 50.20 51.48
2 50.20 50.84
3 50.30 50.81
il 50.20 51.27
5 50.20 51.04
6 50.30 51.08
7 50.20 51.11
8 50.20 50.79
9 50.30 50.88
10 50.30 51.17
Mean 51.05
SD 0.22
%RSD 0.44
Predicted Horvitz RSD 1.46
HORRAT 0.30

N19737968U Precision ﬁaélugﬂﬁuaﬁ intermediate precision lnan1snaday Within
laboratory reproducibility ﬁamﬁmwaaummﬁlﬂé’tﬁmﬁ’uawiwﬁamﬂaﬁﬁ%ﬁumﬁLﬂiwﬁﬁmnmﬁ’u WA
AN1EN1INAFBULALITU waRNalugUvae %RSD wag HORRAT HANISNAABUNUIN fiszdumnududu 1.0
mg/ml ?J@Qﬁ’]iﬁ]@ﬂq%é pirimiphos-methyl 50% W/V EC @1 %RSD W1AU 0.44 tag A1 HORRAT Winfu
0.30 aglunauaieausu HORRAT = 2 (AOAQ)

3.1.8 HANIIATIFADUAT Accuracy UBIAI58BNENT pirimiphos-methyl
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N19AT3dDU Accuracy GL‘LJETJ"UEN %Recovery AULNUTIN1TNAITEUIVRY AOAC 115U
157U IMIINNTY 10% A %Recovery Fosaglutiag 98 - 102 TnewnIenansazans stock sample 19l
aududuiiuvduey (1 me/ml) andunionaisazaneiiienen origin InediUnansazane stock sample
Usu1ms 5 ml asly volumetric flask au1n 10 ml s1uaw 10 91 UuUsunsdedvhasanewwelidnsy
wathluaadiaies GC Lﬁauﬁ’wmw:nmgml,ﬁaiLﬂ'ﬁ'}zﬁmﬂ'%mma'ﬁaaﬂqmé pirimiphos-methyl Uaya

Y

NaN1InAdBY Origin LAAIAIAIIIIN 82

A1319% 82 WanAT Origin Y89a1300ngW5 pirimiphos-methyl

ST Origin (0.5mg/ml)

—_

0.556
0.550
0.548
0.550
0.552
0.546
0.547
0.546
0.550
0.552

O 00 N O U A OWVLWDN

—
(@)

Mean 0.550

SD 0.003

%RSD 0.58

dlowAn origin Auuueunda annduwmisuaisazareiionian recovery lnadius
d158va18 stock sample U311a3 5 ml adlu volumetric flask vu1a 10 ml szduaududuas 10 47
mﬂﬁ?uLﬁmm5azmamm§mﬁizﬁummLﬁﬁmsﬁu 0.5 1.0 uar 2.0 me/ml adlu sample origin 5 ml fiw3ewls
Tu volumetric flask aua 10 ml (Aududuas 10 $1) USuUSunnsiesvinazarawe lddiu wduild

a ¢y A ~ Y] A a ¢ a L L.
IATIERAIYLATDY GC LVIEJUﬂUﬂi’W\lmmgmmemeﬂmﬂimmmia@ﬂqwﬁ plrlmlphos-methyl LLag
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Useilium accuracy 970 % recovery Ingtha1Usunauarsesngnd pirimiphos-methyl Mduen origin 111
AlRfgLasiguiuANLAIINNTT spike WAIATUINAT % recovery tnBA1RDIRLlUYIALLNUINITAITUN

989 AOAC (1993) NSAUIUANNANNNTUN9E1IT

% Recovery = Conc.spike sample — Conc.Original sample X 100

Conc. added

Toyanan1IMAaaUN Accuracy T3UBe %Recovery fauandlunns1an 83

A319% 83 LAAIAT % Recovery U83@1398NgNS pirimiphos-methyl

31U9U  Origin Cone. Added 0.5 mg/ml Cone. Added 1.0 mg/ml Cone. Added 2.0 mg/ml

i Mean (0.5 ml) (1.0 m) (2.0 mU)
(mg/ml) Cone. % Recovery Cone. % Recovery Cone. % Recovery

1 1.054 99.56 1.554 99.81 2.557 100.08
2 1.056 101.26 1.556 100.68 2.556 100.34
3 1.055 101.49 1.554 100.61 2.556 100.42
4 1.059 101.70 1.551 100.09 2.560 100.46
5 1.055 100.67 1.549 99.66 2.552 100.01
6 0:%0 1.054 101.57 1.549 100.33 2.559 100.65
7 1.054 101.54 1.554 100.72 2.553 100.30
8 1.051 101.15 1.555 100.93 2.553 100.37
9 1.057 101.56 1.554 100.43 2.556 100.33
10 1.054 100.35 1.555 100.21 2.564 100.59
Mean - 1.055 101.09 1.553 100.35 2.557 100.35

SD - 0.002 - 0.002 - 0.004
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%RSD - 0.194 - 0.161 - 0.143

N3M599a8Y Accuracy Tuguves %Recovery MUNNTINITHATUIVEY AOAC d1msy
a1570UTUININNTY 10% A1 %Recovery fodagluyie 98 - 102 9INNTNAGBIMN Accuracy WUINRINATT
WUENTUINITFIUNTEAUAMUTUTY 0.5 1.0 wag 2.0 mg/ml AR %Recovery 1y 101.09 100.35 uag

100.35 sudndiu eegluinarivensu ves AOAC fifmunlah
3.1.9 NAN1IMIIIADUA Ruggedness UBa1500NND pirimiphos-methyl

HANIIMTIVADU Ruggedness 3MNN1INAADIUEAIITNITNARDUAINY WollUAB U

VAU TOLALARIFINITIN 84

A15199 84 LWUSBULTIUWUBSIEUANIATIINUTENIEMAZOUN 1 uaz 2

AMUINTY 1.0 mg/ml

n funsouil 1 fnnsauil 2
i (mg) %7ANTIINY i (mg) %7ANTIINY
1 50.40 51.64 50.30 51.33
2 50.40 51.68 50.30 51.28
3 50.30 51.57 50.40 51.81
4 50.30 51.42 50.30 51.37
5 50.40 51.79 50.40 51.53
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6 53.30 51.36 50.40 51.32
7 53.30 51.49 53.30 51.38
8 50.40 51.71 54.60 51.50
9 54.60 51.78 50.40 51.43
10 50.30 51.48 50.30 51.37
Mean 51.59 Mean 51.43
SD 0.15 SD 0.15
%RSD 0.29 %RSD 0.30
Predicted Horwitz RSD 1.46 Predicted Horwitz RSD 1.46
HORRAT 0.20 HORRAT 0.20

1%

N"35933980U Ruggedness Ao N13nsIaauAlnalAgaiusEninadayanins1zian
NNTUSEUTBUENAdaU Faananaluguvad %RSD laAdall 0.29 wag 0.30 31NN1TNARBINUTLAA
HORRAT iU 0.20 thag 0.20 FsH1umsinaigausu HORRAT = 2 (AOAQ)

3.1.10 HANIMTIVEDUAT Robustness ¥a3a1598NaN5 pirimiphos-methyl

NANIIASI9@0U Robustness 311N15NARBI L UANIIZAISNAEBULABINY LAlUASY

Column lumshnsnzsiann Capillary Colurnn HP-5 18U HP-1 fawanslumisnsd 85

A157197 85 LUSsusulasiguANnsIaNUsEnIe Column HP-5 tag HP-1

AUIUTY 1.0 mg/ml

HP-5 HP-1
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Ywin (me) %iinrany dwiin (mg) %iinsrany

1 50.40 50.95 50.40 50.94
2 50.40 50.98 50.40 50.75
3 50.30 50.88 50.30 49.44
a4 50.30 50.72 50.30 50.65
5 50.40 51.27 50.40 50.46
6 53.30 50.67 53.30 50.62
7 53.30 50.80 53.30 50.19
8 54.60 51.40 54.60 50.73
9 54.60 51.08 54.60 50.68
10 50.30 50.78 50.30 50.38
Mean 50.95 Mean 50.48
SD 0.24 SD 0.42

%RSD 0.46 %RSD 0.83

Predicted Horwitz RSD 1.46 Predicted Horwitz RSD 1.46

HORRAT 0.32 HORRAT 0.57

[

N139533@0U Robustness AaN1snTIvapUANlNaAgsiusEnItayaniing1evian
31nN15UTBUTEU Column Bauanewaluguved %RSD lar16ail 0.46 uaz 0.83 31NN1TNARBINUILAAN
HORRAT winfiu 0.32 waw 0.57 Funausigeusu HORRAT = 2 (AOAC)
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3.1.11 wan1sUszaaatnuliiLiuey (Uncertainty) Guaamiaaﬂq‘vl'é pirimiphos-methyl
50% w/v EC

A151497 86 #3Un131A1 Relative Standard Deviation (RSD)

Source Value (X) Std. Unc (U,)  RSD (Uy/x) RSD?

Balance (std. w) 10.3 mg 0.120200 0.0116699029 0.0001361866
Balance (sample. s) 50.3 mg 0.120200 0.0023896620 0.0000057105
Purity (std. p) 97.5 0.005800 0.0059487179 0.0000353872
Vol. flask (std. Ds ) 10 ml 0.029000 0.0029000000 0.0000084100
Vol. flask (sample. Dw) 25 ml 0.072269 0.0028907600 0.0000083565
Area (std. Hs) 190.641 0.077768 0.0004079278 0.0000001664
Area (sample. Hw) 193.148 0.867640 0.0044921040 0.0000201790
Density (SG) 1.020 0.000000 0.0000000000 0.0000000000
> RsD’ 0.0002143963
Ve = Ceam |'I,;-25,£::,,¥.2 +RSD*4RSD,* + RSD,, +RSD, 2+ RSD,? + RSD,, 2 + RSD,®

= 50 x V0.0002143963

= 50.0 x 0.014642276

= 0.732

Uc = 0.732

Ug = 2 x Uc

= 2 x 0.732

= 1.46

n1s1e9untalusdueulun1sin 983 % pirimiphos-methyl = 50 + 1.46 @1

1 1 o A < 1 1 1 1 =& A [ o
Anuldsdueulumsinfnenulumanyliviueunnsgiu auwiamnes k=2 lissiuanuiulaussunu
95% M1UN15ATEIBLUUUNG n1sUsziliuatA LU uauRN 15U 1L NAMAS-NIS Guide to the
Expression of Uncertainty in Testing, 1% ed. 1994 England waysneauaimnuldwiueuduauiodfny 2

AL
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3.2.1 HANISWAIUNITNITILATIENENT eithion @N1IENNUILANYDIATDY GC-FID Tu

Vel URnTiiseningdunsienamainens dundfeuasinmunnisinunsini 4 fe

Column

Gas flow

rate

Split injection :

Injection volume :

Temperature

Detector

Run Time

3.2.2 HaNIMIUIUIUEI58BNAND eithion

capillary, HP-5 (30m x 0.32mm ID, 0.25 um film thickness)

Helium (carrier gas) 40 ml/min, Hydrogen 40 ml/min,

Air 450 ml/min

Split ratio 53:1, Split flow 100 ml/min

1l

Oven 250°C, Inlet 260 °C, Detector 260 °C

Flame lonization Detector

5 min

1) A1 %RPD V84 peak area @13avangaIsuInggIu C1 wag C2 anluiAu 3% wan1s

NAFDULARAIAIANT NN 87

AN9197 87 N15Useiiluen %Relative Percent Different (%RPD) YDIATUINIFIU eithion

GUEHQLE ) tiwaiin

peak area average %RPD
eithion (mg)
C1 10.1 126.466
c2 10.1 126.465 126.466 0.001
C1 10.1 127.222
c2 10.1 127.140 127.181 0.065
C1 10.1 127.135 127.089 0.073
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c2 10.1 127.042
C1 10.1 126.736
c2 10.1 126.777 126.756 0.032
C1 10.1 126.531
c2 10.1 126.538 126.535 0.005
C1 10.1 126.689
c2 10.1 126.188 126.438 0.396

3.2.3 HAN1IATIVABUAN Specificity YOIa1588NONT eithion
HANIINAFBUNIIN Specificity Vo9a1598ngN5 eithion WUITLNTAITBUTUNIUNITIATITRAIT0DNYNT

eithion NaU150M519ALALEASFININT 43

FIDT A, Front Signal (180227_1\180227_1 2018-02-27 19-25-42\001F0102.D)
pA |

250

200
150
100 -] ‘

50

a o [y £ . .
AN 43 LAAINITHYNVDIANTATANY Blank AMMIUNAABUAITDBNEND eithion

3.2.4 NANNINTIVADUAN Selectivity VaIa1TRBINANG eithion
HANINAOUN Selectivity Vadd1580N NS eithion WUIANNTOLENATBONANT eithion ldog1agnaad A

AW aa
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FID1 A. Front Signal (180227_1\180227_1 2018-02-27 19-25-421027F0802.0)
phA

250

200

ethion

- 2.841 -

50-

AT 44 LEAINISHENTBIANTALANBUINTIU eithion

3.2.5 nansnsIadeunululdunss (Linearity) ¥04a150105§1U eithion
msmsraeuadudunsefissfuanududu 0.03 - 1.99 fadniu/fiaddns Yiteya
HANITATIFADUIINAITINUIATINTINTENTINANULUTUAUAT area 31NNTUTELIUAIBAEAAY (Visual
inspection) wuifiAsLduldunss wazwuinen Correlation coefficient (r) Wiy 0.99983 (nausinmsgI

> 0.995) NANISNAADULAAIAINNGTIN 88 WATNINA 45

A15199 88 wan1saaeuAILTuEUNSS (Linearity) U841 eithion AsgAuANIdNTY 0.03-1.99 mg/ml

AU (mg/ml) Peak area level
0.03 6.550 1
0.10 14.921 2
0.50 65.218 3
0.99 124,797 4
1.51 188.522 5
1.99 254.585 6




Area |

4w

Calibration Curves

S S R N e R R R S S I R s s S T NN s e e e e e e T T

+

ethion at exp. RT: 2.844

| FID1 A, Front Signal

Correlation: 0.99983
Residual Std. Dev.: 2.03417
Formula: vy = mx + b

m: 125.83995

b: 1.59009

X: Amount

y: Area
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AT 45 uansrududunss (Linearity) @a15agang eithion 6 level (0.03 - 1.99 mg/ml)

3.2.6 HANNINTIAADUYNVBINTIA (Working range) VsasUINTFIU eithion

NIATIVADULVOINTTIA (Working range) N1 0.03 — 0.99 Haansu/lagans uaz

UNUDYANANIINTIINAABUYIVBINTIN (Working range) 11@519nTINTENIAUTUTUAUAT area WU

A1 Correlation coefficient (r) 1¥INfiU 0.999 (NAUTUINTFIU > 0.995) NANITIATIERUAAIAINITINN 89 LAz

AT 46

A15197 89 NANIINAFDUTNVOINITIAVBIENT eithion NTAUAIITLTUY 0.03 — 0.99 mg/ml

AULTUTU (mg/ml) Peak area Level
0.03 6.536 1
0.10 14.794 2
0.20 27.690 3
0.40 48.901 4
0.80 98.806 5
0.99 124.693 6
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Area ] ' .~ | ethion at exp. RT: 2.841
120 6 | FID1 A, Front Signal
100,| & | Correlation: 0.99950
5 Residual Std. Dev.: 1.66367
80 - | Formula: y = mx + b
: m: 122.61532
60
! . b: 1.82568
4°'j 3 Xx: Amount
3 27 y: Area
20, }
0*
0 05 1

AN 46 LaRIUBINITInTeIENsazaY eithion 6 level (0.03 — 0.99 mg/ml)

3.2.7 NAN1IATIVEBUA Precision Y09a1500NgV5 eithion

1) NM593298UNITMIULT (Repeatability)

TngALIuN1ITNAAUFRI0E19d1580NENS eithion 50% W/V EC 41U7U 3 58AUAIY

WUTU ARNSEAU 0.5, 1.0 way 2.0 mg/ml sgauAMUdNTuay 10 91 1WA Precision NANISNAADUAT

LAAILLANSI9T 90

A15199 90 WoslduANnTIanuT 3 Aty 91nN1NIUgT (Repeatability)

AMUIUTY 0.5 (mg/ml)

AMUIUTY 1.0 (mg/m)

AMUIUTY 2.0 (mg/m)

vhwedn (mg) %ins1any  vwedn (me)  %7InsIanuy Yo (mg) %TRTIINY

1 25.00 51.92 50.00 51.29 99.80 51.12
2 25.00 51.76 50.00 51.63 99.80 51.21
3 25.00 51.85 50.20 51.53 100.20 51.95
4 26.20 51.16 50.20 51.57 100.20 51.51
5 25.40 51.91 50.20 51.48 100.20 51.98
6 25.40 51.94 50.20 51.03 100.20 51.81
7 25.50 51.45 50.30 51.73 101.80 51.18
8 25.50 51.41 53.10 51.31 100.60 51.47
9 25.50 51.23 53.10 51.33 100.60 51.21
10 25.50 51.35 50.30 51.60 100.60 51.15
Mean 51.60 51.45 51.46
SD 0.31 0.21 0.34




1 113/151

%RSD 0.60 0.40 0.66
Predicted Horvitz RSD 1.46 1.46 1.46
HORRAT 0.41 0.28 0.45

N15M33988Y Precision Magluguves Repeatability Ao N1snTivaeuaulnafesiu
spyeteyaiiinseieuansualuguves %RSD 9nn1sMAaesMn Precision Toglusuues Repeatability ¢
AN HORRAT iy 0.41 0.28 Uz 0.45 Amadiu (Naweiensu HORRAT = 2 (AOAQ))

2) NM30533a@eU Within laboratory reproducibility
I8 dunN1INAaaUAl0E1981500NaN5 eithion 50% W/V EC N58AUAINUTNTY
1.0 mg/ml 9717w 10 91 Tuaia1eiu lngan1zn1sanidun1snedaulnelfiu lienia1 intermediate

precision HAN1INAADUAILAAIIUAITIN 91

A135197 91 LANIN1IMIIABY Within laboratory reproducibility ¥83a1508ng95 eithion 15zAUAIY

UYL 1.0 mg/ml

AMULdNTY 1.0 (mg/m)

MUY — —
Wun (mg) %NNTIANU

1 50.10 51.51
2 49.70 51.62
3 50.10 50.91
4 50.10 51.43
5 49.70 51.47
6 50.20 50.03
7 50.10 49.34
8 50.20 49.55
9 50.20 49.12
10 50.20 50.06
Mean 50.50
SD 0.99

%RSD 1.96

Predicted Horvitz RSD 1.46

HORRAT 1.34
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N19737968U Precision ﬁagﬂugﬂ‘uaﬂ intermediate precision lnan1snagay Within
laboratory reproducibility ﬁamim:maauﬂ’gwuiﬂé’ﬁmﬁ’uizw’m%’agaﬁG‘f’nﬁumﬁmwﬁsmnaﬁu WA
annenInaaeULRisdfu uansualuzuues %RSD uay HORRAT HAN1SMAABUNUT fiszfuamidudy 1.0
mg/ml Y84a138Ng ¥ eithion 50% W/ EC A1 %RSD w1y 0.99 uag A1 HORRAT wirfu 1.34 agluy
\nNauiEausy HORRAT = 2 (AOAQ)

3.2.8 NAN1INIVADUAT Accuracy UBIa1308NgN3 eithion
N3M333a8Y Accuracy Tuguves %Recovery MINNTINITHATUIVRY AOAC dmsy
A157IUTUININNTT 10% A1 %Recovery fatagluyia 98 - 102 lagwIeuaisazaie stock sample il
Yy v o ' & a =~ ! L. a
AMILTNTUALUUDU (1 mg/ml) nTURTBNATaZA8NerIAT origin lnaUlunansazais stock sample
Usu1ms 5 ml aslu volumetric flask ¥119 10 ml §1u7u 10 91 USuUTunsaisdivinazansg iy
wanildndiaies GC WsuAunTIMUINTg I TATIERMUSUINE1T08NNT eithion Toyananis

NAEOU Origin WARIAINITINN 92

A13199 92 Uansp Origin UaaN380ngv3 eithion

ST Origin (0.5mg/ml)

[N

0.545
0.546
0.549
0.550
0.545
0.549
0.550
0.552
0.552
0.552

O o0 ~N O Uu1 AL N

—
(@]

Mean 0.549

SD 0.003

%RSD 0.48
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dlomen origin AutueuLdl 9ntueIeuasazareiionan recovery Tnadiun
d158va18 stock sample U311m3 5 ml aglu volumetric flask vu1a 10 ml szduaududuas 10 47
mﬂﬁ?u@mmiazmammgmﬁizﬁummL%’m%’u 0.5 1.0 ua 2.0 me/ml aslu sample origin 5 ml FiwSeuls
Tu volumetric flask 1ua 10 ml (Aududuas 10 91) USuuSunasdreivasanawelaidniu udaly
AnTgidneiaIes GC WisuiunsminsgIuiiodinsginiUsunnatseengy’ eithion wagUsziiuan
accuracy 370 % recovery Imaﬁwmﬂ%mmmiaaﬂqwé eithion Fitduen origin WmAedsasiisuiumi
191nN15 spike WAIAUIUAT % recovery IngAIRDIBEIUTIAIUNUNNITHINTUIVDS AOAC (1993) N3

AUIUMINENAIT19E9T

% Recovery = Conc.spike sample — Conc.Original sample X 100

Conc. added
Toyanan1IMAaaUNY Accuracy T3Uae %Recovery Aauandlunnsan 93

A13197 93 UAnIAT % Recovery Ua3d1380ngV5 eithion

Origin Cone. Added 0.5 mg/ml Cone. Added 1.0 mg/ml Cone. Added 2.0 mg/ml

?m ™ Mean (0.5 ml) (1.0 my) (2.0 ml)
i (mg/ml) Cone. % Recovery Cone. % Recovery Cone. % Recovery
1 1.041 99.19 1.536 99.10 2.539 99.72
2 1.044 99.47 1.542 99.55 2.540 99.70
3 1.049 100.04 1.545 99.62 2.533 99.20
a4 1.046 99.12 1.542 99.15 2.543 99.65
5 1.044 99.78 1.542 99.64 2.540 99.71
0.549
6 1.048 99.81 1.543 99.44 2.546 99.88
7 1.053 100.63 1.551 100.12 2.538 99.41
8 1.048 99.23 1.543 99.08 2.541 99.48
9 1.057 101.13 1.544 99.21 2.542 99.54
10 1.054 100.49 1.547 99.56 2.563 100.55
Mean - 1.049 99.89 1.544 99.45 2.543 99.68
SD - 0.005 - 0.004 - 0.008

%RSD - 0.496 - 0.264 - 0.312




911 116/151

A19M33988Y Accuracy 1u§°dsum %Recovery AULAEINNITNATUNIUDY AOAC @nSU
a1570UTUININATY 10% A1 %Recovery fodagluyie 98 - 102 9INNTNAGBIMN Accuracy WUINRINATT
FNANTHINSFIUNTEAUANTNTY 0.5 1.0 waz 2.0 mg/ml laen %Recovery Wiy 99.89 99.45 uag 99.68

MEIAU Beaglunuaisausu vee AOAC Aifmualy
3.2.9 HAN1IMIIIEDUAT Ruggedness YBIa1500NENT eithion

HANIIATIVADU Ruggedness AMNNITNAADIUANIIENITNARDULALINY WollUAB UL

VAU TOLALARIFINITIN 94

a ~ ~ ¢ & ea ' ) a
A9 94 LUTBUWMBULUDIGUATIATIINUTE VI NEVAADUN 1 LAy 2

AMULINDY 1.0 mg/ml

n ;ﬁwﬂaauﬁ 1 pjwﬂaauﬁ 2
Ywtin (me) %TinTIINY Ywtin (me) %TinTIANY

1 50.00 51.78 50.00 51.81
2 50.00 51.26 50.00 52.00
3 50.20 51.84 50.00 51.43
4 50.20 51.67 53.10 51.63
5 50.20 51.14 50.20 50.99
6 50.30 51.65 50.30 51.66
7 50.30 51.72 50.30 51.73
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8 50.30 51.59 50.20 51.21
9 50.30 51.71 50.00 51.19
10 50.00 51.02 53.10 51.67
Mean 51.54 Mean 51.53
SD 0.29 SD 0.32
%RSD 0.56 %RSD 0.61
Predicted Horwitz RSD 1.46 Predicted Horwitz RSD  1.46
HORRAT 0.38 HORRAT 0.42

N1995339a0U Ruggedness fia N13953aa0UANLINAREITUTENINTBYANTIATIE YN

NNTUSEUTEUENAdaU Bauaninaluguvas %RSD laAdall 0.56 wag 0.61 31NN1TNARBINUTILAAN

HORRAT winifu 0.38 wag 0.42 Feeuananueieausu HORRAT = 2 (AOAC)

3.2.10 HANTIMTIVEABUA Robustness Va9aN588ngNT eithion

NANT1SMSI@0U Robustness 91NN15NAABIIUEN1ILAITNAZBULALINY WAlUREY

Column Tun153ps1zeian Capillary Colurnn HP-5 4l HP-1 fawandlumisneil 95

A1519% 95 WU uUas I EuUANNTIANUTENIe Column HP-5 way HP-1

AMUINTY 1.0 mg/ml

n HP-5 HP-1
Umln (mg) %7iNTIINUY UMLn (mg) %7iNTIINY
1 50.00 51.47 50.00 51.02
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2 50.00 51.80 50.00 51.80
3 50.20 51.71 50.20 50.85
a4 50.20 51.75 50.20 51.35
5 50.20 51.66 50.20 51.54
6 50.20 51.21 50.20 51.34
7 50.30 51.90 50.30 51.74
8 53.10 51.51 53.10 51.63
9 53.10 51.48 53.10 51.79
10 50.30 51.77 50.30 51.91
Mean 51.63 Mean 51.50
SD 0.21 SD 0.35

%RSD 0.40 %RSD 0.69

Predicted Horwitz RSD 1.46 Predicted Horwitz RSD 1.46

HORRAT 0.28 HORRAT 0.47

N139533@0U Robustness AaN1snTIvapuALlnalfgsiusEnIteyaniing1evian

1NN15USEUWEU Column Bananewaluguvead %RSD Lar16all 0.40 uaz 0.69 A1NN1TNARBINUTILAA

HORRAT inifu 0.28 wag 0.47 fanamioansyu HORRAT = 2 (AOAC)



A151497 96 #3Un131A1 Relative Standard Deviation (RSD)
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3.2.11 mansussanaaaaldutiveu (Uncertainty) v83a1500navs eithion 50% w/v EC

Source Value (X) Std. Unc (U,)  RSD (U/x)

Balance (std. w) 10.1 mg 0.120200 0.0119009901 0.0001416336
Balance (sample. s) 50.2 mg 0.120200 0.0023944223 0.0000057333
Purity (std. p) 99.1 0.005800 0.0058526741 0.0000342538
Vol. flask (std. Ds ) 10 ml 0.029000 0.0029000000 0.0000084100
Vol. flask (sample. Dw) 25 ml 0.072269 0.0028907600 0.0000083565
Area (std. Hs) 126.466 0.000905 0.0000071569 0.0000000001
Area (sample. Hw) 118.819 0.670648 0.0056442979 0.0000318581
Density (SG) 1.049 0.000000 0.0000000000 0.0000000000
S RSD’ 0.0002302453
Uc = '

= 50 x \/0.0002302453

= 50.0

x 0.015

= 0.759

0.759
2 X UC

= 2 x 0.759

= 1.52

| - . . p: . . - -
Coamaf RSD .= + RSD;—I—RSD?,‘ + R5D,, +R5D,,. "+ R5D,.~ + R5D,,.~ + RSD..~

1591891 MU LLLUUaUlUNITIR V89 % eithion = 50 + 1.52 ArAuliuuusulun1sinnseau

Duaanuliwiueunnsgu auuawes k=2 Fadissduanudulauszuin 95% aun1snszatewuulnd

nsUsziliuarmuldutueuiiatsanniu NAMAS-NIS Guide to the Expression of Uncertainty in Testing,

1% ed. 1994 England wagsrenuaimnulduiuouduauiy

]

Y

d1AgY 2 Flnu

3.3 NanN1sIAsITIIUsINENseangndlnalnien (glyphosate)

WosluRnIATIen

3.3.1 HanIIWAUIITNITIATIZRATT glyphosate @nTziluzanaoaasos HPLC Tu

o

Column :

IC-PAK TM Anion HC4 a311817 250 X 4.6 mm

v aov

AE) JURTIENNNITNEAT E1NITUUATHAILININEATIUNT 4 A



Mobile phase :

Injectionvolume :

Detector

Run Time
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KH,PO, +Acetonitrite + DI water (buffer glyphosate)
10 ul
Dioadarray Detector (195 nm)

15 min

3.3.2 wamimﬂ‘%mmmiaaﬂqwé glyphosate

1) A1 %RPD v04 peak area @15ava8a1suINIgIU Cl wag C2 Tanlaiiu 3% wanis

NAFDUBAAIFINITIN 97

A15797 97 nsUszifiuen %Relative Percent Different (%RPD) ¥93a1711713§1U glyphosate

GUEHQL R g viwiin

peak area average %RPD
glyphosate (mg)
C1 10.1 233.21497
2 10.1 232.36389 232.789 0.366
C1 10.1 232.76952
C2 10.1 232.02559 232.398 0.320
C1 10.1 232.99307
C2 10.1 233.96085 233.477 0.415
C1 10.1 233.04803
C2 10.1 231.38420 232.216 0.717
C1 10.1 237.30432
2 10.1 233.67867 235.491 1.540
C1 10.1 233.60651
c2 10.1 232.48700 233.047 0.480

3.3.3 NAN1IRSIVADUAT Specificity suaqa'ﬁaaﬂqmé glyphosate

HANISNAFBUNITNT Specificity U94a1599n15 glyphosate WUIlITAITBUTUNIUNITIATIZAEITODNEND

glyphosate N@unsanT1ainlauansfianIwg 47
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" HADI D. Sig=195.10 Ref=360,50 (610227F301-0102.0)

mAU |
40—‘;

304

0 2 4 6 8 10 12 14 min

AN 47 WAAINTSHENUBIANTALAY Blank dusunadauansaangms glyphosate
3.3.4 HANINTIVADUAN Selectivity UpIA1500NENT glyphosate
HAN1INAFBUNN Selectivity V03981595 glyphosate WUINEUITAKENAITBBNGND

glyphosate l¢iaenagnéios fanwdt 48

I L Ty )

BAGT . Sig=105.10 Ref=350,50 (6102201011-1102.0)

mAU |

-~ 1.841 - glyphosale

20

10— 1

AT 48 LAAINITHENYDIANTALAIUNINTF U glyphosate

3.3.5 nan1snsIvaauaUluidunss (Linearity) ¥93a1501m351U glyphosate

nsnsvdounuduldunse (Linearity) fiszauanududu 0.01 - 1.97 fadnsu/

o v b4

{addnT U1TeyananIInIIAEeUNNMTNUIATINTINTENINANUTUTUTUAT area IINMTUTZIUMEENY
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AA1 (Visual inspection) wuandaaululdunss uagwuinan Correlation coefficient (r) (AU 0.999

(NEU9NNSFIU > 0.995) NANITNAFDULARIAINITIN 98 UAEAIN 49

A15197 98 wan1snaeaUAMLTUEURTIWBeENS glyphosate Ns¥AUANIENTY 0.01 — 1.97 mg/ml

ALLTNTU (mg/ml) Peak area level
0.01 26.5154 1
0.40 105.4632 2
0.60 153.0292 3
0.80 203.8905 4
0.99 246.5494 5
1.97 504.8781 6

-

Area 1 | glyohosate at exp. RT: 7.853
3 z DADL D, Sig=195,10 Ref=360,50
1 Correlation: 0.99989
400 Residual Std. Dev.: 2.81196
] Formula: y = mx + b
300 5 m; 255.45568
] 4 X b: -4.612%4e-1
200+ 3 7 x: Amount [ng/ul]
j 2 K y: Area
100 +
} .
617 v e e
L 0 1 2 |
Amount{ng/ul] ] J

A 49 uansrusludunss (Linearity) @n5aga1y glyphosate 6 level (0.01 - 1.97 mg/ml)

3.3.6 HANINTIAADUYIVBINTIA (Working range) VasasHINIF U glyphosate
N19953980UY9VINTIATIAMDY 0.01 - 0.99 HadnTu/fladans uazideyananis
MTIINAADUYIIVBINTTIA U1AT19N51MTENINAUTUTUAUAT area wuinA1 Correlation coefficient (1)

WU 0.998 (NAUTUINTFIU > 0.995) NANITIATILVRARAIAINITINN 99 WazAINA 50

A9 99 HANITNAABUYINVBINITINVDIAT glyphosate NTzAUANULTNTU 0.01 - 0.99 mg/ml

AUV (mg/ml) Peak area Level

0.01 14.7566 1
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0.12 34.3347 2
0.21 56.1120 3
0.54 140.1463 4
0.79 203.8905 5
0.99 246.5494 6

Calibration Curves

“| glyphosate at exp. RT: 7.850

* | DAD1 D, Sig=195,10 Ref=360,%0
] 7% | correlation: 0.95831
200 - 4 Residual Std. Dev.: 6.28619
] Formula: v = mx + b
150 *." m: 248.94035
] 4 b: 4.51166
i 100 4 x: Amount [ng/ul]
5 d y: Area
1 sod 2.2
! o+
i " *
. ——t
| 0 0.5 1
| Amount[ng/ul}

AT 50 waRIIUBINTTInTeEsazaty glyphosate 6 level (0.10 — 0.99 me/ml)

3.3.7 NAN1TRTIVADUAT Precision suaﬂmsaaﬂqwé glyphosate
1) 5ATIRABUNNSNILG (Repeatability)
Imwﬁ”lLﬁumiwmaaué’aasmaﬁaaﬂqm‘é clyphosate 48% W/V SL 9717u 3 526U
Aty Aefiszdv 0.1, 0.5 war 1.0 me/ml szduaududuas 10 %7 fleven Precision HANSNAGDU

Sauanalun1sed 100-102

n15197 100 mamsmmaaumsmu%w (Repeatability) Guaqaﬁaaﬂqwé glyphosate 489% W/V SL

[y

NTLAUANUTNTU 0.1 mg/ml

AULTNTU 0.1 (meg/ml)

n v %7ingIaNy %7InTIANY
U1nun (mg)
slyphosate acid glyphosate-isopropylammonium
1 5.90 36.56 49.34

2 4.80 36.69 49.52
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3 6.40 35.73 48.22
a4 4.80 36.35 49.06
5 5.90 37.46 50.56
6 6.40 35.58 48.02
7 6.40 35.83 48.36
8 4.80 36.58 49.37
9 5.90 38.41 51.84
10 5.90 38.17 51.52
Mean 36.74 49.58
SD 0.99 1.33
%RSD 2.69 2.69
Predicted Horvitz RSD 1.53 1.47
HORRAT 1.75 1.83

M15199% 101 NANISUAABUNITNIUGA (Repeatability) Guaamiaaﬂq‘w‘é glyphosate 48% W/V SL

NTLAUANUVNTU 0.5 mg/ml

AULTNTU 0.5 (mg/ml)

n ﬁ’]i}]ﬁlﬂ (mg) %ﬁmsmwu %‘ﬁ@ﬁ’ﬁlWU
glyphosate acid glyphosate-isopropylammonium

1 26.70 36.45 49.20

2 26.60 36.61 49.41

3 25.30 37.20 50.21

a4 25.30 37.25 50.27

5 26.70 36.70 49.53

6 26.60 36.90 49.80

7 25.30 37.24 50.26

8 26.70 36.71 49.55

9 26.60 36.79 49.65

10 25.30 37.31 50.36
Mean 36.92 49.82

SD 0.31 0.42
%RSD 0.84 0.84

Predicted Horvitz RSD 1.53 1.47
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HORRAT 0.55 0.57

A15199 102 NANISNAABUNITNIUGA (Repeatability) Guaamiaaﬂqwé glyphosate 489% W/V SL

NTLAUANUVNTU 1.0 mg/ml

AN 1.0 (mg/ml)

n ﬁlf]mﬁﬂ (mg) %ﬁﬁ]i?ﬁ]‘WU %‘ﬁ@i'ﬂ’ﬂ]WU
slyphosate acid glyphosate-isopropylammonium
1 26.70 37.95 51.22
2 26.60 36.34 49.05
3 25.30 36.27 48.96
a4 25.30 36.68 49.50
5 26.70 37.86 51.10
6 26.60 36.56 49.33
7 25.30 36.63 49.44
8 26.70 36.49 49.25
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9 26.60 36.61 49.41
10 25.30 37.89 51.13
Mean 36.93 49.84
SD 0.68 0.92
%RSD 1.85 1.85
Predicted Horvitz RSD 1.53 1.47
HORRAT 1.21 1.26

N"3931980Y Precision Ngluguves Repeatability A n1snsivasuadlndifeiu

JENIetaYaiAT g anInalugUvae %RSD 31NN1TNAGBINT Precision 7agluguuad Repeatability

mm%’a;&amamw@aau N1592uUg1 (Repeatability) Guaamiaaﬂqwé glyphosate 48% W/V SL Tusienns

NAFDU glyphosate acid Wwag glyphosate-isopropylammonium W4 3 sERUAE LYY nudnA1 HORRAT
agluinaugisausy HORRAT < 2 (AOAC)

2) NM30333a@8U Within laboratory reproducibility

lneaNilun1InaaouAl19819a15009nN5 clyphosate 48% W/V SL N158AUAIY

WHTU 1.0 mg/ml 9712 10 91 Tuiaa1edu lnganiignisaniunisnadeulne1du Wiweniad

intermediate precision HAN1INAADUAIUAAILLATITINN 103

M1519% 103 LAAINITAIIIABY Within laboratory reproducibility maqaﬂiaaﬂqwé glyphosate

[y

NTzfuaNUTNTY 1.0 mg/ml
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AMULINTY 1.0 (mg/ml)

. . y %7NTIAINY
ATUIUIU y %NANTIAINU
wun (mg) glyphosate-
glyphosate acid
isopropylammonium
1 70.50 35.14 47.42
2 71.40 35.97 48.54
3 75.50 37.13 50.10
a4 75.50 37.05 50.00
5 72.10 36.47 49.22
6 72.10 36.46 49.20
7 70.50 35.28 47.61
8 70.50 35.47 47.87
9 70.50 35.51 47.93
10 70.50 35.30 47.64
Mean 35.98 48.55
SD 0.75 1.01
%RSD 2.08 2.08
Predicted Horvitz RSD 1.54 1.47
HORRAT 1.35 1.42

A15A59@0Y Precision flagluguues intermediate precision tngn1snaaey Within
laboratory reproducibility ﬁamimafﬂaaumWﬂﬂﬁtﬁmﬁuawdw%’a%aﬁﬁ'n,ﬁumﬁlmwﬁsi’]mmﬁu WA
anENINAaeULRedfiu Lansualuzuues %RSD uay HORRAT Han1sMAdBUNU fisziuauitud 1.0
mg/ml “UE]\‘l?{’]'iE]aﬂf]Vlé clyphosate 48% W/V SL A1 %RSD 111U 2.08 way A1 HORRAT AU 1.34 uay
1.42 agluinaueigeusu HORRAT < 2 (AOAC)

3.3.8 HANINTIVADUAN Accuracy UBIATBBNENT glyphosate
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N19AT3dDU Accuracy GL‘LJETJ"UEN %Recovery AULNUTIN1TNAITEUIVRY AOAC 115U
a7 IMIINNTY 10% A %Recovery Fosaglutag 98 - 102 TnewnIenaisazats stock sample 19l
aududufiuduey (1 me/ml) andunionaisazaneiiienen origin InediUnansazane stock sample
Usu1ms 5 ml asly volumetric flask au1n 10 ml s1uaw 10 91 UuUsunsdedvhasanewwelidnsy
wEnhlUdnszsideedes HPLC Lﬁaruﬁ’umemmgmLﬁa?mezﬁmﬂ%mmmsaaﬂqw% glyphosate Yoya

NaN1InAdBY Origin WAAIAIAISIIN 104

A15197 104 LARIA Origin ¥89@1588na"3 glyphosate

ST Origin (0.3 mg/ml)

—_

0.364
0.365
0.366
0.368
0.368
0.365
0.366
0.365
0.365
0.365

O 00 ~N O U B~ W DN

—
(@)

Mean 0.366

SD 0.001

%RSD 0.380

WouIAT origin MUUUBULAY INUURMTUUAITALAELNDUIAN recovery taaTiun

d198za78 stock sample U5u1015 5 ml aslu volumetric flask 9u19 10 ml szAUAMULLNTUAE 10 91

INVUFALAITAZANBUINTFIUATZAUAMUTUTY 0.3 0.5 waz 0.7 me/ml aslu sample origin 5 ml Aw3euly
Tu volumetric flask ¥u19 10 ml (A1LTUaz 10 91) USuUTuinsamsivinazatswegi iy udiuily
a ¢ v d' ~ Y A a ¢ a £ a1
ATIZAAIBATDY GC WBUAUNIIMLIATFIUINDAATIZRUSUNUE598NgNTS glyphosate LazUsziliuan
o 1 a £ A g 1 .. 1 PN a [

accuracy 90 % recovery InginA1UsuuaIseangns elyphosate MluA1 origin 1ARdswazieuiv

A1MLAA1NNTT spike LaIAUIUAT % recovery IaeARatagluYIaMNNMIINITAANTUIVEY AOAC (1993)

NSATUIANENNSD98 198
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% Recovery = Conc.spike sample — Conc.Original sample X 100

Conc. added

%’agamamimaaum Accuracy 1u;§'ﬂ5uaa %Recovery Auandlua13199 105

A15197 105 UaAIAT % Recovery YDIENTBBNENT glyphosate

. Origin Cone. Added 0.3 mg/ml | Cone. Added 0.5 mg/ml | Cone. Added 0.7 mg/ml

1'”‘! ™ Mean (0.3 mD) (0.5 ml) (0.7 mU)

" (mg/ml) | Cone. % Recovery | Cone. % Recovery | Cone. % Recovery

1 0.667 101.20 0.870 101.31 1.070 100.82

2 0.666 100.43 0.864 99.84 1.068 100.43

3 0.669 101.24 0.870 100.99 1.063 99.60

4 0.671 101.11 0.868 99.96 1.067 99.90

5 0.671 101.18 0.866 99.55 1.064 99.44
0.366

6 0.671 101.92 0.870 100.91 1.065 99.97

7 0.661 98.16 0.867 100.15 1.063 99.61

8 0.660 98.47 0.867 100.36 1.065 100.03

9 0.661 98.42 0.864 99.75 1.065 99.97

10 0.663 99.20 0.864 99.79 1.066 100.17

Mean - 0.666 100.13 0.867 100.26 1.066 99.99

SD - 0.005 - 0.003 - 0.002

%RSD | - 0.709 - 0.304 - 0.195

N5M3I380U Accuracy U3UBe %Recovery MUNMIINTHAITUIVEY AOAC dmsu
a15MHUTNININNTT 10% A1 %Recovery fodagluyie 98 - 102 IMINNTNAGBMN Accuracy WUINRINATT
WNAITNIATFIUNTEAUAINLUTY 0.3 0.5 waz 0.7 mg/ml LA %Recovery winfu 100.13 100.26 wag

99.99 snudiu Faaglunamieausy ves AOAC finvual

3.3.9 HANIINTIVABUAT Ruggedness UIA1500NENT glyphosate
HANISMTIFADU Ruggedness 31NN1INAGBIIUANILAITNAFBUREINY WalUReuy

NASOU UBYALANIAINNTIN 106



M1519% 106 LWSsuLTieuesidudnganussningnadeun 1 uaz 2
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AULgNTY 1.0 mg/ml

1% ]
Q'Vlﬂﬁa‘m/l 1

v ]
Q‘Vlﬂaa‘U‘VI 2

n y L y %TinTIANY y r %7nTIANY
UINUN  %NHATIINY UINUN  %NHTIINY
glyphosate- glyphosate-
(mg) glyphosate acid (mg) glyphosate acid
isopropylammonium isopropylammonium

1 52.10 35.81 48.33 51.80 35.86 48.40
2 53.30 36.02 48.61 52.10 36.93 49.84
3 51.80 35.49 47.90 53.30 36.07 48.68
4 52.60 35.67 48.15 52.60 36.04 48.64
5 52.60 35.87 48.41 52.60 36.19 48.85
6 51.80 35.47 a7.87 52.60 36.08 48.70
7 53.30 36.00 48.59 52.10 36.22 48.88
8 52.10 35.81 48.33 51.80 35.75 48.25
9 52.60 35.91 48.46 53.30 36.15 48.79
10 52.10 36.32 49.02 53.30 36.20 48.85
Mean 51.54 35.84 36.15 48.79
SD 0.29 0.25 0.31 0.42
%RSD 0.56 0.71 0.87 0.87
Predicted

1.46 1.54 1.54 1.47
Horwitz RSD
HORRAT 0.38 0.46 0.56 0.59
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N15M33988Y Ruggedness Aa N13n53apUAUlndlAsiuTEnINslayaninsIe e
NMsSEULsUENaaey Fakannaluguued %RSD LaARsll 0.56 wag 0.61 31NNTNARBINUTIILART

HORRAT inffu 0.38 0.46 0.56 wag 0.59 Fetusunasieeusy HORRAT = 2 (AOAC)

3.3.10 NAN1IMTIVADUAT Robustness fuaqmiaaﬂqwqﬁ‘ glyphosate
NAN15MII9d0U Robustness 9MNNsMAaewieisnsiaswnsasietinszisening
\A384 HPLC-FID/DAD %o Agilent 34 1100 series (HPLC-2) 14 Column : Microsorb-MV 100 NH2 wag
Lﬂ%‘aﬂ HPLC-DAD/FLD glﬁa Agilent ':ju 1290 infinity (HPLC-1) 14 Column : Microsorb-MV 100 NH2

NYALLDUAGILANILUANTIN 107

A1519% 107 Han1InAasULlUSsUe U SISURTINTIANUTEINUATDY HPLC-2 wazkmsad HPLC-1

AMULUTY 1.0 (mg/ml)

HPLC-2 HPLC-1
n y o "/oﬁﬂi’JﬁJWU "/oﬁﬂ‘i'J'QJWU y o %‘ﬁﬁl’i'ﬁ'ﬂ]WU "/oﬁﬁl‘é')ﬁ]WU
UINUN UTATNUN
glyphosate glyphosate- glyphosate  glyphosate-
(mg) (mg)
acid isopropylammonium acid isopropylammonium
1 53.30 36.15 48.79 52.80 35.27 47.61
2 51.80 35.86 48.40 53.20 34.86 47.04
3 52.10 36.24 48.90 52.80 35.30 47.65
a4 52.60 36.10 48.73 53.20 34.77 46.93
5 51.80 35.77 48.28 52.80 35.09 47.35
6 53.30 36.23 48.90 52.80 35.11 47.39
7 52.10 36.37 49.09 52.80 34.95 47.16
8 53.30 36.15 48.78 53.20 34.70 46.83
9 52.60 36.18 48.83 53.20 34.82 47.00
10 52.60 36.29 48.97 52.80 34.87 47.06
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Mean 36.13 48.77 3497 47.20
SD 0.19 0.25 0.21 0.28
%RSD 0.51 0.51 0.60 0.60
Predicted

1.54 1.47 1.55 1.48
Horvitz RSD
HORRAT 0.33 0.35 0.39 0.40

N13M93988YU Robustness Aan1snsivaeuaulndidssiusenitedoyaniasiznen
MNMUTEUBUsERINLATedle wag Column Fauanaluguves %RSD laaAsll 0.51 uay 0.60 3NN1T
VAaRINUIlAA1 HORRAT winfu 0.33 0.35 0.39 wag 0.40 Funaudisausyu HORRAT = 2 (AOAC)

3.3.11 wan1suszanaaAuliuluey (Uncertainty) maamsaanqwé glyphosate 48% w/v
SL

AM5197 108 a3Un13vA1 Relative Standard Deviation (RSD)

Source Value (X) Std. Unc (U,)  RSD (U,/x) RSD?

Balance (std. w) 10.1 mg 0.120200 0.0119009901 0.0001416336
Balance (sample. s) 52.0 mg 0.120200 0.0023115385 0.0000053432
Purity (std. p) 98.6 0.005800 0.0058823529 0.0000346021
Vol. flask (std. Ds ) 10 ml 0.029000 0.0029000000 0.0000084100

Vol. flask (sample. Dw) 25 ml 0.072269 0.0028907600 0.0000083565
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Area (std. Hs) 232789 0.601804 0.0025851880 0.0000066832
Area (sample. Hw) 182566  0.920723 0.0050432321 0.0000254342
Density (SG) 1.206 0.000000 0.0000000000 0.0000000000
> RsD’ 0.0002304627
UC = I

Ceam |'R5£:w2 +RSD*4RSD,* + RSD,, +RSD, 2+ RSD,? + RSD,, 2 + RSD,®
= 48 x N0.0002304627

= 48 x 0.015

= 0.729

Uc = 0.729

Ug = 2 x Uc

= 2 % 0.729

= 1.46

n1ssreauaauliudusulunisin 999 % glyphosate = 48 + 1.46 ArAuly
wdwaulunisiafisnsaunduaimiuliuiuounnasgiu gaunawmes k=2 Jallszauanudulalszunu 95%
AUNNTNTENBLUUUNR AsUsEliuAnulilduauiiasuInIy NAMAS-NIS Guide to the Expression of

Uncertainty in Testing, 15" ed. 1994 England wagsnsauatnnuldudusuduaviod iy 2 dumls

I3
3.4 NANNSIATITIVIUIUIUENTBNGNTAISIUNANTY (carbendazim)
3.4.1 HANISWAUIITNISILASIZY AT carbendazim @N1EAWMUILAUVDILATDY HPLC

'
v a v v a

TureeUfURn1s ATt ingdunsien1en1sinens dnIdeuasimuinisinunswni 4 fe

Column : Lichrospher 100 RP-18 (5pum) 3131813 250 X 4.0 (i.d.mm)
Mobile phase : H,SO,4 + Acetonitrite : Water (35 :65)
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Injectionvolume : 10 pl
Detector ; Dioadarray Detector (282 nm)
Run Time : 4 min

3.4.2 HaNIMIUSUIUE58BNAND carbendazim
1) A1 %RPD V84 peak area @13ava8a@15uInIgIU C1 wag C2 Taluiiu 3% wanis

PNAFDUBAANIFINITIN 109

AN997 109 N15UsELLAT %Relative Percent Different (%RPD) V9E1UINIFIU carbendazim

GUEHQL R dwiin

peak area average %RPD
carbendazim (mg)
C1 10.2 1.08735
C2 10.1 1.08593 1.087 0.131
C1 10.2 1.10888
C2 10.1 1.10005 1.104 0.799
C1 10.2 1.07241
2 10.1 1.08894 1.081 1.530
C1 10.2 1.06860
2 10.1 1.06322 1.066 0.505
C1 10.2 1.07223
2 10.1 1.07210 1.072 0.012
C1 10.2 1.06893

c2 10.1 1.08354 1.076 1.358
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3.4.3 HANNINTIAABUA Specificity VIaNT8ONNS carbendazim
HANISNAFBUNIINT Specificity V84a1599ngN5 carbendazim wuInkida1sdusunIu

N151ATIZREITRBNGVT glyphosate Na11150nTI9IALALAAIRININT 51

Rdcitional Info : Peakis) manually integrated ] - -
[ ) DALY 3. Gag= 282 & Feet=360,100 {1 FO22BC ARBERDAZMLET 02260 ARBENCAZIM 2018-02-28 1R3E001-0101 0}

| mall |

i 2500 |

4:' o % Q‘ .
AN 51 LEAINTITLENYBIANTALANY Blank @11 UNAERUEITRBNENS carbendazim

. - £ .
3.4.4 #aN1IMIIABUAN Selectivity U93a1909NENS carbendazim
HAN1INAFBUMN Selectivity ¥03a1598NgN5 carbendazim WUINEINITAKENAITBEN

< ¥ 1 ¥ v i
gus carbendazim lmamqgﬂmaq AININT 52

pdditional Infe : Peakis) manually 1 nicgraTed
i" DAL G5, fug=ai. 4 eai=300 V00 |11 2SCARBENDAR ML €102 ACARBENDATIG J018-00-28 13-13- 150" BE- 1200 Y
il ]

1 4
e AN - carbendagie
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AT 52 LEAINITHENTBIANTALANENINTFIU carbendazim

3.4.5 nan13nsadouANIuduns (Linearity) U8381501035§ 1 carbendazim

nM5A529aUAUTUIEURSe (Linearity) AisyAuANLdudY 0.01 — 1.18 fadnsu/

198805 Uoyanan1INTIFEUIINAITNIAT NI INTENINANUTUTUTUAT area 31NNTUsSHLTTUAIEENY

A1eA1 (Visual inspection) Wuaiauiduidunss uagwuinan Correlation coefficient (r) winfiu 0.998

(1NEU9NaNNSFIU > 0.995) NANISVAADUKAAIRINITIN 110 UavnIni 53

A191991 110 HANSNAFBUANITULEUATIVD9ETS carbendazim AszAuANNTudY 0.01 — 1.18 mg/ml

ALLTNTU (mg/ml) Peak area level
0.01 1328.026 1
0.05 1743.500 2
0.14 2710.900 3
0.50 7677.900 a4
0.79 11200.050 5
1.18 16020.450 6
------- Calibration Curves
—m] 7| carbendazim at exp. RT: 2.415
] & | DADl G, 3ig=282,4 Ref=360,100
14000 | Correlation: 0.99803
12000 Residual Std. Dev.: 414.96966
10000 - 5 Formula: vy = mx + b
8000 - 1 m: 13612.66727
S
40003 3 . RrEE
500 32 i y: Area
Dt , :

0.5
Amovetingull

------------------- 4TI

o T e e e

i 53 wansaududunse (Linearity) @1982a18 carbendazim 6 level (0.01 - 1.18 mg/ml)
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3.4.6 Nﬁﬂﬂi@i?ﬂaauﬁaﬂ%aﬂﬂﬁifﬂ(VVoangrange)%aﬂaﬁimﬁm3§1u carbendazim
N1INTIVABUYIVDINTIA WAL 0.01 - 0.99 Hadinu/Aiadans ihteyananis
ATINAFDULNVINITIA UIATNTINTEWINAMUTUTUAUAT area WuUIIA1 Correlation coefficient (r)

WU 0.997 (NAUFNINTEIU > 0.995) NANITIATIZAUANIAINITIN 111 waznInd 54

A15197 111 NENISNAFBUTVOINITIAVOENT carbendazim N15EAUAMITLTY 0.02 - 1.00 mg/ml

AN (mg/ml) Peak area Level
0.02 1119.493 1
0.21 3017.123 2
0.50 5921.872 3
0.80 9392.905 4
1.00 11485.300 5

Are

10000 h:

8000

6000

4000 5

2000 1

A 54 uans Anududunss (linearity) @135azan® carbendazim 5 level (0.10 - 1.00 mg/ml)

3.4.7 NANNINTIVADUAN Precision Y89aN508ngN3 carbendazim

1) NM3AF298UNTNIULT (Repeatability)
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IngALliun1IMAEUF1081981588NN5 carbendazim 50% W/V SC 91U 3 86U

AULTNTY ADNTEAU 0.8, 1.0 kag 1.2 mg/ml 52AUANULTNTUAE 10 91 WORIAT Precision NaN1INAZDU

AILENILUAITIN 112

A15197 112 1WesuUATInTIINUN 3 Aty 91nn1snaugl (Repeatability)

AMULNTY 0.8 (mg/ml)

AMULNTY 1.0 (mg/m)

AMULNTY 2.0 (mg/m)

i (me) %iinsaany  thwin (mg)  %flasianu  mdn (me) %7RTIANY

1 169.70 49.22 253.50 50.58 249.50 50.50
2 169.80 49.09 253.40 50.57 249.50 50.09
3 169.60 49.19 253.30 50.54 249.10 50.66
a4 169.70 49.02 220.00 50.54 249.40 50.21
5 169.90 49.09 219.00 50.11 249.30 50.23
6 169.80 49.00 253.50 50.23 249.50 50.70
7 169.70 49.09 220.00 50.16 249.30 50.36
8 169.60 48.89 253.40 50.25 249.20 50.40
9 169.70 48.82 253.30 50.27 249.20 50.75
10 169.70 48.84 253.00 50.24 249.20 50.61
Mean 49.02 50.35 50.45
SD 0.14 0.19 0.23

%RSD 0.28 0.37 0.45

Predicted Horvitz RSD  1.47 1.46 1.46

HORRAT 0.19 0.25 0.31
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N15M33988Y Precision Magluguves Repeatability fia NsnsivaeuaulnalAssiu
TeINTeLATIAMTIENTUAANalUFUYDS %RSD MNN15NARBIN Precision Nagluguves Repeatability Lo
A1 HORRAT iU 0.19 0.25 wag 0.31 muadu (\neueiseusy HORRAT = 2 (AOAQ))

2) N136153389U Within laboratory reproducibility
Tngaiiun1sMadaaufiieg19a1509ns carbendazim 50% W/V SC 5sAuUAIM
WuTu 1.0 mg/ml 91u2u 10 91 Tua1ni1edu lngan11en19aduni1snadeulieany 1ienian

intermediate precision HANINARDUAIUANTIUAITINN 113

M15199 113 LEAIN1TASIVEOU Within laboratory reproducibility Y84d1590N N5 carbendazim

[y

AszAuANUTNTY 1.0 mg/ml

AMULNTY 1.0 (mg/m)

MUY — —
Wun (mg) %NNTIANU

1 253.50 50.60
2 253.40 50.82
3 253.30 50.53
4 220.00 50.08
5 219.00 50.37
6 253.50 50.03
7 220.00 50.33
8 253.40 50.55
9 253.30 50.52
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10 253.00 50.60
Mean 50.44
SD 0.24
%RSD 0.48
Predicted Horvitz RSD 1.46
HORRAT 0.33

N19M53368U Precision ﬁagﬂugﬂ‘uaﬂ intermediate precision lagn1snadau Within
laboratory reproducibility ﬁamim:}fﬂaa‘umﬁﬂﬂﬁﬁmﬁuiwdw%’ayjaﬁﬁfn,ﬁumﬁlmwﬁaimamﬁu e
AN1EN1INAFBULALIIUY Uanaluguvas %RSD hag HORRAT HANISNAABUNUTN fiszuamududu 1.0
mg/ml Yea588nq¥E carbendazim 50% W/V SC /1 %RSD i1y 0.48 uag A1 HORRAT Wity 033 oy
Tuinausigensu HORRAT = 2 (AOAC)

3.4.8 NANNIATIVEDUAN Accuracy Ua9aNIe8ngNs carbendazim
N3A33980U Accuracy luguves %Recovery AMNMININITAINTUIVEY AOAC d MU
A157IUTUININNT 10% A1 %Recovery fatagluyaa 98 - 102 lagwIeuansazaiy stock sample vl
Y v A ' & = ~ I L. a
AMILTNTUALUUDU (1 mg/ml) nTURTBNATTaZA8NerIAT origin laaUlunansazaie stock sample
Usums 5 ml aslu volumetric flask au1a 10 ml 91171 10 91 USuUsuiasamedivinasatswg1liignnu
ka1 lUAAI1218L1AT09 HPLC guAUunsmuInsgIuieInssinIUsuuanseangs carbendazim

ToYaNaN1INAOU Origin WARAIRTIN 114

A1571991 114 uansrn Origin ¥83aN500na9s carbendazim

ST Origin (0.5mg/ml)
1 0.510
2 0.509
3 0.508
4 0.511
5 0.510
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6 0.508
7 0.510
8 0.508
9 0.509
10 0.511
Mean 0.509
SD 0.001
%RSD 0.20

W911A1 origin MUUUDULAT INUURTBUAITALANULNENIAT recovery LagTUlun
d158za78 stock sample U511915 5 ml aglu volumetric flask U719 10 ml sgAUAMULNTUAE 10 9
IINUVULALAITALABUINTFIUATEAUAMUTUTY 0.3 0.5 waz 0.7 me/ml atlu sample origin 5 ml Aw3euly
Tu volumetric flask ¥ua 10 ml (AIsdudUaE 10 91) YSulsunnsalgmvinazaiswgliianniu udiuily
AATILIAIBLATEY HPLC BUAUNTIMIInTgIuieldiaseinIusuiaaIseanaws carbendazim wagussiiy
| o { a £ . A ' .. 1 a
A1 accuracy 910 % recovery InguAUTUIMAT9NONS carbendazim MUUAT origin uMIALRASLAY
WeuiuAnlianNnig spike WAIAILINAT % recovery IneA1datRglugI9IMILNMTINITHINTUITES AOAC

(1993) NSATUIUAIUFNAITIIE9T

% Recovery = Conc.spike sample — Conc.Original sample X 100

Conc. added

ToyaHANIINAFOUN Accuracy Tuguuad %Recovery Aauandlun1sen 115

A157991 115 UanA1 % Recovery U89a1598ngw5 carbendazim
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. Origin Cone. Added 0.3 mg/ml | Cone. Added 0.5 mg/ml | Cone. Added 0.7 mg/ml

?u ™ Mean (0.3 mD) (0.5 mD) (0.7 mL

" (mg/ml) | Cone. % Recovery | Cone. % Recovery | Cone. % Recovery

1 0.813 101.23 1.011 100.29 1.202 98.91

2 0.814 101.79 1.013 100.86 1.213 100.61

3 0.812 101.20 1.011 100.50 1.208 99.93

a4 0.815 101.35 1.012 100.27 1.203 98.96

5 0.810 100.14 1.016 101.29 1.209 99.84
0.509

6 0.814 101.97 1.011 100.57 1.205 99.64

7 0.810 100.10 1.013 100.74 1.207 99.61

8 0.809 100.15 1.017 101.85 1.202 99.13

9 0.813 101.54 1.012 100.71 1.217 101.16

10 0.809 99.51 1.016 101.11 1.201 98.57

Mean - 0.812 100.90 1.013 100.82 1.207 99.64

SD - 0.002 - 0.002 - 0.005

%RSD | - 0.281 - 0.241 - 0.430

N19RTI988U Accuracy Iu'gﬂsuaa %Recovery AILNUNNITNIITANVBS AOAC @NUSTU

a15MUIUINNINATY 10% A1 %Recovery fodagluyia 98 - 102 3INNTNAGBIMN Accuracy WUINRINATT

AuasunsgIuiseduaududy 0.3 0.5 way 0.7 me/ml 1fdn %Recovery i1y 100.90 100.82 uag

99.64 MuA1U Faagluinaeigausu ves AOAC Ninuall

v 9 -
NAEDU UBUAUANIAINITIIN 116

3.4.9 HANINTIIADUAT Ruggedness Ya3a1588NaN5 carbendazim

HANISATIVADU Ruggedness MNNITNAADIUEAIITNITNARDUAINY WollUAB UL
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A13197 116 Wisuiileuesidudfinsianussninumedeuil 1 uae 2

AMUINTY 1.0 mg/ml

n fnasoudl 1 fnasoudl 2
Ywtin (me) %7inTIaNY dwin (mg) %7inTIANY

1 50.40 49.30 50.40 50.13
2 49.80 49.12 50.40 50.10
3 50.70 48.98 50.90 49.54
4 50.90 49.12 50.70 49.41
5 50.40 50.17 49.80 49.38
6 50.40 50.00 49.80 49.14
7 50.90 49.25 50.40 49.40
8 49.80 49.81 50.90 48.95
9 50.70 49.44 50.90 49.00
10 50.70 48.81 49.80 49.26
Mean 49.40 Mean 49.43
SD 0.45 SD 0.41
%RSD 0.91 %RSD 0.82
Predicted Horwitz RSD 1.47 Predicted Horwitz RSD  1.47
HORRAT 0.62 HORRAT 0.56

1%

N13M3I988U Ruggedness Mg N13n53aapuUANdlndlAgsiusEnIetoyanin szl
NNTUSEUTEUENAay Bauaninaluguves %RSD laedeil 0.91 uag 0.82 3NN1TNARBINUINLAAN

HORRAT wihfu 0.62 uay 0.56 FaE1uAnanueieausu HORRAT = 2 (AOAC)

3.4.10 HANTIINIIVABUAT Robustness V03a1580ngN5 carbendazim
NAN157II9@0U Robustness ANN1IMARBIMEITNsIABuIAToaTinTEsseEning
.A399 HPLC-FID/DAD %o Agilent 1 1100 series (HPLC-2) 14 Column Cy wag 1309 HPLC — DAD/FLD

S Agilent U 1290 infinity (HPLC-1) 1% Column Cg swazBundaandlunsad 117



91 144/151

& ea

715799 117 W38uigulasiauanng1anusenInanias HPLC-2 14 Column Cg kay tASa9 HPLC-1

14 Column Cyg

AMULdNTY 1.0 (mg/m)

n HPLC-2 1% Column Cq HPLC-1 T4 Column Cyg
twtin (me) % fINTIINY dwiin (mg) %7inTIINY

1 50.40 49.94 50.40 49.60
2 50.90 49.12 50.90 50.22
3 50.70 49.17 50.70 50.20
4 49.80 49.51 49.80 50.08
5 50.70 48.98 50.70 49.37
6 50.90 48.82 50.90 50.03
7 48.90 49.20 48.90 49.33
8 50.40 49.23 50.40 50.55
9 50.00 48.98 50.00 49.52
10 50.40 49.05 50.40 49.60
Mean 0.32 Mean 49.60
SD 0.65 SD 0.42
%RSD 1.47 %RSD 0.84
Predicted Horvitz RSD Predicted Horvitz

0.44 1.47

RSD

HORRAT 0.32 HORRAT 0.57
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N13M3I988Y Robustness flan1snsiaaeuaulndiAssiuseninadoyanitasieian

INMIUTEULTBUsENINAATeddle wag Column Fauansualuguuad %RSD ladRll 0.65 uag 0.42 31NNNT

VPanINUINlEAT HORRAT Wiy 0.32 wag 0.57 Fanueisansyu HORRAT = 2 (AOAC)

3.4.11 wan1sUszanuAiauliintuen (Uncertainty) vasansoangus carbendazim 50%
W/V SC

m’i'N‘i'?'i 118 agﬂmimm Relative Standard Deviation (RSD)

Source Value (X) Std. Unc (U,)  RSD (U,/x) RSD?

Balance (std. w) 10.1 mg  0.120200 0.0119009901 0.0001416336
Balance (sample. ) 253.5mg  0.120200 0.0004741617 0.0000002248
Purity (std. p) 99.6 0.005700 0.0057228916 0.0000327515
Vol. flask (std. Ds ) 10 ml 0.029000 0.0029000000 0.0000084100
Vol. flask (sample. Dw) 100 ml 0.086333 0.0008633330 0.0000007453
Area (std. Hs) 10866.4  0.001004 0.0000000924 0.0000000000
Area (sample. Hw) 10802.95  0.073480 0.0000068018 0.0000000000
Density (SG) 1.173 0.000000 0.0000000000 0.0000000000
> RsD’ 0.0001837653
Uc = |

| " . . 2 . . ~ ~
Coamy/ RSD = + R5D3‘+R5Dﬂ‘ + RSD,, +RSD,, ~+ R5Dy = + RSD,, ~ + RSD..~
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= 50 x N0.0001837653

= 50 x 0.014
= 0.678
Uc= 0678

U=  2xUc

= 2 x 0.678
= 1.36

n1391891uaInuldwiueulunisTa ves % carbendazim = 50 + 1.36 ArA Lyl
wdwaulunisiafisneauduaimiuliviuounasgiu gaunawmes k=2 Jallszruanudulalszunm 95%
ANUNTINTEABUUUUNGE MsUsIiiuAAaliduduouiaIsanmu NAMAS-NIS Guide to the Expression of

Uncertainty in Testing, 15" ed. 1994 England wagsnsauarnnuldudusuduaviod iy 2 dumls

dyUuazinnsalnan1smaaag

Mnwan1snyInInTvaeuaaldldvesislinneingifunisinuasvesanseengvs v 12 wiin
asUnansAnydedl

1. nan1sfnwinisasivasuanlylaveidinseninglifivnsinunsvesans gangus wulwaia
AsiseRfimanganlun1snsaiinsiesiaiseongn’ lamda-cyhalothrin, deltamethrin, triazophoa,
dimethoate, diazinon, pirimiphos-methyl lLag ethion Ao WALA Gas Chromatograph (GC) waginatia
High Performance Liquid Chlormatography (HPLC) wsnzaslunisnsiaiiasiziaiseangns benomyl,
carbendazim, carbosulfan, carbayl uag glyphosate

2. #an15Anwy1 working range %38 Usuavasansilinaaeuaiunsaiiaigsilaegluyae 0.01 - 2.0

meg/ml
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3, wan13Ane linearity 3o AuduRLSTENIN response AUUTUIARBIESTITIATZiNAdDU
maqmiaaﬂqm% 7929 working range iR correlation coefficient (r2) Winifu 0.999 inawieaududi r > 0.995
(AOAC, 1993)

4. ANNFIVADU precision iugﬂsuaa repeatability wag Within laboratory reproducibility Wan1g
NAFBUNUIN repeatability voannvlinanslaal HORRAT agluinueiniseeusy wage reproducibility ves
ynuiinans 1A HORRAT snsnausiniseensuues AOAC (1993) auiu < 2 wansinisiiasgviasoongns
fananlvinanisnaaeu Precision agluinasingensuls

5. AN9MTIAEBU accuracy LA8IABNITAINAT % recovery WUiﬂﬂqaaaﬂqwéﬁ’q 12 9finans laan
%recovery aglurae 98 -102% Faogluinaminiseesiudmiuasifiuiinannnndt 10% ves AOAC (1993)
sl oglutg 98 -102% wanaitisliesgvianseongys Tinansmaaeu accuracy ogluinasifieessuld

6. NFRTIVADU robustness LLay rugedness \ensiaaay precision WUIIN1INTIAADU robustness
Tne3En1siasn column Tun1s3asigst 990 capillary column HP-5 wJu DB-5 léiAn HORRAT liliiu 2 wae
NNSNAABU rugedness Imi%miwﬁauﬁmaaﬂﬁm HORRAT laiiu 2 nnafinansiduiientu Janmeinng
yoUTUAN Precision 189 AOAC (1993) 5au3U < 2 uansinisiinmeiarseangnivnulnarsidniunis
naaeu Linansnaaeuegluinamifieeusuls

7. wan1suszanaAtaulailiueu (Uncertainty) yourarylnansiel

7.1 miaaﬂqwé lamda-cyhalothrin 2.5% W/V EC @1 Uncertainty t¥1Au 0.08
7.2 miaaﬂqwé deltamethrin 3% W/V EC @1 Uncertainty 111U 0.11

7.3 anseenaWs carbayl 85% W.P. A1 Uncertainty wihifu 2.58

7.4 miaaﬂqwé carbosulfan 20% W/V EC A1 Uncertainty ¥y 1.03

7.5 @308nqns triazophoa 40% W/V EC A1 Uncertainty iy 0.75

7.6 g0’ dimethoate 40% W/V EC #1 Uncertainty winffu 0.90

7.7 @seenqus diazinon 60% W/V EC A1 Uncertainty iy 1.01

7.8 msaanqwé benomyl 50% W/V EC A1 Uncertainty 111fU 0.87

7.9 miaaﬂq‘mé pirimiphos-methyl 50% W/V EC @1 Uncertainty 11U 1.46
7.10 anseengus ethion 50% W/V EC @1 Uncertainty wihifu 1.52

7.11 @1598ngnd glyphosate 48% W/V SL A1 Uncertainty winfiu 1.46
7.12 @1398nNa carbendazim 50% W/V SC A1 Uncertainty Wiy 1.36
91nNan13aTI9aeuANUldlaveidinszRaITeongvs N 12 ¥laasNinanunteny Lansieionis

IpTinUsIaEsosngnsNliNan1Iagey Trnugndeiasuiugn Wuflseusununaeiunnsgivana
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anusa Wl wisespulunsiessimusnaaiseengrdsnnan waziludeyausznoudmiuiuve

YLVBUVIENITITUTDINNTFIU ISO/IEC 17025 dmsuviosujiRnissaly
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LONE5D19D4
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WNA9INTISEBUSU

AMANUIN

Table 1: \na9IN5805U recovery

% Active/impurity content A acceptable mean recovery
>10 98 -102%
>1 90 -110%
0.1-1 80 - 120%
<0.1 75 - 125%

AOAC Peer- Verified methods Program (1993)
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Table 2: Expected precision (repeatability) as a function of analyte concentration

Analyte, % Analyte ratio Unit RSD, %
100 1 100% 1.3
10 107 10% 1.9
1 1072 1% 2.7
0.01 107 0.1% 3.7
0.001 10 100 ppm (mg/ke) 53

AOAC Peer-Verified Methods Program (1998)

Table 3: Predicted relative standard deviation of reproducibility (PRSDg)

Concentration (C) Mass fraction (C) PRSDg, %
100% 1.0 2

1% 0.01 a4

0.01% 0.0001 8

1 ppm 0.000001 16
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10 ppb 0.00000001 32
1 ppb 0.000000001 a5

Definitions and Calculations of HorRat Values from Intralaboratory Data,
HorRat for SLV.doc, 2004-01-18 Reproducibility relative standard deviation

calculated from the Horwitz formula

Table 4: NUNNN588USUA1T HORRAT

Reference A1 HORRAT fiwausu
AOAC (1993) <2

Codex, EU > 2
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