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3. Fan1snaaas (Mwlne) 1.6 mansaeurnaldlivesisiesgiaseenaringuansiidausas :
Insozlowea (triazophos), M3ludaunu (carbosulfan), tawilvien (dimethoate),
Insillunaa (profenofos) nguansmdndaia : lnalvis (slyphosate) wazngu
anstesiundnlsaiia : MIuUAEN (carbendazim) Tundndamianstosiunidn

A %

AngiyvesiesljiRnisiiuiniany Tusenideanilonauuy (w.a. 2559-2561)

Fonmnaaas (ne189nge) Method Validation of triazophos carbosulfan dimethoate profenofos

glyphosate and carbendazim in Pesticide Formulation
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SuRaveu 11 Ymin nAeziusenideuniiensuuu foilunisiandnvesiesliRnsiasziing
Funsemamainens dinideuazimuinisinuasiond 3 mamsaseuanalilivedisinmed Wy
yilslunszuiunsnsnaeuisiesesinthunldluies foinng Ilvinanisiinsizsiiigndes wiueh
wazgausulanunuginiseausuainansali MeUfuRnITIATILR TN dUATIENIINITNYAT
diinidouaginnnmanwesiani 3 liihnmsenaaeumnulilivedifiasgimsoongydnguans
Mdnuuas : lnsevlaned (triazophos), msludauni (carbosulfan), lawlnen (dimethoate), Tnsilunea

(profenofos) nguaNsnAATuNe : tnalwim (glyphosate) wanguansdasiuidnlsaiiy : A1SULAITY
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(carbendazim) Tundnsnaiarsdesiumdndngivy ivedudunnanunsveisiinTerikasUssiiuna
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FeiEveadfiislinseitdinnugndes uwlud uazddefie nanisnsanaeuanuldlfvesi
iLﬂﬁﬁzﬁaﬂiaaﬂqwé triazopho, carbosulfan, dimethoate, profenofos, glyphosate Wae carbendazim
NUIiA1 Working range 1Hudunssludasanududu 0.025-4.00 mg/ml 19iAn Linearity Tugisaiy
WL 0.050-2.50 mg/ml IneiAn Correlation of determination (R?) $iAn5giing 0.99936-0.99991 (1newsi

gaUSUN R% > 0.995) fAnuwiied (Precision) ¥89353bA5187 N1 USELAUN8AT HORRAT 989015NIUD1

(Repeatability) 88581319 0.17-0.66 Lagn13%191 (Reproducibility) 88581319 0.15-0.64 N9
M3I9EDUAT Robustness dA1 HORRAT 8¢j5en119 0.14-0.63 Uagn130TI980UAY Ruggedness
HORRAT 8¢58%314 0.07-0.85 Gerndildlaiifiu 2 (nausieouiu HORRAT < 2 (AOAC) N15R3I9d8Y
ANNYNFBY (Accuracy) 18535115910 % Recovery imnuidudusedusii nans gs fldiszming 98.01-
101.53 % aglugranasisensu 98-102 % dmiuansidiusunamnnnii 10 % manusives AOAC

wardA1AU UL UL UVBINITIATBIITIATIZY WINAU +0.60, + 0.36, + 0.48, +0.54, + 0.71 kay +

a [

0.72 A1Ud16U ﬁﬂﬁuag’amiwwmiaaﬂq%% triazophos, carbosulfan, dimethoate, profenofos,

1Y A

glyphosate ua¢ carbendazim lundnduaiingdunsienisnisinensiild 10uisinszinlaniaa
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6. A"

lasaslawas (Triazophos) [Huingdunsienanisnens Ussvasidnuuauazls nqu

pasnilueanasa (Organophosphorus) aangnslun1sduiauaziumie (cholinesterase inhibitor)

o 1d I aa v a 0 dl' [ PN £ v o w
asmianuaslunguilidunguifenldunniigaludagdu wesniluaisieengnslunistesiuiidn
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a a 1

wuadlaegaiiuszaninmassieuuasuszianianiulu aen Ka uuaminga WWMEe uagruewazia
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W uslawe 917 davdes du anseluess WWudu (nesriupuiivuaziannIsnums, 2537) a135dn
wuasngueasnilureanssanmualuieamesvoansaneanaia (HPO,) Wuarsidnuuasid
AuantRddey 2 Usen1she dfwdsundunenyuduardnindnseandunds arstansoaaiadqla

Savsenndedu sgnianldnaunuansidaunasiunguessniluaasiu (Organochlorine) @13

=

triazophos fidovmandl (UPAC) 41 0,0-Diethyl O«(1-phenyl-1H-1,2,4-triazol-3-yl) phosphorothioate 4
gnsluiana (Molecular formular) WU CyoH;eN;O5PS ﬁifmﬁfﬂimaqa (Molecular weight) v

313,31 gmol ™! @1u1snaansdaladionasainlduszunm 7-14 u dnwazgas Lugns EC
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(Emulsifiable Concentrat : gasyiadrduidudu) Hanwuziiuvewnainauduitodeddu neu

'
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i luldsauiinisideansmenn a1silaainnisilesnssiiaslaasddatuiidnuuzguend (ady,


https://de.wikipedia.org/wiki/Mol

2561) @3 triazophos iudusmeidegniamdailifmilszaeies fnavilmAansszaeifom
Aanansenuiuszuumaiumela inn1sseangifodayniazae 81n15vesiiy minlasuansluseau
Mazuanie M Tdesda duau lunga3l 991352 Uan wazmmeladunn snldsulutiainugeas
LangeIN1TTNNTEANEENITULTY du ndunilogauuss vumaRiazmeluiian Tasnalnniseongrives
d19 triazophos %aaﬂqm%‘é’uégamiﬁﬂmwuaqLaulsziﬁazL%m%aiﬂﬁmaamal,sa (Acetylcholinesterase
inhibitors Nerve action) Tnuidulstiazgnduseluanavesansfidnuuas naannisdudansie
vouduluivindvinlfAnnsazauvieniiosasosandalaiu UsnusosrosenitueadUsvam
(Neuro/Neuron junction) dssalsinéaniledu uazdnnszanagnaguuss vilfuuaadudumauazme
Tulan dwisuluiysdnisdufinshaumesdulmionsvialaduoamersa Sududulslunaiaun
yhmthiivhareoulesdozindaladuluiedeuszam nannnisdudinsinudngn ildssuy

YszamynauRauni
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A 1 anslaseainaves triazophos

fian : https://en.wikipedia.org/wiki/Triazofos

AsTudauu (Carbosulfan) Wuingdunsnen1anisinens Ussanaisiidauuas
(Insecticides) Tunguasunum (Carbamate) Wuansidnuuassznngady dgvzvnanisduda
aneglazn1eN1sAY (hedeyainuns, 2561) @15 carbosulfan @1nsandnuuadlivaieyin
& Y 1% = - s | o w vy g &
aUnganazUnia lgianzaisaziuasUnuds dngiafiaunsamdald W indegeu tnde
AN nagl InFevey LUAIMIYT MUBUNDUAUATY NUBULIITLDAKATLANZHNE NUBUAATIN
v v A < v 5y o @ A o a
P13lwe wusazldifou Wudy anansaldivuuasdnslulsaiuiiy wazdinldlundananianisinuns
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MiauNaIsunIy Seanunsaldmdnneeninuazuususinay (Nematodes) uraufinld (usiiiey
warAne, 2561) @15 carbosulfan & Foniauad (IUPAC) 1 2,2-Dimethyl-2,3-dihydro-1-
benzofuran-7-yl [(dibutylamino)sulfanyllmethylcarbamate ﬁqmﬂmaqa W CypHsN,05S

Wrdnlaiana Wiy 380.55 g¢mol ™! (INCHEM, 2018) dinauand@lunisazansuilatesfe

a 6 a

Uszanas 0.3 fiadnsu/dns azanalddludviazaiedunsd a1susqndiduresnamiinduinia

[

(WHA1 wazAME, 2553) ANANULUREUY carbosulfan figiail Tuny TUSuaunvilvuszeng 50%

&

o v v

A8 UIB7LTENIN WoaR 50 (LDs) 1inAu 4.5 Jadnsu/uintndl 1 Alansy laen1siu wag 0.64


https://en.wikipedia.org/wiki/Triazofos
https://dict.longdo.com/search/Insecticides
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fiadinsu/dmiings 1 Alansulaenis@admiegeriol Iivgaieual Rawazun Tneanuduiivie
uUniA1 LDsy 91AN15AU 11NAU 10 dadnsu/dintdnga 1 Alandu Nenaieainn1sauilaAl LDy, (24

Hours) winfiu 1.0460 lulasnsu/ns 1Uusiu @15 carbosulfan ddnwaegns Muvisans GR

s
a

(Granules — gnsviiawin) Badugnsaialdleviud Wulnuumdn wiealdliiui ansoonguias
\devuutangadu iwuillanse wagges EC (Emulsifiable Concentrat : gnsvdaunsiudutu)
fwnmduresvafnaududodoniu rewhlldfonhmaiensdei asildanninie
nehethazldansdifaduisnuaeiuam nalnmseangrsvesansidauuadlundguaniuaming
fosyuulszainlnveengnidudinisiisiuveseuleiosdfaladuieainesa
(Acetylcholinesterase %58 AChE) ﬁﬂﬁmiﬁaﬂizamagmﬁaiﬂﬁugﬂﬁ’]mEJLLazamaq viline
nMsarauveserdfaladundunuldvondulszam osaneuleiliannsoldlolnsladesdfa
Trdulfuleduuaznsnezdinld SuhliAnnisnsefulareUszamiinduognann iinoinisiy
\Hesa1nnisviauvesszuudedszaimladiuesia (Cholinergic neurotransmission) ¥11411s11n
Auund daalsinduniodu wazdnnseanedieguuss vilfuuaadudumauazaneluiian dmsu
Tusywddnsagensastuiuuiinunududuresasildsu mnldsuluuiinugs asuan
pIMstnnIEAnoEaguLTs du ndandlesounss umaRuazmeluiian ansidnusasnguiianuse

= 1 a

AnTUAUNRIMTALG TnslangsosunaniesestIn AmuAITmandsINTdudalaense wazans
Mdauuadlunguiifyiliifinanuseaedsstoniegiunnld dulleringsrneenidinadesivis
A7UF199109319N18 18U S¥UU Ussam nananile nsmelanazauendudu Fadguusienaviilid

HeTinle (quidteyaiivinen. 2561)

A# 2 grslAseasnaved carbosulfan

flan - https://en.wikipedia.org/wiki/Carbosulfan
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lawlnian (Dimethoate) 1Juingdunsnenisnisinens Useinnaisindnuuas lungu
pasnlunaanasa L’f’JumiﬁﬁmLLaJawﬁmQﬂéhmEJLL@%Q@%mImaﬁmaiumiﬁwzqmiﬁwmwaq
woulwsl Acetylcholinesterase 14lunnstiosfuidn iwdsgou inasln lsuns nuounsefiln
F17lne viueuledn nusuRunewan utawiu Tufiweneg wu e draine ndae uzaa fiedn
walsl Tmonlsiusesu Wudu @nwil uazame, 2553) @15 dimethoate fidem1aiad (IUPAC) 31

0,0-dimethyl S-methylcarbamoylmethyl phosphorodithioate fignslutana 10w CsH;NO4PS,


https://en.wikipedia.org/wiki/Carbosulfan
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fiuminlaiana windu 229.26 g¢mol™ fidnwasilundnduivzedivdes luinau dauaudfly
Asaransunlanunn wazazanelasluflvinazaledunss WU chloroform, benzene, toluene,

methylene chloride fifna3e3aluainiail 0.469-4.690 Falus ArA3aT3alutiaduil 11-56 Su

=2

AaseTieluildRudl 22-112 Ju uasAadsiinlufudl 11-37 Yu (Ms1eniawInd 2) Arpanu
Jufiwwas dimethoate fifwidsundulngnishinialinwagnnstheuuiiangda lneilan LDs, lag
nslinaunnlumy wihitu 215-700 Sadndi/Alansiuniing way 610 fadndu/Alansutwiin
milpenstiguuiionigs a3 dimethoate dfwi@sunauitowssludniUnynalad laedie LDs, tu
un European starling Ingn1siu wirfu 32 fadndu/Alansuindngs waz fien LDg, Tude
mallard Tagnnsfu egsgwing 41.7-635 fadndu/Alandutmdng (usdnwal uazaniy, 2551)
a13 dimethoate f&nwazgns 1ugns EC (Emulsifiable Concentrat : gnsydatiduidudu) &
Snwasduresvarinaududaientu fouhlulidowhnindessden asildanmaie
Neeiagldasdiaduiidnuurguan e1maAafivres dimethoate fiildufin aflonnis
BeeTu amsn Uaninssludesios wunten Vanadue mglada dnnszgnediasunss du

NANNLHDBUTY NUAER G1FULTRLYINFedInla

: 0
H1CO
- >P—S—CH; J_I'—NEI—{_‘][;
HyCOY

A 3 gnslaseasnaves dimethoate
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NUN : LBAFTITLNYLENININIVINTITUBILANLRANISLID IWLNV]ISLEJ‘V] Dimethoate

TWsHlunlaa (Profenofos) Ludngdunsianenisinuns nquessniluneanesa iuans
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Mdnunaslszinnlinadu sengnslunsduiauaziume WJuasiaunsomdadngialivany
yilo 1w vweuledn vueuNTEYiNgu MuauNTEiANENTEBUNT Menuanzals wdsdeu ndglvl
Lstheldlafuihe Sudss ergu wew win dnasznanswan 91alwe Wudu @13 profenofos fia
Juiwdaunduniauin laedlan LDy, Wnenshivnsuinluny windu 358 fadnsusenlansu uay
A1 LDs, tmanistimsidandslunsemie windu 472 Jadansusenlandy lngeinisiiniiy agiia1nns
)~ = i = ! = ] o 9 a Y H o I3

U Uandsey dounae dun1nd ang) eduld ondeu deuazihatgluauin Uinvioands
vieade ndwuiilenszan walude weladn wilawiud dninSeuazenanunad (usiiy uazae,
2560) @13 profenofos uananfignsmdnuuas Suduniwnssenyvduazdnd auideluefnnuii

=~ ] A a a ada a Lo &

profenofos finansznusianisilasuniasnszurunisumveaduluddldin Tnesignsdudenis
uveseuluissdalrdueamesadadueuledfiineitesiussuuusramasalmnndem
RoszuuUszamlanslunywduazdnl mnlasuans profenofos TuuSinannanadeasiaaunin

1§1u17iqm (@1 UazAnly, 2558) é3 profenofos fidevaedl (UPAC) 77 O-{(d-bromo-2-chlorophenyl) O-



ethyl S-propyl phosphorothioate é’ﬂwqum L‘fJuqm EC (Emulsifiable Concentrat : qm%ﬁm

'
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Pruduty) NHdnwusduvesvainaudutomeiiu neuilUlddesinnisiieanemetn as

Y [

AlaannsiReateediaglnasdlatulian vasguu

Q, OCH,CH,
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Br O SCH,CH,CH,

Cl

= v
A9 4 gnslaseaiiaves profenofos
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Inalviwwn (Glyphosate) Lﬂuamqaumwmamﬁmwm Usztnnansmanivie (herbicide)
FuduarsirdnuiivnldlaeIsdnnusas ivaunsageadulanialy Baadnddunieveeniieen
Juansmdaduiie Avsunansldnuunnigaluansgowsni Mlunianisinens Lagnsnnums

1 a o Y YA a a o a o 1 (v a & 1 el'
aungeu vsenueumulmdugiiedvsunsuazndndmiegluansgasnunaauwinaissui 1970
Tudan13A1 572A9W (Roundup) @15 glyphosate ¥ on19LtAdl (IUPAC) 71 N-

. I3 1 .. . = I a ;01 v
(phosphonomethy)glycine Lﬂumﬂumjm phosphinic acid uqmﬂmaqmﬂu C3HgNOsP - dunun
Tanawiiu 169.1 ¢/mol! fanumuiuiuwiniyu 1.704 ¢/cm? (20 °C) dnwaznienienimdu

HaNEANEY1Y (Wikipedia, 2018)
0 0
LA
HO ™| OH
HO

AN 5 gnslaseainaves Glyphosate

fian - https://th.wikipedia.org/wiki/Glyphosate

3 a . < o v o N A [ ! [y o o &
AISLUNATY (Carnbendazim) (uansidndnsiunieglunguanslesiuuazsidnes

'
=

nneliialsaiiy (Fungicide) Wuansidnesuszinangadu (systemic fungicide) lnafivanunse

= 1

Qmumuﬁqmqmﬂ vslu wasiielde Ldausineg e (gild, 2533) @15 carbendazim aaﬂqm'é
1 Feeengudtuuudosiunazidalsafiy deuldfuodunivarefiemuaunisuninszais
voudoniinelfiAnaudsmesenandanisnsinues iun Tsalulnl Tsasuds Tsaluga Tse
wouunsatua lsalugan tsaauay Tsasndvn lsavewdn Tuiieinenes fivls Srawazsayiiv wald
wazlinenliuseduialy W adu fuvew dundes uzaae 91 netne vieuuns wislslsa (Husu

(vlinasn wazmAuz, 2559) lnenalnniseengmdussans carbendazim agluduginisiaseiulnves


https://th.wikipedia.org/wiki/Glyphosate

v

1931 1nedn119130Y1a18N1SWUFI TR BEaRTENI1INITAUTLS H¥en1an15AuINUIe aun

ADALALTU AISLUUANTUS0 LAATUS0 Laztuusan50 Wy

L Q
N >—OCH3
/>—NH

N

AN 6 gaslATeas1aves Carbendazim

fiyn - https://en.wikipedia.org/wiki/Carbendazim
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NIMIVANANNNVBINARS TIa TITAAR I YNNI Mg UTIBIRAIAAIY .30 105
SUATIY W.A. 2535 51Lﬁué’am’?mimmaawﬁmLLazU'%mmaﬂiaaﬂqm'édﬂmsqmm%@gaﬁiquu
asnvielil MsnsrameuYimamseengnsvesasidadngiiv 9¢1938 e in sy
CIPAC (Collaborative International Pesticide Analytical Council) F9n153As12NARn S uTians
fdndngiiviildmnaiinneifigndes wiusrdndudedisinsgiiimnzay Jsazfosszyndli
wanzaufuiedesilonazgunsalfifluiesufjifinng variinansinsiildazdosaugndes
wiug uflensunmunasinssouivaina fduiesufiRnisingifivninneas am.3 39
dndudesinnisnageuninnldlaveisiinssiingdunsienianisinens triazopho,
carbosulfan, dimethoate, profenofos, glyphosate Wag carbendazim Lﬁawﬂu‘iﬁmmi’lﬂu
wesufj iR seely

7. /A nuns

- gunsal

1. Lﬂ%@x‘im’afﬁmswﬁ*ﬁ'@qﬁumwSﬂjﬁmiﬁffLLiﬂﬁugjfl (High Performance Liquid Chromatograph
: HPLQ) /w1 929ia%ia DAD (Diode Array Detector)

2. Agilent Column Zorbax Eclipse XDB-C18 (USNH037758) Analytical, A3118173 250
fadluns, vuneLdusiaudnats 4.6 Tadwns, partical size 5 lulasiuns

3. Agilent Column Zorbax Eclipse XDB-C18 (USNH037800) Analytical, A3131813 250
fadluns, vunewdusiaudnats 4.6 Tadwns, partical size 5 lulasiuns

4. Waters Column WATWAT02770 IC-Pak Anion HC Column A211817 150 Jadlung, vu1n
WuRAUINaNe 4.6 Tadiuns

5. SUPELCO LC-SAX 58996 Column Number 181675AA, A3118173 250 Hadtuns, Yu1a

idusAudnans 4.4 Tadwns, partical size 5 lulasiuns


https://en.wikipedia.org/wiki/Carbendazim
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10.
11.
12.
13.
14.
15.

16.

17.

18.
19.
20.
21.
22.
23.
24.

25.

26.
27.
28.

.83 Gas Chromatograph (GC) B%a Agilent U 7890A AIn5191AvA Flame lonization
Detector (FID)
Capillary Column wila 5% Phenyl Methyl Siloxane (HP-5) 8717 30 Lun3 Lﬁuﬂh@uﬁﬂa’m
0.32 fiadwns, w0 (film thickness) 0.25 lulaswas (um)
P30etiazden (Analytical balance) nadioy 4 frunds (+ 0.1 fadnsy) Ainunisaeu
WgULAD
\A3033A pH (pH Meter)
w3esmuasnsesliaudeu (Hot plate Magnetic stirrer)
Lﬂ‘%@ﬂéﬁmmﬁ@d (Ultrasonic bath)
W3sTnAINLILIY (Density meter)
yansesansazaenioude membrane wum 0.2 lalasiuns
ﬁquy,aqum
2I0IUTNIT (Volumetric flask) type A vu1m 10, 25, 250, 100 Way 1,000 daadns 7
HUNITADULTBULA?
Ymuuuy3unas (Volumetric pipette) type A 111 2, 5 wag 10 Taddns fidunisaeu
WiguLan
m‘%'ammiwa’ﬁazmaé’miuﬁa (Auto pipettes) 2u1n 1,000 lulasans Aikunisaeuiieu
e
Ununes (Beaker) wum 50, 100, 500 wag 2,000 aaans
A32UBNA (Cylinder) 2w 50, 100 waz 1,000 faddns nTunsaeuiieuwds
N¥UDNANILAT (Glass syring) VUA 5 Nadans
Syring filter membrane aun 0.45 lalAsiuns
29M Duran ¥u19 1,000 Uadans
IR Vial VU9 2 Uadang
@130193§7U triazophos (purity 98.00%), @17u10351U carbosulfan (purity 98.00%),
8130103574 dimethoate (purity 99.37%), @13u101331U profenofos (purity 99.00%),
#13019357U glyphosate (purity 99.00%), @131161391U carbendazim  purity 99.00%
ABENNANA Y triazophos 40% W/V EC, feguansiud carbosulfan 20% W/V EC,
A8 NNARAMYN dimethoate 40% w/v EC, A9eg19uansae profenofos 50% w/v EC,
Ao aNansne glyphosate 48% W/V SL, fetananiud carbendazim 50% W/V SC
Methanol (CH5OH) il HPLC grade
Ethanol (C,HO) wilm HPLC grade
Acetone (C5Hs0) ¥li9 AR grade



29. dhnduusAanleseu (Deionized Water : DI Water)
30. Potassium dihydregen phosphate (KH,PO,)
31. Phosphoric Acid (H;PO,) 85%
- 3509
1. nsesndeumldldvesizinseansesngys triazophos
1.1 aouiiisuirdosilonazgunsaifililunismeaes
1.2 W3euasall a1suInsgIu wasansiiag uNanAualinaudmsunITmnaed
13 USudsanmvmsidauvenaies GC fansaata (Detector) 4iln FID lunsnsvseu
aalldlieiziinseviarsoongy’ triazophos
1.4 mMamsUSinaanseengvs tiazophos Tuseeeuansiost tiazophos 40% W/V EC
1.4.1 mim%mmiazm&lmmgm triazophos %mammgm triazophos (purity
98.00%) 2 91 (Cy, Cy) Tﬁﬁmiaaﬂqw‘é 1 §adnsy Tuviadausunnsaune 10 Jadans %I’Qa’ﬁmmgm
triazophos Us11915 10.20 fiadnsu ldaslurininuinims azarsaie Acetone (C3HO) ¥ilm AR
orade Usvanas 5 adans Wilwgnliazaredeinios Ultrasonic bath Uszanes 15 unit anndu
handefial il duiigungiivies USuuiunsie Acetone welidniu inldvan vial vuin 2
finddns tludadniaias GC
1.4.2 n19wwdeuansazalefiod1anandmel triazophos 40% WA EC F3670879
WAt triazophos TWilansesngv? 1 fadnfu Turiainusuinsvuin 25 fadans Faimee
nARAY triazophos Usuns 62.50 diaansu laaslurininu3uims azatunie Acetone Uszunad 10
fadans thluweliazaredewnias Ultrasonic bath Ussanas 15 wnit aanvuthunsfialsimdud

unilvios USuUsumsme Acetone weilidniu ildvan vial vun 2 Iaddns diludadueses GC

-0

1.4.3 71999ANUARTIUNIE WNF10819NERAMI triazophos 40% W/V EC Useanal

o |

60-70 addns asludninesuuin 100 Taddns nuuld syring vwn 5 Taddns gafegruazdndi
L3849 Density meter 8 1UAIAIINENIUNILVBIENTNLAINATOS

1.4.4 A15ASIAFDUAIIUNTDUVBLATY GC L UALATEY GC MUEN1ILAITVINUVDS

4 Ao [ . PN a v 44' P oA o A dyw

\A30NAMUAL]Y Lile baseline AITINAFBURANANTALANNINTFIU LU LATOIUTEUN ¢ 91 Liarfiunle
a = P . ! i = a a 1w & I a
WA (peak area) N39AUEIVINA (peak high) LANANNIINANRAYVDINITAARAADAY 3 Aselaitiy
1% FsdoAseansonlyanu

1.4.5 ANUIA1 % Relative Percent Different (%RPD) a@1saratau1nsgiu C;, C,
foadiA %RPD laitiiu 3% ATWIEIAT %RPD MU@NNNSANAKNWINT 1

1.4.6 AU Response factor (f) AIUANNITAIANUINT 2

1.4.7 AU % @1500NgN5 triazophos Tus10819ndnA 0N triazophos #1u

o
FUNTAANUINKT 3



1.4.8 msrnamdesidudaiseanam ves triazophos
L‘U@%L%ﬁmiaaﬂqwé triazophos = %w/w U84 triazophos x AMUANINNE
1.5 msaadeuanadudunss (Working range/Linearity) 98435015
1.5.1 vAdouv1nLgaIU (Working range)

4290151497 (Working range) 1utinsvesarnududu/Usunuvesansild
yadeuTiannsainseildedisgndeuiugl (am uazame, 2554)

15.1.1 F19295510 triazophos Irianaddusing « S1uau 6 seduany
gy arandudues 140 ledadminliduiann triazophos aseuaguieildey anududy
0.25-2.50 mg/ml Te#aan531m551u triazophos TiiUSumsisdl 2.55, 5.10, 10.20, 15.30, 20.45
wag 25.55 Hadnsu asluaninliuins wuin 10 Tadans avanunie Acetone Uzl 5 Jadans
ihluweliazanedneedes Ultrasonic bath Uszanas 15 unil anthudnandsiisliliduiigumgiivies
USUUBinnsee Acetone wenlidniu wWilduin vial vunm 2 fiaddes tludadedes GC

15.12 dnansavanefiwseuliiduedos GC Basdwunnemududutiosiunn

1.5.1.3 Plot N3IM5¥NINAMUIUTUVRIAITUINTFIY (AU X) U Response
(kNU y)

1.5.1.8 fiansandreiidudunss

1.5.2 vaaouauduldunse (Linearity)

anandudunss (Linearity) unndnwauruesisinsginaninnuduius
sgnafudndrusznindyguaniedeiiensiadn (Response) uazarududuvesansiuriseasnis
91U (Finassad, 2549)

1.5.2.1 denmanududuain Working range fviudunsa 3 avandudu 44
a131195514 triazophos TAlIAMUWTLTY 6 S3AU AMULNTY (0.25-2.00 me/ml) il 2.55, 5.10,
8.20, 10.20, 15.35 way 20.45 Jadnsu asluvininu3uins suin 10 1addns azaueie Acetone
Uszanas 5 fadans Wilvweliaranedeindes Ultrasonic bath Ussanas 15 wifl anntiuniandaiis
Bl duiigumagiivies Usuuianasie Acetone wenlidndu thlduin vial vunm 2 fadans thluda
dua3as GC

1522 nansavanefiweuliiduedes GC Basddunnemududutiosvinn

1.5.2.3 Plot N30 5¥NINANUTUTUVDIANTUINTFIU (AU X) U response
(AU Y)

1.5.2.4 #1uaunIA Correlation of determination (R?) inaudieousudl R? >
0.995 (AOAQ)

1.6 N1SRSI@UANUNEY (Precision) ¥843501S
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AdiBs (Precision) lugadnvazionzreaisinmeifiuansdsnulndifeaiy
vosyndeyaiinaaouiegiafeunaisnianigldaniiziidiua (gums wasame, 2550)
1.6.1 A57980UNNSNIUE (Repeatability)
Repeatability o nsnsavdeuamlndifsstusening doyaitiiasigiidn u
wndesilaifeniu esufoRmaiientu fnaaeusufeiiu Tussoznanfeaiu vielndiAsaiu
1.6.1.1 %qawauwmsgwu triazophos 2 1 (Cy, C,) iﬁﬁmiaaﬂqmé 1 adnsy
Turaninu3nsauin 10 Tadans H9a150n551U triazophos USanns 10.20 fiadnfu ldadluvinia
U3uns aratedig Acetone Uszana 5 fadans inluiveliazaiadieiaies Ultrasonic bath
Uszanas 15 wndl aanduihandefidlslfbu Ufuusunsdae Acetone wgnliidniu dildean vial
Aun 2 fiaddns Wiludadiedes GC
1.6.1.2 Far081908n 091 triazophos 40% WA EC Tildseauainududu
Tugasnsldans 3 sz 16ud 0.25, 1.00 waz 2.00 fadnsusedadans Aududuas 10 41 tngld
PIAUTLINT YU 10 HadAnT azateriy Acetone Uszunal 5 fadans drluwdnliazaieniy
\3a4 Ultrasonic bath Uszanas 15 w1t anntu thandsisl3lhduiigumniivies Usuusunsée
Acetone weliidniy wldvn vial vunn 2 Sadans thlvdaduedes e
1.6.1.3 @nansazaneuInsgiulazasazalesiied s (1o 1.6.1.1 uaz 1.6.1.2)
WidinseivuSutaanseengvs triazophos luasazanediesns nansiaseiiildumuanm
Aade (Mean ; X) a'aul,ﬁ'mwummgm (Standard deviation ; SD) wazegazarruidesiuy
155 UETLS (Relative standard deviation ; %RSD) Ingltansnmsdunmrdudesavuinnsgiu
&t (%RSD) muannITANARWINT 4
1.6.1.4 AMu18d11A1 HORRAT 484 Repeatability Taginagin1susziiiuan
Precision &au5UA1 HORRAT U89 AOAC gaudufl <2, EU way Codex gausufi < 2 duralagld
AUNITAARLINT 5
1.6.1.5 #1u3n4 Predicted Horwitz RSD Anuaun1sn1axuINng 6
1.6.2 A51948UNTYNE1 (Reproducibility)
Reproducibility A mimaﬁlaaumWﬂﬂé’ﬁmﬁmwdwﬁayjaﬁ%meﬁ%ﬂu
insesileifeniu FesuftRmaientu fnaasuaudertu Tudisafiunnseiu
vmsnaaentuieatiude 1.6.1 Wielinseimnusunaansesngns tiazophos
Tuansaranefiognaasinan1slnsgiildund el HORRAT
1.7 A13RTI980UAUNUTEIIS (Robustness/Ruggedness)
A11UNU (Robustness/Ruggedness) 90435 3LATI Lﬂuﬂmé’ﬂwmzﬁm’jﬁﬁimiwﬁ
fu wdilinan1slnneifivensuldifofulsndedeulavisegeiidmual3luTimsehiinng

Wasuulasluidntios (NIW15580d, 2549)

11



1.7.1 #539@0UA1 Robustness
naaoulnunsiasuanzveaniesdledinse lngdsugamniiues Oven
(Oven Temperature) 970 240 °C 1u 250 °C wasynisvaassduieasude 1.6.1 Welamesim
UStnuanseangns triazophos Tuansazanesiegnuartinansinseiildunduammean HORRAT
1.7.2 9929@0UA1 Ruggedness
naaoulnonsiasuiniesiloflilunisinsizi aneies GC vie Agilent fu
7890A 10U 133 GC B9fe Agilent Ju 78908 yhmsvaasstuieaiute 1.6.1 Wielasigiimuiua
anseengns triazophos Tuasazanefetuasthnansiasewildinduiaman HORRAT
1.8 N1INTIAABUANUYNABY (Accuracy) VBITNT
ANLgNABY (Accuracy) Wunadnvauzve il zifiuaninwlndlAvsvenanis
NAFBUABAIITIVTOA98 (INa330d, 2549)
1.8.1 W3eua15azans stock standard ¥9981511915§7U triazophos TidlAuduty
fiutueu (@ mg A/ml) Ima%&awmmgm triazophos #tin 1,022 fadnsu laludnines vuin 250

o o 1%

aan3y dnunaganenig Acetone Usuns 50 dadans aneansazaneg vIndndiuns wuim 250

)}

>

a v

123305 wallfiy Acetone Usu9s 50 Jadans wenlvazatanie w3ed Ultrasonic bath Uszaned 15

[
Y

undt a3l aufigumgiivies USuuTumsee Acetone wenldniu agldansazans stock
standard WU 4 HadnSuneliadans

1.8.2 1m38Ua158881Y stock sample V0IE1SHANAUINANA WU triazophos 40%
WA EC Tifiarnudududinduou (1 mg A/mU) Tnedssaograndnstoe triazophos #1in 2,603.50
fadnsu ldaludnines aunm 250 Aaddns Ururazatenie Acetone USu1as 50 Hadans ale
a1sazategd 1InTAUTNIAT YUIA 1,000 HadFA5 waLFiu Acetone UTuas 100 fadans el
azatfBLATaq Ultrasonic bath Uszanm 15 it anduthandedial il ufigumgfives Ui
USN1R5A28 LAY Acetone wenlmaniu aglaansazany stock sample AnuLNdy 1 Hadnsune
GRALE

1.8.3 Wwisuasavaneliioadnansminnsgiu wisuansazaiei 3 sduiianuidudy
0.5, 1.0 uag 1.5 Hadnfusieliadinsasounquyrenisida Inetiunaisazane stock standard (U8
1.8.1) Usu1ms 1.25, 2.50 uag 3.75 dadans adhu 23adaUsuinsunn 10 Jadans YSuusuinsaie
Acetone wenlmdnsu thldvin vial auin 2 fadans thluaadiaies GC lnaSosdduanududy
HaelUiin

1.8.4 w3suansazatesiionian sample origin TneTiunansazane stock sample (¥
1.8.2) Usunns 10 fadans adluviniauSuinsvun 25 fadans axldasiidnnududy 0.4 fadndu
Rofladans WisusIuIu 10 91 USUUSuns8ae Acetone weliidnu Waldvan vial vuina 2

fiaddns U1ludndna3es GC mUsuIn triazophos tneieuiunsinuinsgiu (1o 1.8.3)
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1.8.5 LG}‘%EJaJmiazmmﬁamm recovery
1.8.5.1 Ywmansazaney stock sample (U0 1.8.2) Usuns 10 Jaddns aslu
volumetric flask aunn 25 fadans $1uan 30 91
1.8.5.2 Utnansazans stock standard (1o 1.8.1) Usune 625 lulasdng 3.75
way 6.87 fiaddns adluriainuiunsauin 25 Saddns fiflarsazate stock sample origin 2¢ 10

a a

fiadans Meseulinan ag1vaz 10 91 (U9 1.8.5.1) USUUININTA8 Acetone (AR grade) Lueinliilan

o

fu tldvan vial aue 2 fiaddns Biludadieies GC mUTuIw triazophos Tnaifisufunsam
WA (V0 1.8.3)

1.8.6 n15Us¥LHUAT accuracy 310 % recoveryImaﬁwﬁﬂ%mmmiaaﬂqw‘é
triazophos Tuduen origin waz spike (8 1.8.4 waz 1.8.5) u1vALaAswaZAILIIAT Y%recovery
Tngeindaseglugae 98-102% A1uNMIINITHNTUIVET AOAC dmuansfifiuunamnnndt 10% nns
AUAUANLANNNSANARLINT 7

2. msavaeuauldldvesitinseianseangy’ carbosulfan
2.1 aouiisuisesilouazgunsaifililunisnaaes
2.2 W3BNasAll d13UINIFIU wazasiegNanfualinSouduiunisveaey
23 UYSufian1iznisiderurennies HPLC §ans19¥m (Detector) 9ila DAD lunns
nrraaeunildlivesisiinseianseangnd carbosulfan
24 mImUSnaesesngyis carbosulfan Tuseenanansoust carbosulfan 20% WV EC

2.4.1 NSWIRENAITALANLUINTFIU carbosulfan %ﬁmammgm carbosulfan (purity
98.0%) 2 %1 (Cy, C,) 1ﬁﬁawaaaqw‘§ 0.1 fadnsu TurrntauSuinsvuin 100 Haddns Teans
1113514 carbosulfan Uszuay 10.20 Hadnsu asluvininu3uins iy Methanol (CH,OH) wiin
HPLC grade Uszanas 50 faddns wnluwenliazanesieades Ultrasonic bath Uszanas 30 wadl
ntuthusaisiliduiigumgives Usuusunsdie Methanol s liidriu nsosansazans
1AsgIUTeealdk Syring filter membrane wu1a 0.45 lalasiins adluwin vial vuin 2 faddns
iludaduaies HPLC

L2 &

242 \ASYUANTALANYNIDYIINANN N carbosulfan 20% W/V EC 49628814

v ¢ a a o

NARAUI carbosulfan 20% W/V EC Tillanseangns 0.1 Hadnsu ldluviadausuinsvuia 100

£ 1 a [ (3

FRENNNANA N carbosulfan Uszunad 50.00 faansy asluvininusuims iy Methanol

18aans 99

Useanal 50 faaans unldwenldazanemesnsad Ultrasonic bath sz 30 Uil a1nduunuié

a ¥

nlilidunoamagiives Usuu3uinseag Methanol lwenlidiu nsesansaratedieg1anansioueii

w3sularIu Syring filter membrane wu1a 0.45 lulasiuns asluwia vial aun 2 Jaddas diluaa

We3ed HPLC
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2.4.3 NMTINANNNMININIE WFIBYNKANNMUN carbosulfan 20% W/V EC Useuned

LY 1

60-70 fiadans asludninesuun 100 faddns il syring wunn 5 fadans Aot euaydndn
P399 Density meter SIUAIANUE I N IZVDIEN ST LA NLASeq
2.4.4 NMINTINABUANIUNTOUTBUATEY HPLC aLA3ed HPLC m1aan1iznnsineu
voua3oditmualy iile baseline psiinpaeudnaisazatouinsgiu W uaTesszanm 4 91 (oeh
fuTléfin (peak area) M30ANGIVDINA (peak high) wAnFsnANRAsTesanRasety 3 adtld
Ay 1 % Fedoinademfonldonu
2.4.5 A1UIBIA1 %Relative Percent Different (%RPD) @15aa18u195§14 Cy, G,
foafien %RPD 1Ay 3% A1uanA1 %RPD auaNnsnIARLINT 1
2.4.6 AU Response factor (f) AUANNITANARWINT 2
247 A % anseenayis lusee AN carbosulfan muANNIIMARLANT 3
2.4.8 Fuamniesidusansoengy® ves carbosulfan
LU@%L%us?miaaﬂqwésuaa carbosulfan = %w/w ¥84 carbosulfan x AUANTUNE
2.5 M3asadeuAILUEUASe (Working range/Linearity) 99935013
2.5.1 NAgEeUTNNTIEU (Working range)
2.5.1.1 Faansu1mgu carbosulfan Tlanududusing q $1uau 6 seduay
iy mududuag 1 41 Tasdaimidnlfiuinuansninsgiu carbosulfan AsouAguYaeTldaTL
0.025-0.250 mg/ml Tnedaansunsgiu carbosulfan 1iiU3u1msdadl 2.55, 5.10, 10.20, 15.35,
20.45 wag 25.55 faansy aslurininusuinsuuin 100 daddns Wiy Methanol Uszanu 50 dadans
drlUielfazatedasiaies Ultrasonic bath Uszuias 30 wadl a1nduiandeiial S8 ui
gumgiivies UsuUsinasie Methanol weildhfu nsesansazareannsgiuiedonldsiou Syrng
filter Membrane 1@ 0.45 lulasuns adluwin vial vun 2 Haddns
2512 Geansazaneiiwiedliduedes HPLC Sesdduanarududuiiasiinn
2.5.1.3 Plot N5 581I19ATUTUVDIAITUINTFIU (WNU x) U Response
nu y)
2.5.1.4 finsaneiiludunss
2.5.2 Nageuadudunss (Linearity)
2.5.2.1 EeoneA1Anududuain Working range uduidunss 3 arududu 49
a150195§7U carbosulfan TAlVHAMITUTY 6 FEAUAMUTNTY (0.050-0.200 me/ml) niin 5.10,
7.65,10.20, 12.75, 15.30 uay 20.45 fadniu asluvininuiuing auia 100 daddns 1fin Methanol
Uszanas 50 fadans e lfaranedieinies Ultrasonic bath Uszanas 30 undl 91ntiunhands

nlilidunonmgiiies USuuiunsme Methanol lweglidniu nsesansazatennsgiuilnseuls

Y
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K1 Syring filter membrane au1a 0.45 lulasiuns asluvan vial vua 2 Jadans dnansazated
a v v dl a o U v v v
wisnliAses WesarsuanAduduteyliinn
2.5.2.2 Plot N5 5¥1119AMTUTUVDIEAITUINTFIU (WNU x) U Response
(2PRY)
2.5.2.3 A1UIMNNA Correlation of determination (R?) Lnusigausual R? >
0.995 (AOAQ)
2.6 NIIATIVADUAINLNEN (Precision) U9I5N1T
2.6.1 »519@8UNIINIUGN (Repeatability) Ao n1saTIvadauAUlnalABiUIZnINg
v aa ¢ 3 A A o Y] ) a wa = v v a Y] = Y]
Joyarinsizvian lunIesiloediu vesUfuiRnisiieniu dvadeuaufediu lussesiandediy
IolnalAeeiu
2.6.1.1 F9a151193§11 carbosulfan 2 41 (C;, C,) TAlanseangns 0.1 fiadnsu
TurninUsuInsuun 100 Jaddns iy Methanol Uszunu 50 Jaddns drluwenliazaioniensas
Ultrasonic bath Ussanas 30 wiil annuuthanssiabiliduiigamgivies Usud3uinsiie Methanol
W lIAY nIesasazatenInIgIuwssulaniy Syring filtter membrane wu1a 0.45 TulAsiuns
aslurIn vial 3um 2 Taaans
2.6.1.2 Fa50819WANA N carbosulfan 20% W/V EC ThlAseAuAududy
Tugr9n5l9u 3 seau Laun 0.075, 0.100 wag 0.125 fadnsudeladdns Anututuas 10 91 1oy
Tguandnusunsauin 100 4adans Wu Methanol Usyane 50 Aadans Wnluwenliazaiunienig
Ultrasonic bath Useanas 30 u1it arntutanasisliiidunionmgivies Usuusuimsime Methanol
wen iU nsesasaratediegananfuaim3sulan1u Syring filtker membrane vu1a 0.45
laulasiwes asluvan vial vue 2 Jaddns
2.6.1.3 3Aa1585818UINIFIULAZENTAZA1UAI0EN (T8 2.6.1.1 WAy 2.6.1.2)
A a 6 a ‘Q‘ Y 1 o a ¢ aly v
We3LATIZNIUTUMA1Te9NgNS carbosulfan Tuaisazaiefiogiatasiinanisitassiilaun
ATUIUNIAT HORRAT
2.6.2 7529@9UN15%191 (Reproducibility) s N13ATI9dUANNINALABIAUTEIN
v aa ¢ 5 -:4' &4 Y] v a va a Y a Y] | PN '
Toyairinszvian luinsesiloweniu vieeujiRnsidediu gnageuauiiediu Tugiwiaiiuanedie
o ° oA o v A a ¢ a £
iy YIN1snAaeTULABIUTe 2.6.1 LiloAATIZINIUTUIMA198na W5 carbosulfan Tuasazans
Feg1aE U INANTIATIEANLALNAIWIMI HORRAT
2.7 NIIRTIVADUAUNUVDIIS (Robustness/Ruggedness)
2.7.1 #3579@9UAN Robustness
nageulnuNsAguaNIETRLATRINRIATIYN InglUdey aumgivesnoaul

90 40 sarwawdea W 25 esraided (aaumgiivies) wazyinnismaaeatuliediute 2.6.1 wie
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FAs1eRnIUSHna1seangus carbosulfan luansazatefiog1suariinanisiiasgndilaun
AU HORRAT

2.7.2 #3579@9UAN Ruggedness

naaeulnenisiudsy Column Agilent Column Zorbax Eclipse XDB-C18
USNHO037758 Analytical, A313813 250 fadiuns, vuindunnaudnas 4.6 Iadiuns partical size 5
laulasiuns u Column Agilent Column Zorbax Eclipse XDB-C18 USNH037800 Analytical, A314
817 250 AFLUAT VUIALHURIANENANN 4.6 TafiunT partical size 5 lulasiuns ¥in13naaes
WuReatute 2.6.1 Weleszinusinaasesngn’ carbosulfan luansazanediegns uaziwa
NMFATIEFAILIMY HORRAT
2.8 N1INTIVABUAINNYNABY (Accuracy) VBIIEN1S

2.8.1 w38NaN3aza1e stock standard YaeE1sHINSEIU carbosulfan TlIANTUTY
fuiuou (1 mg Al/ml) Tnedsansunasgu carbosulfan wiin 102.04 fiadndu ldludnines vuia 50
fadnsu drunazaneme Methanol sheasazateguininusuinsuwin 100 Tadans werlnazany
fae 1r3es Ultrasonic bath Usgana 30 w1t anthudandsiisiliduitonmaiivies Usuuiunsine
Methanol wenlmdniu agldansazaiy stock standard Wuty 1 Tadnsusieladans

2.8.2 WIvNaITaYaIY stock sample U83a1INANAMN carbosulfan 20% W/V EC
Tdanududufiniueu (0.1 mg AVm0) Tnedadeenmdnsoe carbosulfan niin 475.89 fadn3u
Tdludnines vwn 50 Tadnu dhanagangdie Methanol teasavated vindnusuinswuin 1,000

1a38ns e lazaremierasas Ultrasonic bath Uszunad 30 w1l anduiiiundanalAlvdun

2.8.3 wisuansazaneiieaiiansmiinsgiu wistasazatedl 3 sedufieandudy
0.075, 0.100 wag 0.125 fadnsudeiiadians asoumAguyen1sidau Ineliunaisazaie stock
standard (U9 2.8.1) USums 750, 1,000 wag 1,250 lulasans adlu vandnusunns vuim 10 Jaaans
USUUSun3ee Methanol weliidniu nsesarsazatedmoulduiu Syring filker membrane
gun 0.45 TulAsiuns asluwan vial vue 2 faddns wailudade3es HPLC TnaiSsadiuniny
LIUTY

2.8.4 wivuasazaefiienen sample origin IneUiUnansazaiy stock sample (Vo
2.8.2) U3ums 10 fiaddns asluvandau3uns auia 25 Saddns azldarsiidanududy 0.04
faan3urefiadans Wseus uIu 10 91 USUUSHIASAI8 Methanol wehlvidnfu nsesansavaned
w3salANU Syring filter membrane 1@ 0.45 lulasiuns asluwin vial aun 2 edans udily
AaiiaTes HPLC vuU3ina carbosulfan Tagfisufiunsininmsgiu (fo 2.8.3)

2.8.5 I3BNANTazALNENIAT recovery
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2.8.5.1 Unansazany stock sample (9 2.8.2) Usu1ns 10 fadans asluwin
fausinmsua 10 fadans S1uau 30 o1
2.8.5.2 U1Un @15a8a18 stock standard (19 2.8.1) USuau 0.875, 1.5 wag
2.125 fiaddns adlu ¥InTAUTNINT YuIn 10 Daddns Aflarsazats stock sample origin 8 10
fiadans Mseuliuds eghsaz 10 91 (Fe 2.8.5.1) USuUSIAsae Methanol lelsidniu nyos
a15azatefiaIeuldnu Syring filker membrane a1 0.45 lulasiuns asluvan vial vuan 2
fadans udthludaiaies HPLC muU3ana glyphosate Ineiflsufunsmiinasgiu (fo 2.8.3)
2.8.6 N15U5%LUUAT accuracy 910 %recoveryIﬂﬂﬁﬂﬁ’lﬂ%mma’liaaﬂqwé
carbosulfan Tduen origin uay spike (1o 2.8.4 uaz 2.8.5) LIMALLALRAZALINAT Y%Brecovery
Tagrndasaglutiag 98-102% asnausinisfiansanves AOAC dniuansaifiuiinasnnni 10% ang
AMIAINANNTANARWINT 7
3. mansandeuaildliveizinseviaseongn’ dimethoate
3.1 aouifisuiedesileuazgUnsaifililunisvaaes
3.2 WRENASAN @1SHIRNSEIN wazasARgINanSudlinSeuduiun1aaes
3.3 USussanmensidauvenaies GC fns1aTn (Detecton) wila FID lunisasiadey
auldldvesisiineviansoengns dimethoate
3.4 msvnsUiinuaseangvis dimethoate Tusaegnaansinsd dimethoate 40% WA EC
3.4.1 MSNSPNANTATAIENIRNTEIU dimethoate sfjl’qmimmg’m dimethoate (purity

99.37 %) 2 91 (Cy, C,) illanseongvs 1 fadnsu Turiaiauiuinsuuin 10 Jedans F9a1su1nsgIu

a

3
dimethoate Usu1ms 10.061aan5u Tdadlurininusu1ss avanenieg Acetone Useuned 5 1aaa

A5
ihluigliagansdaewndos Ultrasonic bath Uszana 15 w1l andutndeialiliduiionmniives
Uuliumnsme Acetone welsidniu tildwnn vial vune 2 Saddns wiluaadueses GC

342 N1SATENAITATAURI9E1INARA e dimethoate 40% W/V EC Fesmagns
A0t dimethoate lsifianseongus 1 fiadnsu TuvinTausuinsvunn 25 faddns defaogns

AN dimethoate Usu1ns 62.50 fadnsu Tdasluviainusuins azatenie Acetone Ussund

. >
(@) D)

3.4.3 ANFINAINNANIINNE NFIB8NINANN N dimethoate 40% W/V EC Uszangd

Y 1

60-70 fladans asludnineswuin 100 faddns antuld syring Ywia 5 dadans gaseg1auazdniin
LS89 Density meter 81UAIAIILENTUNIZVBIETNLAINATDS
3.4.4 NINTIVADUAMIUNTONVBULATEY GC 1WUALATEY GC AINENIIEAITINNULBY

A4 ao [ . PN a v d' P oA A Adyw
Lﬂi@\‘i‘mﬂqﬁu@l? LD baseline ﬂQ‘VW]@ﬁ@‘UQﬂa'ﬁaSaqﬂuqmiﬁqu WWLATDIUTEN 4 90 LN@@']WUV]I@
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fin (peak area) ¥38AINGIVRIAA (peak high) WANANSIINALRAEveINSaRRAsafy 3 ASsliiiu
19% Fedoinasomiouldnu
3.4.5 A1UINA1 %Relative Percent Different (%RPD) @15aa18u195514 Cy, G,
Foaflen % RPD laikit 3% FuIniAn %RPD MINALNISANARLINT 1
3.4.6 AU Response factor (f) ANUANNIAIANLINT 2
3.4.7 AWM % a1500n9N5 dimethoate Tuet1ananfnet dimethoate M1y
AUN1SNIANLINT 3
3.4.8 MafuaUesiiusaisesngns ves dimethoate
Wedidudanseangnd dimethoate = %w/w ¥83 dimethoate x ATUEIT Y
3.5 msaTadeunnuludunss (Working range/Linearity) 9843515
3.5.1 NAaeuIN3IEeU (Working range)
3.5.1.1 Haa5u1Asg U dimethoate Tiflanuidudiusing 9 $1uau 6 sedue
ity arudaduay 160 nedadmiinldiuiina dimethoate asauagutnefildo auidudy
0.25-2.50 mg/ml Tnedaansunsgu dimethoate TiiUsuasdsil 2.55, 5.05, 10.10, 15.10, 20.15
wag 25.20 daansu asluviniausninsauin 10 Jadans azatuaie Acetone Uszanad 5 Hadans
iluwenlfazaresioiaias Ultrasonic bath Uszunas 15 uadt anndudundeialsligu 4
gaumniifesUiuUsnsY Acetone welsiidniu thildvin vial vutm 2 fadans ¥iludadieies GC
35.1.2 Snasazareiwionlidiedes GC Sodwuananududuesluun
3.5.1.3 Plot N1 3¥MI1AIUTUTUVDIAITUINTFIU (NU ) U Response
(hNU y)
3.5.1.4 finnsanteiiiudunss
3.5.2 nAdpUANILTUEURTS (Linearity)
3.5.2.1 danAranududuain Working range Mduidunss 3 annududu 4
4150195574 dimethoate Tlviadnadudy 7 sedu Aududu (0.50-2.50 mg/ml) wiin 5.05,
7.55, 10.10, 12.60, 15.10, 17.65 wag 25.20 Tadnsy adlurininusunnsauin 10 Jadans azangnie
Acetone Uszanay 5 fiadans trldweldavaresiendos Ultrasonic bath Uszanas 15 wfl anndu

rnasndbiiidunigamglivies USuusuinsaae Acetone weliidndu wnldvan vial auia 2

Y

aa

fiadans Wludndnaios GC
3522 Fnasavanefiwdeuliiduedes GC Sosdduanaududutioslvunn
3.5.2.3 Plot N57% 5¥1319ANULTUTUYDEITUINTFIU (WU X) 1U Response
(bbNU y)
3524 #1urmnIA1 Correlation of determination (R?) tnausiseusudi R? >

0.995 (AOAQ)
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3.6 NINTIVAOUANULTIE (Precision) 18335075
3.6.1 AINADUANTNIUT (Repeatability) Ain N15AsIv@RUAININALABIAUTENIN
Hoyaitiasizvian luedesflaifenu vesufiRmaiieatu guasouawientu lussznanfeatu
wIolnalAeaniu
3.6.1.1 %qmammgm dimethoate 2 1 (C;, C,) Iﬁﬁmiaaﬂqwé 1 fadnsu
Tuviadaviinaseuin 10 SadanT dea1su1msgiu dimethoate U3u1ms 10.06 dadn3u Tdadluwan
SaU3u1ns avaediy Acetone Uszuna 5 faddans Wiluwenliazaisdisiaios Ultrasonic bath
Usyana 30 undt anntuthandaiel 3Ry J5uusunsene Acetone wenliidnfy dnldvn vial
e 2 fadans tiludaduades GC
3.6.1.2 H9508 198 AR dimethoate 40% WAV EC Tlaseiumnududy
TugaanisTdau 3 svsiu 18un 0.25, 1.00 way 2.00 faandusedadans Amnududuay 10 91 Tagld
ITAUSHIAS YUIR 25 Tadans avatenie Acetone Uszunal 5 Aadans unluweliazanesae
.38 Ultrasonic bath Uszana 15wt a1ntutandsdislflviBuiigungiives Ufuuiumnsdae
Acetone werlidnsu dildun vial vue 2 3addns thludadiaies GC
3.6.1.3 3NA138TANBUNTFIULALATALA18FI0879 (T8 3.6.1.1 LAz 3.6.1.2)
Wdiedinsgsiniusunaansesnay’d dimethoate luansazansfiaeng Yinan1s3insngndilaun
AUIMIAT HORRAT
3.6.2 P319dUN15Y97 (Reproducibility) fis n1sasrvaeumlndiiafiuszning

19 Aa ¢

ToyaiiaTgvigluasoowediy vieslfUansiediu gnadeuaudeliu lugisiaiiunneng

Y

(%) [

fu nsneassduieifude 3.6.1 WelseinUiuuaiseenans dimethoate luatsazans
feguaziuan1TIATERlFuIALINM HORRAT
3.7 ANTATIIANUNUVEIIS (Robustness/Ruggedness)
3.7.1 »533aRUA Robustness
naaoulnnsiasuannizveseiosiledinszy Tneidsugamaives Oven
(Oven Temperature) 910 260 °C Ju 250 °C wazvnisvaasatuiieaiude 3.6.1 Wiehnsizvim
USinmuanseangys dimethoate Tuansazanefogauasinansiaseiiiléunfuanm HORRAT
3.7.2 #3579@9UAN Ruggedness
naaoulnonsiasuiniesiloflilunisinszsi aneies GC e Agilent fu
7890A 10U 133 GC B9fe Agilent Ju 78908 yhmsvaasstuieaiute 3.6.1 Wiednsgimuiua
anseengus dimethoate luansazaneiatsuazthnan1slinsewildindiuinman HORRAT
3.8 NNINTIMBUANNYNABY (Accuracy) VoINS
3.8.1 W3sUa13AzANY stock standard ¥84a151191557U dimethoate TviliAL Tty

fusiuau (5 mg A/ml) Tnedsansuinsgiu dimethoate win 504.40 fadndu ldludnnosuuin 100
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1adn3u drunagateeie Acetone USung 50 1addns angaisazaied 1Indausuing vuia 100
fiaddns wdAu Acetone U3u1ms 50 §addns welazaesie 13es Ultrasonic bath Uszanas 15
wit thandeidl3lmBuiigumgives USuunsdae Acetone wenlvidiu asldarsazas stock
standard 1NTU 5 Jadnsuseliadans

3.8.2 W38UE1TAYANY stock samplevosa1sHAnS N WanAwI dimethoate 40%
WAV EC Tfiasnaudududiniuou (1 me A/m) Tnedesog1andnsina dimethoate niin 2,452

a o

Taansy Taludnineswuin 250 faaans Uiunazatenig Acetone Usums 50 Jadans angaisavany

a aa

g v dnUsuInseuIn 1,000 1a8an5 WaLAN Acetone USu1ns 100 fiaddns welviazatenie

[y

1589 Ultrasonic bath Uszanay 15 wiit antuhanssislilidunigaumgiivies Usudsumsie iy

Y

a

Acetone Wiy azlaasazaiy stock sample AIdNdU 1 Hednsuneliadans
3.8.3 Wisuasavaeiiloa ans eIy wisuasazaned 4 seduiimnududu
0.25,0.50, 1.00 wag 1.50 TadnSuneiiaddns Aseuagudeni1sideu lnediunansazany stock
standard (U8 3.8.1) USu1%5 0.50, 1.00, 2.00 way 4.00 1adans adtu VIATAUSUIAS UIA 10
fiaddns USuUSunasee Acetone wenlidndy tildvin vial vuna 2 fiaddns thludadiedes GC
1A8ISENAIAUANLTLTY
3.8.4 wivuasazanewfionen sample origin Inetiunansazaiy stock sample (7o
3.8.2) USuas 10 fiaddns adly vindausuins vuin 25 faddns agldansfidainududu 0.4
fadnSusiofiadans wasusuau 10 91 USuUSunnsie Acetone wehlidniu wildvn vial auia
2 finddns thlvdadieios GC wUsinu dimethoate Ingifisufunsminmsgiu (fe 3.8.3)
3.8.5 WlbuasazaneLiievan recovery
3.8.5.1 Unansazaie stock sample (10 3.8.2) Usuns 10 fadans asluvin
SU3ums aunm 25 dadans $1uau 30 91
3.8.5.2 Ywmansazane stock standard (98 3.8.1) UTuay 0.50, 3.00 wag 5.50
fiadans adlu 1InTnUsEIRS vune 25 fiaddns Afansazans stock sample origin ¢ 10 adans i
wiaenll3uda egeas 10 91 (§0 3.85.1) USuUSanmsine Acetone wenldidniu tildvin vial vun 2
fiadans thludadedes GC mUIun dimethoate Tneiisufunsinssiu (fo 3.8.3)
3.8.6 N15UsEIUAT accuracy 270 %recovery
TngtiAUsuanseangs dimethoate #iliuen origin waz spike (To 3.8.4
uaz 3.8.5) yInAaABuazAIAA %recovery TapAndaaglutiig 98-102% AuinasinIsAINTAN
383 AOAC d19§uansAifiuSunamnnndn 10% nsAuRnmIuaunIsnIANLIng 7
4 nsesrdeumldlivesisinseansesngys profenofos
4.1 aouiivuiriesileuazgunsaifililunismaaes

4.2 W3UASAIl @N5UIRTFIU waTANIRgINEN AT IINTaNd SN TIAaDS
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43 Ysudsanmensldiuweneias GC fnsiadn (Detector) wila FID lunsnsiadeu
anuldldvesisinevianseengnaprofenofos

4.4 mimsﬂ%mmaﬁaaﬂqwé profenofos Tufeg1ananiae profenofos 50% W/V EC

4.4.1 msm’%*&mmiazmammgm profenofos %qaﬂiuﬂmigwu profenofos (purity

99.00%) 2 %1 (Cy, Cy) iﬁﬁmﬁaaﬂqm“é 1 fiaansu TurindauSuasvuin 10 Aaddns fi‘i"amimmgm

profenofos Usu1as 10.10 fiadnsu ldasluvininu3uins azateniy Acetone Ussunu 5 dadans

Wlwgnliavatesieiases Ultrasonic bath Uszanas 15 Wil annduiunasnislibiiungamaiivies

Y

USUUS1MS A8 Acetone Wwenbidniu iildwin vial vun 2 faaans inludndneses GC

Y ] a

4.4.2 NNSIMTYNATAEANEAIDENINART 9N profenofos 50% W/V EC 49628819

2 3

NARAUY profenofos Tlla1seongns 1 HadansuluviniauIuiasvuin 25 adans Ted20819

nAnAY profenofos Usung 50.00 fadnsu Taaslurininu3uims azaneme Acetone Uszanal 10
fiaadns thluwelfazarenlein3es Ultrasonic bath Usyanas 15 Wil annduthunsenalilmdu 7

unnTiRee USuUsunsmie Acetone wenlmaniu Wilduin vial vum 2 iadans unllandeses GC

Y

How)

4.4.3 N1TINANNENINNE WNFBE1NARAY profenofos 50% W/V EC Uszune

Y 1

60-70 fiadans asludninesaun 100 Sadans antuld syring vunm 5 ladans ANFageaL AN
1383 Density meter 81uAAMNE T WINZVBIESTIFNIAS DY

4.4.4 N15RTI9AeUANNTENTENATEY GC \Uaded GC ANEN1IEN1TILYed
wdesfitmualy e baseline Asfinnaeudnansazatemnsgiu WiaTesUszun 4 €1 eeiiuiils
A (peak area) 39AI1UEDINA (peak high) wANANSIINALRAEveINSanRasefy 3 Adeliiiu
19% Fadornasomonldanu

4.4.5 A1UIBA1 %Relative Percent Different (%RPD) @15aa18u195514 Cy, G,
Foaflen %RPD TaiAu 3% A1uaniAn %RPD AuENNSAIARWINT 1

4.4.6 R Response factor (f) ANANNTSANANLINT 2

4.4.7 AIUINUT % miaaﬂqw‘é profenofos Tu@aed1suanfaa profenofos Al
AUNSNIANLINT 3

4.4.8 nsdmiUesidudanseengns ves profenofos

Wesidusianseanaud profenofos = %w/w wad profenofos x ATNEITANE

4.5 msnTaeumludunss (Working range/Linearity) 98435015
4.5.1 VA@oUYINNITLITU (Working range)
4.5.1.1 438151195574 profenofos (purity 99.00%) letdiarandudusing 9

$1uam 6 sefuaududy eudutuay 1 90 Tnedahminliiusue profenofos AseuAguYil
19919 AUUNTY 0.25-2.50 mg/mlimﬁij"“qmsmmgm profenofos T¥SUSInsed 2.53, 5.05,

10.10, 15.15, 20.20 wag 25.25 Jaansy adbu 0307aUSu1ns5au1a 10 1adans azaienle Acetone

21



Uszana 5 fadans thluwenlrazanadeindes Ultrasonic bath Useanad 15 undt annduthundaiia
i uignmgiviesusuliunsie Acetone wenlidniu tlduin vial vuia 2 fiaddns uldda
Wedes GC

4512 Fnansavarefiwdeuliiduedes GC Busdduanaududutioglvunn

4.5.1.3 Plot N5 5¥1I19ATUTUVBIAITUINTFIU (WNU x) U Response
(kNU y)

4.5.1.4 fa1sangeiifudunss

4.5.2 NadauANILdudunse (Linearity)

4.5.2.1 danAraududuain Working range Mduidunss 3 annududu 4
@131195571U profenofos THLAIAMUINTY 7 52AU AINUTNTY (0.25-2.50 me/ml) il 2.53, 5.05,
10.10, 12.63, 17.68, 20.20 wag 25.25 daansu astu vaadadsuinsvuin 10 Jadans azarunie
Acetone Uszanas 5 fiaaans tldwenlfazatasiewrdas Ultrasonic bath Ussane 15 wndl 91nsu
thandefialilmduigamnlivies Ufuusunsdie Acetone wglfidniu dnldvan vial auin 2
fiadans Wludadneses GC

4522 Fnansavanefiwdeuliiduedes GC Sesaduanaududutioslvunn

4.5.2.3 Plot N5 58MINATUTUVDIAITUINTFIU (WNU X) U Response
(hNU y)

4.5.2.4 #1urn1A1 Correlation of determination (R?) tnausiseusudi R? >
0.995 (AOAQ)

4.6 N1sAFIVEBUAMULTIBY (Precision) Y893ENS
4.6.1 P3I9EOUNTINIUGY (Repeatability) fio nsnsraaounulndidosiusening

foyaitinsizvidn luedesilaieniu vesufiRnmaiieatu fuasouawientu lussoznanfeatu
wInlnaLALeniu

4.6.1.1 ijl’qmimmgm profenofos 2 g1 (Cy, Cy) Iﬁﬁﬁ’li@@ﬂqWﬁg 1 faansu
Turindaiinasuunn 10 fiadans Fsas1n3g1u profenofos Usams 10.10 fadn3u ldasluvain
USumsazansdag Acetone Uszanas 5 dluwenliazateseades Ultrasonic bath Ussanas 15
undt 9ndudiundeial iy Usuusunnséae Acetone wwenlidniu thldvan vial aunn 2
fiadans Wludndnaios GC

4.6.1.2 Fadeg1andnsaut profenofos 50% WAV EC Tildseauainundudy
TugaanisTdanu 3 svsiu 18un 0.25, 1.00 way 2.00 faanduseiadans Amnududuay 10 91 Tagld
I TAUIUINT UIR 25 Hadans avatuniy Acetone Uszanes 15 fadans unluwgnliavanueie
1383 Ultrasonic bath Uszanas 15 undi 91nifu dandsislilfiuigamaiivos Usuuiumede

Y

Acetone el Wldwan vial vuie 2 Tadans dluadadeses GC
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4.6.1.3 2AA1383a18UINIPIULATAITATAEF10E79 (V0 4.6.1.1 way 4.6.1.2)
\iediaszsiniUSunaanseengn’d profenofos luansaratefegiawaziinanisiiaszidliun

ANUIUNIAT HORRAT
4.6.2 A3Y9EEUNIYET (Reproducibility) fie n1sasiadeuAtlndifesfiuszning

1% Aa ¢

Toyarinsizigluaselowsliu viesliinaaeiiu gnageuauidediy Tudisianiunneig

Y

[y [

fu Fnsvaassdudeatiude 4.6.1 Welnszimusunaaiseengn’ profenofos luansavans
Frognauartan1TIAeRTldnAIwIMn HORRAT
4.7 NINTINABUAIUNUVBIIS (Robustness/Ruggedness)
4.7.1 »3579@0UA" Robustness
naaeulnensiUAsuanzvouaiediolin Tasidsugnmgiives Oven
(Oven Temperature) 970 260 °C 48w 250 °C wagyinisnaassduieatude 4.6.1 iiiedaszsim
USinauansoongyd profenofos luansazanedietng Winansiasedildunmuamm HORRAT
4.7.2 #579@9UAT Ruggedness
naaoulasaasuiniedleldlunisilasesi anne3es GC B Agilent u
7890A LuLAes GC B¥f Agilent Ju 78908 yhmsnmasaulfieniute 4.6.1 iloTinsizsinuTua
aseengus profenofos TuansazateogauaziraniaTeRiildunsaum HORRAT
4.8 NINTIMBUANYNABY (Accuracy) VBIIBNS
4.8.1 W38Naazane stock standard 999815119557 profenofos TTAIULTNTY
fiuduou (4 me Al/ml) Im%’qmﬁmmgm profenofos #iin 1,010.10 fadnsu laludnines vuia

a a o o

250 1aansy Wuazatenie Acetone USUN9S 50 Haaans fgansazaneg ninlsuinsvun 250

a a v

1a8ans waLAy Acetone USUN9S 50 Laaans weliaraienie ww3a9 Ultrasonic bath Uszana 15

[ %
Y

it YranasisBlidufiguvniivios USuuiumsie Acetone winlidndu agldansazans stock
standard 1Nt 4 Jadnsusioliadans

4.8.2 WIBNa1TaYanY stock sample VoIdSHARN N WANAUIN profenofos 50%
WA EC Tiflanudududinduou (1 me A/ml) Tnedsfaatnudnsdoe profenofos #1in 2,062.84

a a

faansy lalutninesvuin 250 faaans Uiunazatenig Acetone Usums 50 Jadans angaisavany

g vIninUTuIns Yu1A 1,000 Tadans waiu Acetone UTu1as 100 Haddns welvazaignig
1389 Ultrasonic bath Uszanas 15 unit arnduthandsfisiiduiigumgiivies Usutiinasde i
Acetone el azldasazay stock sample ANty 1 Jadnsusoliadans

483 wisuasazangiiieainansuinsgu wisuasazatedl 3 seduiianandudi
0.50, 1.00 wag 2.00 daansunaliadans ﬂiamqmj"mmﬂ%mu InetUpansazany stock standard

(19 4.8.1) USUMS 1.25, 2.50 kag 5.00 1aaans adtu 97303aUSuIns uia 10 Haaans Ysuusunns
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o8 Acetone gAY U ldve vial aue 2 Taddns dnludadesad GC TagisaeainuaIy
WU
4.8.4 \wIsuaTazauLiienIAT sample origin Ineliunaisazaiy stock sample (18

v -

4.8.2) Usu1ns 10 fiadans aslu vandausuins auin 25 Jaddns aglaarsisiannuidudu 0.4
faanudefiadans wssusiuu 10 91 USuUsunsie Acetone wenlidniu thldvan vial vuna
2 finddns thludatuedes GC muUTal profenofos Taeifisudunsinlinnsgiu (o 4.8.3)
4.8.5 L@%‘auﬁﬂiazmmﬁamm recovery
4.8.5.1 Uimansazane stock sample (1o 4.8.2) Usuns 10 Hadans asluvin
SaU3unns vwm 25 Sadans 1w 30 9
4.8.5.2 YUmansazany stock standard (U 4.8.1) USuey 2.188 , 3.750 Lay
6.875 faddns adlu 1anTaUSums vua 25 fiaddns Afansazats stock sample origin ¢ 10 Hadans
fwenl3udn eghsez 10 91 @e 4.8.5.1) USuUsInAsie Acetone wellidniu whildwan vial v 2
fiadans thludadedes GC U3 profenofos Tnaifieudunsvlinnsgiu (e 4.8.3)
4.8.6 N135UsILUAT accuracy 1A % recovery
TngtihAUSinaanseangus triazophos MduA1 origin wae spike ({0 4.8.4
uay 4.8.5) ymAnadsuazAm %recovery TnsAndaagluting 98-102% AuinausinIsNaITaN

999 AOAC @1u5UaNIsNIAUIUIUNINNTT 10% NISANUIUANNENNITAIANUINT 7

5. mansanaeuaaldldveisiinsesiaiseangy? glyphosate
5.1 aoulisuieiesilouazgunsalfililunismaaes
5.2 UNATSIAN @1SUINTTIU WATAIRIBENNANAMIIINTaNdMTUNITNIAEDS
5.3 A5LH383 Mobile phase

5.3.1 ¥ Potassium dihydregen phosphate (KH,PO,) tmifn 08437 ndu adlufnines

'
LY

U1 100 1adans azanelmdnnumeuInaulsiFantasay (DI Water) Useunad 20-30 Hadans

[% v
a a o [y

ntuwatluriniauiinsuug 1,000 fiadans Wuinaulsaanlessulilausuing 960 Aaddns
WAL Acetronitrile (CHsCN) U3unes 40 Jadans el

5.3.2 9InHUMINInIAUSINATIUNN 1,000 faddnsasludnines vuim 2,000
fiaddm3 YU pH érensa Phosphoric Acid (HsPO,) 85% ilden pH Useanas 1.9 (uvnuediudu pH
TvihnsnInansegnaeniian)

5.3.3 wasavaredildaslurin Duran AT e wenlmvhiu Wiulidmsur Mobile
phase saly routhluldausioansasfeganses HPLC H1u Filter membrane 4ua 0.2 llAsians

54 YSumianinznisldanureaaios HPLC §n$1930 (Detector) ¥dia DAD lunns

avaaaunuldlivesisiiaTziaseangms slyphosate
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55 NIIUINIUEIT00NaNS glyphosate Tufiaenanansiue slyphosate 48% W/V SL
55.1 nflil,m%fama'ﬁazmammg']u glyphosate ¥9@1511%15§1U glyphosate (purity
99.00%) 2 %1 (Cy, C,) Wislanseangws 1fadnsu Tuvandnusuinsvuin 10 faddas 98150195570

glyphosate Uszunal 10.10 Hadndu asluvininuIuams L@N Mobile phase (KH,PO,) Uszuiad 5

al

faddns tnlvweldavaroseiries Ultrasonic bath Uszanas 15 wiit antuandeis il du
gauMnIivies UFUUTAsHe Mobile phase welilindu nsesesazanesnnsguieSenldting Syring
filter membrane w1 0.45 Tilasuas adluwin vial v 2 faddns Yiludaduedes HPLC

5.5.2 wlbuasazaniieg kANt glyphosate 48% W/V SL Hadnognanansaus
slyphosate Tilasoengv? 1 fadnsu Tuvinavsuinsvunn 10 faddns deses1andnioei
slyphosate Usennau 31.25 Jadnsu adlurininu3uins 1u Mobile phase Usennu 5 fiadans wnld

weliazaneiieleses Ultrasonic bath Uszanas 15 Wil anntuhanssidlilimduiigamgiivies Usu

U

Y 1

USU195A28 Mobile phase g1 U NT0IE5avaNRI08NARAUNTNIoUlANIY Syring filter
membrane w1 0.45 lalasiuns asluvan vial vwn 2 Jadans tludaduases HPLC
5.5.3 MTINANENINNIY AIDE1HART U glyphosate 48% W/V SL W/V EC

Y ]

Uszana 60-70 fiadans asludnunes v 100 faddns nniuld syring vu1A 5 dadans Aanees
wardadiedes Density meter 81uAIANEIS Nz BENSTILEaNNLAS B9
5.5.4 N3RTIEEUANNSENTENATEY HPLC Wawa3es HPLC muaniiznisinau
voundosiituualy e baseline Asfinaaeudnaisazatsunnsgiu WaSesUsyanm 4 41 e
fuilldfia (peak area) M30AINEIVINA (peak high) LANANSIINANLRATBINTERNARADRY 3 Ads
T3iAu 1% Fafednasomonldony
5.5.5 A1UIBA1 %Relative Percent Different (%RPD) @15aa18u195514 Cy, G,
Foaflen %RPD TaiAu 3% A1uaniA1 %RPD ANY ALNISANANLINT 1
5.5.6 N13ANUIUNN Response factor (f) ANLANNITNANUINT 2
5.5.7 A13AUIUA % ﬁﬂi@@ﬂqm‘ﬁg slyphosate feg1anansiauat glyphosate 48%
WV SL uaunIsnanuani 3
5.5.8 m3sasy glyphosate acidiflu glyphosate IPA
(isopropylammonium/isopropylamine salt)
glyphosate IPA (isopropylammonium) 3 Molar mass : 228.2 g mol™
A factor WU 228.2 (glyphosate IPA) = 1.349

169.1(glyphosate acid)
5.5.9 Fwmumilesiduianseangy’ ves glyphosate
ﬂ%mmaﬂiaaﬂq‘wé glyphosate IPA = Al 989 glyphosate acid x 1.349 (% w/w)

LiJa%L%uﬁmiaaﬂqw% 294 glyphosate = %w/w 984 glyphosate IPA x AUANT LN
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5.6 nsaTvdeUAULUULEURSY (Working range/linearity) 48435013
5.6.1 NAgERULNTIEU (Working range)
5.6.1.1 %ﬂﬁﬂimmgm slyphosate TALIAMIUNTUAIS 9 TI1UIU 6 TTAUAIIY
Wty anududuay 1 91 lnedaiminlfivsuia yphosate mamqmmm%mu 0.75-4.00
mg/ml Inedaansunnsgiu glyphosate Tiiusinnssad 7.60, 10.10, 15.15, 20.20, 30.30 waz 40.40

a

fa8n5u asluvaniausning vun 10 688m5 AN Mobile phase Uszana 5 fiadans wldwenln

Y @ a v

azatfeiA3aq Ultrasonic bath Usganas 15 undt anduiundeislilnsuiigumgines Ui
USUIM 9728 Mobile phase w81l Ty ﬂiaqmiazmammgmﬁLm‘%auiéfmu Syring filter
Membrane wu1a 0.45 Tulasiuns asluwin vial aun 2 fagans

5612 Snasazaneiivseulidiaies HPLC Sesduananudududosluun

5.6.1.3 Plot N57% 581319ANUTNTUYBEITUIATFIU (WU ) U Response
(kNU y)

5.6.1.4 finnsantaeiiiudunss

5.6.2  nageuANMdudunss (Linearity)

5.6.2.1 deoneeududuain Working range Mdudunss 3 anududu

5.6.22 Faa13u19551u glyphosate Tilidianududu 6 seduaududy
(0.75-2.00 mg/ml) niln 7.60, 10.80, 12.70, 15.15, 17.70 waz 20.20 Jadnsu aslu v1aialsuing
U1 10 fad4ns 1fiu Mobile phase (KH,PO,) Ussunas 5 fiaddns wurlueliazaiedisndos
Ultrasonic bath Usana 15 und anduianaeiislilmuiigumgfives Usuuimmsdae Mobile
phase Lwg iy nsesansagarunsgruladoulduu Syring filter membrane wu1m 0.45
laulases asluvia vial auna 2 Jadans

5623 Snasazaneiiwseulidiaies HPLC Sesdduananudududosluun

5.6.2.4 Plot N51% 5¥1319ANUTUTUYDEITUINTFIU (WU X) 1U Response
(hNU y)

5.6.2.5 FaurunAa Correlation of determination (R2) wneusieausudi R? >
0.995 (AOAQ)

5.7 nMInsavdeuALies (Precision) 10933013
5.7.1 A399d8UNINILTY (Repeatability) fie n1sasiadeuAalnddoeiusyning

foyaitinsngvidn Tuedesilaieaiu vesfiRnmaiReatu graseuauwientu lussognanfeatu
3o lnalAaniu

5.7.1.1 %’amimmigm olyphosate 2 81 (C,, C,) Tidanseengvs 1 fadnsu lu

nTAUINIRTIUIN 10 adans 1Ay Mobile phase Useanu 5 fadans iluwegilazatunioinios

Ultrasonic bath Uszanas 15 wndl aanuuiansasiialdlmduiigaumgiives Usuusumsdie Mobile

Y
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phase weld1Ay nsesaIsazatenInsgIunseulanu Syring filter membrane au1n 0.45
lulases asluvia vial aua 2 Jadans
5.7.1.2 F9dr0819ndni e glyphosate 48% W/V SL Tilaszauaauidudu

! a aa ¥

Tugan151997u 3 seeu lawA 0.75, 1.00 way 1.50 JadnSusedadans Auuduay 10 91 tagly

MINTAUTUINT UM 10 Taddns 1AL Mobile phase Uszune 5 fiaaans ihluiwegliazansmelaios

Ultrasonic bath Uszanas 15 widl annduiandsislilidunionmgivies Usuusuinsdae Mobile

Y

1 a v ¢ al

phase g lmdiu nesaTaza18mIDgHARN AR ENLANIY Syring filter membrane Yu1A
0.45 lulpsiuns asluwin vial vun 2 Haddns
5.7.1.3 80@1582a180IMITIULALATAZ AR89 (T 5.7.1.1 uag 5.7.1.2)
ieliasgsinUSunaanseangn’ glyphosate luansaratefegiawaginnanisiiaszidiliun
ATUIINIAT HORRAT
5.7.2 n51980UN15997 (Reproducibility) fie n1sasaeaeumulndiisafuszning
foyaitinsigvidn luafesdiaiioatu fesUfoRnaieniu fnaaeuauiiodtu Tutsarunndig
AU IN1TVRaeddULABIAUTD 5.7.1 Lﬁa‘imiwﬁmﬂ%mmmiaaﬂqm‘é slyphosate Tuasazany
FreghuaztnanSnsedfildunmuaman HORRAT
5.8 NNSMTIABUANUNUVDITS (Robustness/Ruggedness)
5.8.1 #3579@9UAY Robustness
naaeulnensasuanzvenadesiotnsed Inewdeu Anuenaaduain
195 uluas 1Ju 198 wilwuns wazvhnisnaasadwiieatude 5.7.1 elmszimusuiaans
enqus glyphosate Tuansazateogauasinansiaseiiiléufuanmal HORRAT
5.8.2 #3579@9UAN Ruggedness
naaeulnensUasY Column 971 Column Waters Column WATWAT02770 IC-
Pak Anion HC Column auawdurnaAudnans 4.6 fadiuns a1ue1d 150 Jadwns 1u Column
SUPELCO LC-SAX 58996 Column Number 181675 4ot usnAugnans 4.4 Iadiuns A118812
250 Haduns partical size 5 lulasiuns vinisveaeaguifeliude 5.7.1 WiednszimUSunaans
enqns glyphosate Tuansazatefogauasiransiaseiiildunfuanmal HORRAT
5.9 NMIATIAABUAINYNABY (Accuracy) VBIITNT
5.9.1 W3UAITALAY stock standard ¥09a715U10551U glyphosate Tdiaasdutuy
fuiuau (@ mg Al/mD) Taetansaunasg i glyphosate win 1,010.10 fadnfu ldludnines aua 50

fiadnsu Wduaga1unIg Mobile phase fgansazateg vIndausuns vua 250 daddng weln

a2a18678 LA38Y Ultrasonic bath Ussuas 15 wdi andudunsasiisliiidungamgives Usu

Y

a a [ 1

U3u1m5028 Mobile phase twglnidniu aglaansazay stock standard LUty 4 Sadnsuse

A8anS

)}
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5.9.2 W3uaENTazaIY stock sample vosa1WaNAMN glyphosate 48% W/V SL v99
30.73 W/W elyphosate acid T#@iarruiduduiintuau (1 me AVmD) Tnedasaagrandn o
slyphosate niin 2,085.33 fiadnsu laludnines vuin 100 Jadnsu drnnazaneaie Mobile phas

a aa

d1ga1vazated ¥1ITAUSUIAT YuIA 1,000 1addns weilvazaienlgia3es Ultrasonic bath

a

Uszanas 15 unit arndubandeisl i idufigamgfives Ufuuiinmsdae Mobile phase iglvidn
U Aglaansazany stock sample ANULNTY 1 Hadnsureliadans
5.9.3 wisuansazaeiiieaiiansmunsg i wistasazatedl 3 sedufieandud
0.75, 1.0 ua 1.5 Taansusieliading Aseuaguyensiden Inetnaisazans stock standard (Y8
5.9.1) USums 1.875, 2.50 uag 3.75 Jaaans aslu viadindsuinsvuin 10 fadans Usulsuinsnig
Mobile phase twgnlidfu nsesarsazanafiwdouldriu Syring filter membrane vu1n 0.45
Tilasiuns adluain vial awin 2 §addns wdihluaaduaias HPLC lnetdesdsurnududu
5.9.4 wisuansazaneifievan sample origin InediUnansazane stock sample (fo
5.9.2) U3u10s 4 fad3n3 adlu 1ninuSues vuia 10 Haddns sxldansiifianududu 0.4 fadndu
feflaaans wisusuau 10 91 USuUSunnseae Mobile phase welidniu nsosansazaneiimden
aru Syring filter membrane wwn 0.45 lulaswas asluwan vial auia 2 Jaddns waniludag
1383 HPLC uSunay slyphosate lagiilguiuns nuInggu (1o 5.9.3)
5.9.5 wlsuasazaneLiievan recovery
5.9.5.1 Ywnansazae stock sample (18 5.9.2) Usuas 4 Haddns asluwan
SoUSumsuua 10 fadans $1uau 30 6
5.9.5.2 U1Um @19azane stock standard (o 5.9.1) UTua 0.875, 1.5 uay

a a

2.75 fiadans asly InTAUTIIRT YWn 10 Tadans Nla1sazane stock sample origin 8¢ 4 adans

'
a

w3suliuan og19az 10 91 (U9 5.16.4) USuU3u1a5628 Mobile phase twg1l9ALd1u n503

QA =N

"sazarefmnIeuldriu Syring filter membrane vwia 0.45 lulasiuas asluvan vial euin 2
fadans udhludadiaies HPLC wUsanm glyphosate lngifisufunsmlinnsgiu (fo 15.9.3)
5.9.6 N17UTELUUAT accuracy 1N %recoveryIﬂaﬁmm%mmmsaaﬂqwé
slyphosate 7iduen origin wag spike (Y8 5.9.4 uag 5.9.5) UIMIANRRLLAZAIUINAT % recovery
lngAdotagluyie 98-102% Aungin1TRaITIY8e AOAC dnSuansfifiviunannnd 10% 13

ATUIUAINAUNITANANUING 5

6 nsnsvasumltlaveitiinsiziaisesngns carbendazim
6.1 @puigunIeslianazaunsalnldlunisnaaes

6.2 W3BUASAI ANTUINTFIU waTANIBENENA T IINTaNd TN TNAaDS
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6.3 USuftaniiznisldeiuveaies HPLC fnsa9¥a (Detector) wiln DAD luns
nvvvaeunuldliuesisiinseianseangns carbendazim
6.4 msvUSaaseangys carbendazim luseganansast carbendazim 50% WA
SC
6.4.1 NTLATINAITALAILUINTTIU carbendazim F3a1500 55U carbendazim
(purity 99.00%) 2 1 (C,, C) iﬁﬁmiaaﬂqwé 0.1 fadndu Turiniausuasvuin 100 fadans 9
A15U195§74 carbendazim Usu1ns 10.00 Hadnsu ldasluvindausuias azatedle Ethanol
(C,Hs0) ¥in HPLC erad Uszanes 40 faddns wluwelazateseiedesUltrasonic bath Uszane

a

30 W% NUULINLAL Methanol Usunns 20 Taddans wenliazananie @39 Ultrasonic bath

]
=

Uszu 10 w9 Wrundesnadlddunaunniivies Usuusuinsaie Methanol wenlmdndu ngaq

3 ]
a1582a1811935 UMM 38ULARIY Syring filter membrane w119 0.45 lulaswns adluwin vial vun
2 fiadans 1ludada3es HPLC

6.4.2 NMSLW3EUAITALANAIDENHAANUIN carbendazim 50% W/V SC 49639879

a L L3 a a (%

HARAuI carbendazim 50% W/V SC Tlianseengns 0.1 Tadnsuluviniauiuinsvuin 100

>

a

fladans T9fat9ndnsiag carbendazim USuns 20.00 fiadnsu ldasluviniausuimsuuin 100
fladans avaesae Ethanol Usyana 40 fiadans wrldwwenldazatosisinies Ultrasonic bath
Uszanad 30 undl 9nnduthuniiiy Methanol Usunms 20 adans wehliavaiesie 1des Ultrasonic
bath Uszanm 10 w1t thandeiislilffuiignmgiies Uuuiuimsdae Methanol el
nyedaTazaefiognansaueiTiaSeuldniu Syring fitter membrane wua 0.45 lulaswuns asly
979 vial vue 2 Jadans thludadiaies HPLC

6.4.3 N1TIAAINNEIITUNIE INA18819NARA N carbendazim 50% W/V SC

Y 1

Uszana 60-70 adans adludnines vwin 100 fadans a1nuuld syring wuna 5 1addns gasegid
wardniLASed Density meter 81UAIAIINEINTUNIEVDIENTNLAINLATD

6.4.0 NSASIVADUANUNSOUVDUATET HPLC 1WmAsed HPLC A1udn1In1sviieau
YauA3INMMUALT 1o baseline AIINAADUAAAITATAIBUINTFIU LULATRIUTEUNN 4 97 oA"Y
L Ay v = | ' A A a W & | a o A
Wuildl peak area vis0ANNEWDY peak WANAIIIINANRREVRINSAARARDTY 3 ATl 1% Jadie
IAsDINsaulEau

6.4.5 ATUINAT %Relative Percent Different (%RPD) d19azanvunggiu G, G
$a3lA1 %RPD 1ty 3% A1UIEAT %RPD ANUANNITANANUINT 1

6.4.6 AIUIUNT Response factor (f) MIUENNITNIANUINT 2

6.4.7 AUIUN % @1509NGN5 carbendazim Tusnag1andnsiae carbendazim ny

a
AUNITAIANUINT 3

6.4.8 NsAINAIUESIEUAANT0aNgNS 904 carbendazim
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Wesifudatseangnd carbendazim = %w/w 193 carbendazim x A1
099NN
6.5 N3ATIAERUANULTUEURTI (Working range/linearity) 90935015
6.5.1 NAABUAINNITIFIU (Working range)

6.5.1.1 F9a1931m5g1u  carbendazim TEanmidudusing 4 $1uam 6 sgdiu
Aty anududuay 1 90 Tnedaiminlfiuianm carbendazim asouaguiasiildau A
WU 0.025-0.250 mg/mtima%qaﬂsuwmigﬂu carbendazim 1#iUSumsssd 2.60, 5.05, 10.10,
15.15, 20.20 wag 25.30 dadnsu adly 1I07aUSNIAS Yu1n 100 Hadans azalranae Ethanol
Uszana 40 fadans Wiluwelvaranedioiaies Ultrasonic bath Usvanas 30 wiit 9antaniwniy
Methanol US1nas 20 fadans wehlfazaneaieiades Ultrasonic bath Ussunas 10 Und thanaaiia
Ay Aoamgiiviesuiutiinnssie Methanol weiliidniu nsesansazanssnnsgiuiinioslsiou
Syring filter membrane ww1n 0.45 lilasimng ashuwan vial vuia 2 Gaddns tludadiases HPLC

6.5.1.2 Anansazaneiiwseuliiiaies HPLC Bowwuananududutosiunn

6.5.1.3 Plot N5 5¥1319AUTUTUVDIAITUINTFIU (WNU X) U Response
(kNU y)

6.5.1.4 farsandeiiiudunss

6.52 NAFBUANILTULEURASS (Linearity)

6.5.2.1 AonAaududuain Working range Miuidunss 3 anududu 4
@15UIM557U carbendazim THlTAMUGNTY 6 FAU ANLTNTY (0.050-0.20 mg/ml) ntin 5.40,
7.60, 10.60, 12.70, 15.30 wag 20.20 Aadnsy aslu 2303aUSN1as 9u1m 100 daddns azaianie
Fthanol Usvanas 40 fiadans wluwenlwazaasieiries Ultrasonic bath Usvana 30 wiit aanti

a aa

1uLRY Methanol Usunss 20 $adans wenlvazanemie 1ased Ultrasonic bath Uszaunad 10 Wi

a

Mntuthusaisiliduiigumgiives Uiuuiumsdae Methanol lweilidniu nsesansazans
1AsgIUTeSoaldk Syring filter membrane wu1m 0.45 lalasiins adluwn vial vunn 2 faddns
iludaduaies HPLC

6.5.2.2 Bnansavanefiwseuliduedes Beadiduananududutiosluun

6.5.2.3 Plot N3 5¥1319AIUTUTUVDIAITUINTFIU (WNU x) U Response
nu y)

6.5.2.4 #1UINIAT Correlation of determination (R?) Lnausieausud R? >
0.995 (AOAQ)

6.6 N1SATINFBUANULIYG (Precision) V8930015
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=Y

6.6.1 M329FRUNININGT (Repeatability) fio n1snTradeumlndifesiuszning
Hoyaitinsizvien lundesfloiieaiy FesufiRmaiisatu fraaouauienty Tuszsssnanientu
IebnalAeaiu

6.6.1.1 %’amimmgm carbendazim 2 1 (Cy, Q)W:ﬁmaaaﬂqwé 0.1
fadndu luriaiauiunsuuia 100 faddns 49a1501M55U carbendazim U3u1ms 10.08 Sadn3u
Tdasluvininusuing avatudae Ethanol Uszuna 40 fiaddns urluwenldazarsdenias
Ultrasonic bath Usganas 30 wndl 91nsuthaniis Methanol Usinas 20 adans welvazaose
\A389 Ultrasonic bath Usvanas 10 wnit dhandeisl3lidy Usuusunnsee Methanol el
nsesEsaraIuLInIgINTLeIualkU Syring filter membrane wunn 0.45 lalasiauns adluvan vial
v 2 fadans tludadaedes HPLC

6.6.1.2 Har0g19mAniadt carbendazim 50% WAV SC Tldssduamududu
Tugamslden 3 seefu Tdud 0.075, 0.100 way 0.125 JadnSudeiadans Aududuay 10 91 Tag
TgndiauSuinsauin 100 fadans avanenle Ethanol Useanes 40 Taaans Wrldivenliazaiese
1A304 Ultrasonic bath Ussanas 30 undl aantutihuniiy Methanol Usunns 20 fiadans tuele
avanesne LA3es Ultrasonic bath Ustanas 10 undt thunsaiisllBuiigumaiivies Usuuiunsdne
Methanol el nsesansazatsunsguiaIeouldtu Syring filter membrane 4un 0.45
Tylaswns asluwan vial wuna 2 adans tiluaadaedes HPLC

6.6.1.3 3NA138TABUIATFIULATAITATAIUAIE1Y (T 6.7.1.1 WAy 6.7.1.2)
WiodsgmuSinmansoengns carbendazim luansavaneiiegisuaztiuanisiasddildun
AN A1 HORRAT

6.6.2 ATI9ABUNIVINGT (Reproducibility) fie n1snTradeunulndifissusening

19 Aa ¢

ToyaiiaTgvigluasotowediy viesufUiansiediu gnadeuaudeliu lugisiaiiunneng

Y

[y [

fu vhmsneasadufeatude 6.7.1 ielinseimuiinuaiseangns carbendazim luansagans
FretanazinanSInTE Rl HORRAT
6.7 N1TNTIVABUAUNUVDIIS (Robustness/Ruggedness)
6.7.1 71579@9UA Robustness
nageulpensUAsuanmsvenaIadietingzi Bnsiaeden anuenadu
90 256 uluwes 1y 257 wiluwes wazvhnisneasatuiiediude 6.7.1 Wiednseimusuu
anseengua carbendazim luansaranesegnauazimuan1sinsedildundiuInm HORRAT
6.7.2 1519@9UA1 Ruggedness
nadeulneni1sisy Column 210 Agilent Column ZORBAX Eclipse XDB-
C18 Analytical W AEURNALENA1N 4.6 Tadung ANNE1Y 250 Hadwes, partical size 5 lulasiuns W

Agilent Column ZORBAX Eclipse plus C18 Rapid Resolution HT unadur1augnans 4.6 iadiuns
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AINET 75 fadwns partical size 1.8 lulaswns vnsveasaduieadude 6.7.1 diednsievim
USuasansesnan’ carbendazim Tuansazaneiieguaziinan1sinsgnildumuanmiea
HORRAT
6.8 N1INTIAABUAINYNABY (Accuracy) VOIIENTS

6.8.1 W3yua15azae stock standard ¥OIA15UINTFIU carbendazim 19Tl
duduiuviueu (0.25 mg Al/m) Tnefsansunnss i carbendazim niin 63.10 fadnfu ldludnines
YA 100 Tadnsu thanazaieme Ethanol Usuns 50 adans digansarategd vindnusuinsuune
250 fadans winfu Ethanol U3uns 50 faddns welazanesne 1a3es Ultrasonic bath Uszana
30 Wit IniuAY Methanol Usuns 50 fiadans wellvazatese w3es Ultrasonic bath Usvana
10 w7 WanisislilRSuigungivios Ufutiinmsine Methanol sufsiauiinms welidndu 1
lnasazans stock standard iUy 0.25 Jadniuseliadans

6.8.2 M3UNE15A¥ANY stock sample VBIA1INARIUI NARAUI carbendazim 50%
WAV SC Wifaududuiiutueu (0.1 me A/ml) Inedafiag1andnsdg carbendazim ntin 197

aansu Taludnunes uie 100 Jaddns Uunazatenie Ethanol USuas 50 fadans a1eansazaie

)}

I TUSUIRSIUIN 1,000 adans wadtiiy Ethanol USUN9s 50 faaans wenlrazanenignsag

e

Ultrasonic bath Usgunad 30 w19 anduLiy Methanol Usunas 50 fiaaans weliaraienie LA3ed
Ultrasonic bath Uszanas 10 wadl dnnssiialiliduiigamgiivies Usuu3uimnsdaeg Methanol auds

IaU3nns welmaniu azlaaisazans stock sample AududL 0.1 Sadnsuroliagans

'
=

6.8.3 Winuasazaneiioai1eansnanIgIu Wwisuasavaned 3 seduiianududu
0.075, 0.10 wag 0.125 fadnfusieladang Aseunauyin1sidau tngUiunaisazany stock
standard (99 6.9.1) USu1ms 7.5, 10 wag 12.5 Tadans asly 110indsuing vuia 25 dadans Usu
U31105678 Methanol tweliidniu nsesansazanedin3eulduiu Syring filter membrane 4w
0.45 lalasiwns asluwan vial wn 2 faddns wdihluaadiaies HPLC TnaSosdrduauduty
6.8.4 wisuasazateLiiawa Sample origin IneThUnansazane stock sample (§
6.9.2) Usuns 10 fadans adlu vantausuinsauin 25 fadans azldarsidanuidudy 0.04
faan3urefiadans Wsous uau 10 91 USUUSHIASAI8 Methanol wehlvidnfu nsesansavaned
w3eular1u Syring filter membrane vw1n 0.45 lulaswas asluvan vial e 2 Jaddns waily
ntueies HPLC mUSana carbendazim tneiisufunsvanmsgiu (de 6.9.3)
6.8.5 WssuasazaIeLiiewe recovery
6.8.5.1 UrUnansazany stock sample (19 6.9.2) Usuns 10 faddns aslu-
PR TAUSINAS VR 25 Tadans S1uru 30 9
6.8.5.2 TLUm @15avane stock standard (T9 6.9.1) USu1a 3.5, 6 Wag 8.5

a

faddns adlurindausuns wuin 25 Tadans Nilansazaiy stock sample origin 8¢ 10 dadans
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wiswliud edsay 10 91 (To 6.8.5.1) UFuUSunsie Methanol weliidniu nsesansazanedi
w3eular1u Syring filter membrane vw1n 0.45 lilaswas asluvan vial aua 2 Jaddns wanily
daituades HPLC wUinm carbendazim Taaifisufunswinnsgiu (o 6.9.3)

6.8.6 N15U3¥LAUAT accuracy 31N %recoveryImﬁmw%mmaﬁaaﬂqmé
carbendazim 7duen origin wae spike (fo 6.9.4 UA¥6.9.5) LWNANAABLAYAIUINAT %recovery
TaoAdesaglurag 98-102% muinausinsiansanves AOAC dm¥uasiiuTunamnnnit 10 % s
AUAAANNTNARINT 7

7 myvszdiumanuliviueuveanisin
aulduiueulunista (Uncertainty) 1unisuszanaaaniadeiimainaziilinants
Snpanaadeu Tnel35meadn tiun drudsavuinasguvesmansindiegnd auaaandon
1N3nnaoy wndesiiogunsal avaiadl annzwandeslunsin Wudu (eyand quitiuazens.

2550)

7.1 ey
7.1.1 A1939 ( True value, p) L‘ﬁumﬁgﬂmmaauLLaz%’Uiaa’jﬂgﬂﬁaa
7.1.2 anade (Mean value, ¥ ) uafildainnisufifnugivaisnss (n)

o
- N+ X+t dun1In 1

n

7.1.3 ANUAaIALAaau (Error) [WUAIAIMULANAIITENINANRASLAZ AN

Error= x -\ aum&n’?i 2

7.1.4 ﬂ’J’]lILﬁEJQLUmJWﬁﬁ’]U ( Standard deviation, SD) Lﬁu“UEJUL‘UG]ﬂ’ﬁLﬁENLU‘IJGUEJWWI’]LQ%EJ

PaCTRESY dun157 5
" @0

SD=

7.1.5 anulaiy \certainty, Ux) 1uanaidssuuresuanis
naaousuidosnnanmiandonvesnisufifem
7.1.6 vlavesuliuiuou
7.1.6.1 wlemasAlduseiunnuliduiuey

1) Arnulintueunuu Type A Fummiliudueuiiiinannnsmien
Uszilunameisnsadia Ao meads uazAndosuuinnsgu

2) maalaiutiueunuy Type B @uanuliuiusuiiiauenmilean
Type A HuArauliutusuvessruuiilienaussfiulddedTni9ada 1wy Specification vas
ww3nsile Msaeuliisuirdesiie AruuTavsvesasiadl Yand1edannsgiu Wud

7.1.6.2 wUNUNaYRIANU kLU
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1) awilsiniueuuuudy (Random) Wumsliudueuiifinduuuulsl
aaueluudazads Wy msiinihddavenyiums
2) Awladudueuszuy (Systemio) 1uaalindusudiiiniuedig
avaueluynedsveamsta 1wy auliutusuannlufusesaeuidioy
7.1.7 anulduwiuausin (Combined Uncertainty, Ue) Wunasiuvesanulaiuiuay
wanun (dannnsiuan)
7.1.8 anulduwiusuvene (Expended Uncertainty, UE) Wuaiuliuuueusau (Uo)
fignuenvoonly (Ifannsduan)
7.2 fupsunsmeanulitueu
721 Beutunouninse
7.2.2 \qgugns / aunsTlviadns
7.2.3 murasesnuliuiuey fainsuan (Identify Sources of Uncertainty)
7.2.4 wiauldudueunnsgiu (U,)
7.2.5 saanalduueusasgiuiinainuaadoatu (riefety)
7.2.6 Wasumsliuueuveusiazuvasiiieglusy Relative Standard Uncertainty
7.2.7 wianuliuuueusiu (U (Calculating the Combined Uncertainty)
7.2.8 wiauliiuueuvene (Up) (Calculating the Expanded Uncertainty)
7.2.9 dnvidalnsunsy (Histogram)
7.2.10 S18991UNANTNAGOU
7.3 wiasiinvesmnliuyueny
7.3.1 mmhjLLﬁuauf\nﬂmﬁﬂa'ﬁu’]mgm (Uppass sta)
7.3.2 arwlduiueuainnsteansiiegng (Urnass samp)
7.3.3 AuliwiueuanvInInUsIInsdmsuaIsunsgIu (U,eg)
7.3.4 i iInUsnasdmIuaIiege (Uysamp)
7.3.5 AnulininowaINaIsuInIgIU (Uyy)
7.3.6 anuliwiueuaInn1sin Method validation (Up,e.)
737 enalalusiueuannnisvine (Urepeat)
7.4 viannsAnAuliuueu
7.4.1 wuwnasanulindueulunisia
7.4.2 Auliwiueunnsgu (Uy)
u

]
Ux = E dun1sn 4

d' ' = 1 1 o =
e U = ANMUVYAUUNTINTZTU / ?‘I'J']ll'lllLLuu@uﬁ]qﬂIUiUiaﬂﬂqiﬁ@ULV]EJU

[

d = divisor (AAMULTBLUYDINTIAN) VUBHNUSNBLNITNTLANY

Y
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1) meuliwdueuiifinsnsyatsuuudmasy (Rectangular)

Md= 43 @hl)
2) aeuliintueuiiinisnszats wuuauwEsa (Triancle)

Amd= 6 (edeauh)
3) ppnalaluivewudiinisnsyans wuuund (Normal)

A d = 2 (szyseiunnadesiuil 95%)
7.4.2.1 msdaimitn enulduvueulssneudae

1) Repeatability 91n&N&AR %58n15911 Daily Check
U, =SD aun15i 5

- 09EYANLLTRNEN 95%

a =
U,=— dun1sh 6
2
- dladszymnudedy
a d
U, = N qUN15N 7

2) NSYINY Tare azfAn U, 2 AS
7.4.2.2 W@509uAI M AEITUNIIANUSIIRS Usenaumisatanululiuauan
1) NSERUIZULATLN?

- DN98YANLTRLIUN 95%

a =
Ux = > #UN19N 8
- olalssyanuetun 95%
a o
Ux=—— aun139 9
J6
- N1 Repeatability 91nn15U5uUTLINS
u =3P dun159 10

“n
WO N = IIUIUATIVBINTNAZDU

2) MawAsuUIInImgANgT
- msvenefnuUiinsueatn = 2X104 my/ °C
- MIVIAININUIUINTVBS Organic Solvent = 1X10° ml/°C
. AsNAEeU (Reproducibility / Repeatability) L%u nN15%11

Method Precision
_sb
“ Jn

SD = AN J8auuIINTFINYBINTTHIN Recovery 9813tiay 10 €1

U
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~adesilediasazidnldlavainasaeuiiieulildan sDavnn157A
Reproducibility
7.4.2.3 mMawssuaIsazateuInggu Anulikiueulsenauiiey
1) Auldudueuainnsds
2) analsuiusuaneuuiavivesans
3) anuliiiueuINAIIMUSIIRTaIsaTanY
7.4.3 Ay laikiyeusn (U

7.4.3.1 nstivuReLReINU

Ug = JUx? +UxZ +....UX dunsd 11
7.4.3.2 Asalnulenf19ty azfdatasua Ux annwdazikuadlimduniny

\Deauunmsgiudusing (Relative Standard Deviation, RSD) Tag

RSD — UXX aun1si 12
e X {udade vierves Parameter 1ty

U, =C/RSD? +RSD? ...+ RSD? aun1si 13
o C = wafildnnsiasen

7.4.4 msvaAdliutueuvey Us

Ug= 2 U, aun1si 14

o

7.5 T1wuRanImageu (S1eeuatnubindueuduaviledifty 2 dums)
feeenAnduetingsunseiuiinamsoongns = C +U, % fAseduendosiud
95% (A1 k=2) \ilo C = wadldarnnsiiasigst aranuliiueulunisiafissnududiniiall
WUBUNNASHIY AU unAmes k=2 Feilszfudunandesiuuseann 95%
- neuayanu
JLYLIAT manAu 2559 — fugneu 2561 531 3 U

Ly 1

a0uNNIINeaes MU URNTIAT I IngdUATIENINNITINEAT NUTRIVINITNTIEOY

9

o w

fuazdademandn driinideuasiannnsnuasiund 3
8. NAN1INAADILATIVTA!
1. wansasaaeuauldldvesisinmeviansoengys tiazophos
1.1 fieTeslouargunsaifiunsaeulfisulagnanisaeuiileuriunannausiannsgiu

1.2 leansial @15u1039U Lazansieg WHNARSUNNNTaNd M UN1Inael
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13 wan1snadounIan1izinanzuesiaies 6C lun1snsadinssiarsenngns
triazophosUSudtanmzmsldnuresies GC fnsaain (Detector) 4in FID lunsasiadeuay
Hlvesisinseviansoangud triazophos lasmuauanmznsyiaureases GC-FID feil

Column . Capillary Column HP-5 nglui@ause 5% phenyl-Methyl
siloxane , 30 m. X 0.32 mm. (613 30 L3, VWIAEURIAUINANS

melu 0.32 Taawns), wu (film thickness) 0.25 lulasiums (um)

Injection Volume : 1l
Run time : 8 min
2 min (20 *C/min)
Oven Temperature 220 °C (1 min) —» 240 °C (5 min)
Injector Temperature : 270 °C
Detector Temperature : 270 °C
WAEAFIN : Helium 8n51n13lva (Flow rate) 2.0 Hadanssioundl
$19192279 (Detector) :FID (Flame lonization Detector)

1.4 NANIVNAADUAIINTLINIZLAIZY (Specification/Selectivity) WuIlATUATLATUYO

a191103514 triazophos  laifideyey1au peak UNIU waAIINl Specification/Selectivity 1R Fauang

:
=
ﬂLuﬂ TNN 7 T FiDTA, Froni Signal (1702211170221 2017-02-21 11-49-24'002F0204.0)
PA |
1

8
— S

AN 7 LanalATUlASUNTUYDIATUINTFIU triazophos
1.5 Wan1911A1 %Relative Percent Different (%RPD) Iumﬁmmgflu triazophos #14

LAAILUANSI9N 1
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A19719%0 1 Uszilluen Relative Percent Different (%RPD) YDIE1TUINTFIU triazophos

fduil asnesgu thwn Nuifldnsm Aade %RPD
(std.) (mg.) (Peak Area) (Average)

! ct 104 180.5243 180.1007 0.4704
2 10.4 179.6771

2 C1 10.4 180.6348 181.4652 0.9152
c2 10.4 182.2956

3 c1 10.7 184.9434 185.2544 0.3358
c2 10.7 185.5654

4 c1 10.3 181.5027 181.7608 0.2840
c2 10.3 182.0189

5 c1 10.4 180.4338 179.9046 0.5883
c2 10.4 179.3754

6 C1 10.7 185.0797 185.7417 0.7128
c2 10.3 186.4037

7 C1 10.4 194.9641 195.2043 0.2460
c2 10.3 195.4444

8 C1 10.4 188.4572 187.5785 0.9369
c2 10.4 186.6998

9 c1 10.4 194.5814 194.7728 0.1965
c2 10.4 194.9641
10 c1 10.4 194.5814

194.7728 0.1965
c2 10.4 194.9641

ALRde 186.6556
SD 6.2178

1.6 #an19UsuUa599NNS triazophos Tufetndnsue

USUUEN500NENT triazophos

dlo % W/W ves triazophos

ANUA AN

uwiuAiomiesidudanseangnives triazophos = 38.3677 x 1.0529

% W/W 284 triazophos x AMUANINNL

38.3677
1.0529

40.3974 %
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Wesiduianseangndues triazophos luansazatesesnauansine tiazophos 40%
W/V EC WinAU 40.3974% Lnaudiinviunves triazophos IPA 40% W/V EC A9 £5% (FAO, 1995) tnaudi
gouTuaglutig 38.0-42.0%
1.7 wan1snsivgeunnududunss (Working range/Linearity)
1.7.1 wan13952980ut13ansldau (Working range) fivaspnnuduidunsinsounqu

ANPNULIUTY 0.25-2.50 TadnSusoladdns Aalandlun1s1en 2

3197 2 Working range ¥84 triazophos TaTlugisanandudiu 0.25-2.50 meg/ml

ALLNTY (Mmg/m) Peak area level
0.25 49.58500 1
0.50 91.29930 2
1.00 180.16036 3
1.50 272.34539 4
2.00 358.87330 5
2.50 449.27864 6
Area
400 € s o ‘A
350 A i
300 % e
. a: y %
250 4 m: 2
200 3 b 4
150 %: Ar t

0 1 2
Amount[mg/ml] )

AT 8 wanens Il Working range ¥e4 triazophos Tutsaududu 0.25-2.50 me/ml

1.7.2 wan1snsraaeuauiduidunss (Linearity) 19A1 Linearity 999 triazophos

Tug9mUuTY 0.25-2.00 fiaansumeiadans taeilan Correlation of determination (R?) winfu

0.99986 (\nauTieausUT Correlation of determination (R = 0.995 (AOAC)) sauandlun1ni 9
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15197 3 Linearity 84 triazophos lielugasaudiudu 0.25-2.00 me/ml

AMULIUTY (mg/ml) Peak area Level
0.25 49.58500 1
0.50 91.29930 2
0.80 14597927 3
1.00 180.16036 4
1.50 272.34539 5
2.00 358.87330 6

Area
350

300

250 é Residual Std. Dev.:
200 4 Formula: y = mx + b
3 A m: 178.70762
150 ¥ b: 7.83041e-1
100 2 X: Amount
50 1 y: Area
0 . e—
0 1 2
Amount[mg/mi]

AT 9 waneAn Linearity 1849 triazophos Tutnsmnudiudu 0.25-2.00 me/ml

TnedlAn Correlation of determination (R?) winfiu 0.99986

HaN15R5298UAMULTULEURTY (Working range/Linearity) 999415 triazophos 1af1

ATUNINTZIUAINS

1.8 WANISATINADUANULINLS (Precision)

Working range tJutdunsalugneauidudu 0.25-2.50 mg/ml 1A Linearity Tugaeaanuidudu

0.25-2.00 mg/ml lagdiAn Correlation of determination (R?) t¥11AU 0.99986 Gnasiooudud

Correlation of determination (R?) 2 0.995 (AOAC)) wan1snagsuagluinueinmuaLazyausula
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ad

1.8.1 NANISNAFBUMIAT Precision IAURTI9@0UN151IUG" (Repeatability) 9993

ATLRMUTUIUAIT99NONS triazophos VNN1TNAEDUN 3 S¥AUAULTNTY TANANITIATIZAAY

LAAIIUAISIN 4

A15197 4 Wesldudansosngmd triazophos 2MNN13ATI9EY Repeatability Naaaul 3 AuLdudy

n AMutudY 0.25 mg/ml AMutNdY 1.0 mg/ml AMAtNdY 2.0 mg/ml

Untin ne.(mg) %9ATIANU UL Ae. (mg)  %NATIANU  WKN AE. (Mg)  %NNTaNU

1 16.9 38.0766 65.6 38.0671 128.2 38.4080
2 17.3 38.0888 66.3 38.0650 1283 38.3274
3 17.2 38.0237 65.9 38.1184 128.6 38.2611
4 17.9 38.1847 65.7 38.1369 128.9 38.3324
5 18.0 38.1353 65.4 38.0383 128.5 38.2940
6 18.1 38.0220 65.5 38.2414 128.7 38.3131
7 16.6 38.1781 66.1 38.2664 128.7 38.2005
8 16.2 38.0070 64.6 38.2538 128.3 38.2612
9 17.2 379154 64.7 38.5033 128.1 38.2598
10 17.3 38.1827 65.8 38.1444 128.1 38.3705
Mean 38.0814 Mean 38.1835 Mean 38.3028

SD 0.0902 SD 0.1391 SD 0.0606

N19M51988U Precision Viagﬂugﬂﬁuaa Repeatability Ao n15as1adauAINlndlALIiU
wwdw%’agaﬁ‘imiwﬁ%ﬁqLLamﬂmaiugﬂsuaa %RSD tagA1uINAT HORRAT fmﬂ%’agaﬁwmmmms
npaoslargs

n1sUsELiuAT precision agly HORRAT
HORRAT = % RSD experimental
Predicted Horwitz RSD

A8 %RSD (experimental) AUENT
g SD 0.0966
Mean 38.1892
%RSD (experimental) = (SD x 100)

Mean
= (0.0966 x 100)
38.1892
= 0.253

AU Predicted Horwitz RSD m13Igns
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Predicted Horwitz RSD 0.66 x 21051020

LﬁaC(Concentration ration) = 0.3819

= 1.526

AU HORRAT anugns

HORRAT = % RSD experimental
Predicted Horwitz RSD
= 0253
1.526
HORRAT = 0.17

INMINAABIMNAN Precision Togluguves Repeatability 161 HORRAT = 0.17 1nausin1s

gauSUAT HOAART 989 AOAC Bausufl < 2 uag EU, Codex gausufi < 2

1.8.2 HANIIVAGOUNIAT Precision laans19d0uUn15v1191 (Reproducibility) 10475

AATILINIUTUIUAIT80NENT triazophos WI1N1INAADUN 3 F8AUANUTNTY TRNANITIATIZAS

LAAIIUAISI9T 5

A15199 5 LU@%L%uﬁmiaaﬂqm% triazophos 31n1A15M529@9U Reproducibility naaauyl 3 A

WU

n AMNgY 0.25 mg/ml AMUTNTY 1.0 mg/ml AMINTY 2.0 mg/ml

Uiln ae. (mg) %NATIAWU  Wln Mg, (mg) %¥#Rsiawy  U1uin ag. (mg)  %NNTIaNU

1 16.9 38.0766 65.6 38.5843 128.2 38.1547
2 17.3 38.0888 66.3 38.2762 128.3 38.2702
3 17.2 38.0237 65.9 38.1722 128.6 38.3591
4 17.9 38.1847 65.7 38.4630 128.9 38.4661
5 18.0 38.1353 65.4 38.0098 1285 38.6912
6 18.1 38.0220 65.5 38.1383 128.7 38.5416
7 16.6 38.1662 66.1 38.1930 128.7 38.5671
8 16.2 38.0070 64.6 38.4476 128.3 38.8981
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9 17.2 38.3177 64.7 38.2176 128.1 38.6823

10 17.3 38.1781 65.8 38.1170 128.1 38.8093
Mean 38.1200 Mean 38.2619 Mean 38.5440
SD 0.0963 SD 0.1806 SD 0.2366

N139533a0U Precision Mogluguaas Reproducibility fie nsnisaeuaulnaifssiy

1 v Aa

JENINToyaiAT e Banmaluzuras %RSD warAUIMAT HORRAT 9nUayaiananuednis

Y
(% (%

NAADITIAIYIDNITAL UHIINNINAABIATINTA 10 T 19A1 HORRAT winiu 0.29 (1nausin1seensu
A1 HORRAT 989 AOAC ou5ufl < 2 uaz EU, Codex tausufi < 2)

NANIIATIIABUAINNLTIES (Precision) %Jaﬂ%%meﬁmﬂ%mmaﬁaaﬂqw‘é triazophos Tu
Aeg1eKEnse triazophos 40% W/V EC dA1 HORRAT lusuved Repeatability (M3Mug) Wiy
0.17 wag fid1 HORRAT Tuguues Reproducibility (115¥47) e i1 0.29 suddty (nassioonsu
A1 HORRAT 489 AOAC gausufi < 2 uag EU, Codex gausuii < 2) Far 33AT e sUSINENS
aaﬂq‘mé triazophos l¥kan1snageu Precision Tugﬂsuafl Repeatability wae Reproducibility agﬂu
e ruALaz NS UlIRILIIRIgIUEINE

1.9 Wan1ImMIIAUNUYBITD (Robustness/Ruggedness)
1.9.1 NANNIRTIAEBU Robustness naaeulasn1sUsuanzvenaios GC lnadsy
Qmﬂfiﬂuﬁ%a\‘i Oven (Oven Temperature) 310 240 °C W 250 °C vhnsvageuil 3 seduaududy

Trnan1sAs1Eaananslumisnan 6

=] s & & £ a v v
M99 6 LU@iL%umﬁﬂi@aﬂq%ﬁ trlazophos PINNTHTIVEDU Robustness NAFdUN 3 AMULVUYU

AMNTY 0.25 mg/ml AMTNTY 1.0 mg/ml AMATNTY 2.0 mg/ml
n 174 H v H 4 i
Uiln fe. (mg) %NATIAWU  UnLn A, (mg)  %WAs1awy  U1nin ae. (mg)  %NNTIINU

1 16.9 38.3518 65.6 39.8143 128.2 39.2669
2 17.3 39.0093 66.3 39.3793 128.3 39.2952
3 17.2 38.7708 65.9 39.5065 128.6 39.6283
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a4 17.9 39.2571 65.7 39.5828 128.9 39.5059
5 18.0 39.7971 65.4 39.3989 128.5 39.9994
6 18.1 38.0325 65.5 39.5649 128.7 38.8120
7 16.6 39.5333 66.1 39.1971 128.7 38.7842
8 16.2 38.8069 64.6 39.7565 128.3 38.7938
9 17.2 38.7872 64.7 39.7069 128.1 38.9352
10 17.3 38.6879 65.8 39.5585 128.1 38.8495
Mean 38.9034 Mean 39.5466 Mean 39.1870

SD 0.5251 SD 0.1876 SD 0.4229

N13M33988Y Precision Nogluguuas Robustness Aa N1snsivaouaulnaAgaiuy

FENINTOYaNIATIENTIDUANINAIUFUVEI % RSD UagA1uInA1 HORRAT ANUayayianunveins

NAAD9 N1SNAEBUlAENISUSUEN1ZVDUATDY bAAT HORRAT AU 0.63 (lNAU9iN1S8auSUAN

Precision 989 AOAC 8au5U < 2 kay EU, Codex gausui < 2)

1.9.2 Nan15M513@8u Ruggedness nagoulnun1siUasulasastonlglunsiasien

9nA3ed GC 8o Agilent 1 7890A tu 1aT09 GC 8% Agilent Ju 78908 Yinsmageudl 3 sydu

ANMUINTY TANANNTIASIZI AaLANILUANS19N 7

a s @ ¢ £ ~ v v
A199N 7 L‘Uaﬁlfﬁuma"ﬁaaﬂﬁmﬁ trlazophos IINNTINTIVADU Ruggedness NAADUN 3 AMULIUYU

AUty 0.25 mg/ml

Uln me. (mg) %NRTANY

Aty 1.0 mg/ml

Untn ag. (mg) %NATIINY

ALY 2.0 mg/ml

Untn ae. (mg)  %NATIINU

—_

16.9
17.3
17.2
17.9
18.0
18.1
16.6
16.2
17.2
17.3

O 00 N o0 U R~AWLWN

—_
o

38.3932
38.1573
38.7130
38.2012
38.0382
38.5766
38.0301
38.0907
38.5485
38.5767

65.6
66.3
65.9
65.7
65.4
65.5
66.1
64.6
64.7
65.8

38.2987
38.2331
38.2230
38.2982
38.0219
38.1837
38.0274
38.1526
38.1350
38.3252

128.2
128.3
128.6
128.9
128.5
128.7
128.7
128.3
128.1
128.1

38.0311
38.0313
38.3695
38.1382
38.0643
38.1428
38.2471
38.2134
38.2129
38.0812
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Mean 38.3326 Mean 38.1899 Mean 38.1532
SD 0.2579 SD 0.1074 SD 0.1085

N139533a0Y Precision Magluguued Ruggedness An N13AT13d8UAMINAASIUTENIN
ToyaIATIENgTauanmaluguved % RSD warAuIne1 HORRAT 31nYayavinianvein1snaass

nsnageulneiUdsuaioiefldlunsinsent 16e1 HORRAT windu 0.27 Gnadinisseusuen
HORRAT%83 AOAC ousufl < 2 way EU, Codex sousul < 2)

NANITRTIFBUAIIUNU (Robustness/Ruggedness) GUEN"S%"“Jmeﬁmﬂ%mmmiaaﬂqwé
triazophos Tu3Uuea Precision laein HORRAT iy 0.63 wag 0.27 M1udIay (\Nuein1seausuan
HORRAT 89 AOAC sausuil < 2 uag EU, Codex gauiudi < 2) Fatiu 383ATeinsUsSInaans
@aﬂi]‘i/lé triazophos liNan15ma@eu Precision Iugﬂmaq Robustness/Ruggedness 3iA1 HORRAT EJ@UJ'
Tunaeinmuauazsousulanuunsguang

1.10 Wan13nTIABUAIINYNADY (Accuracy)

N15USELIUAT Accuracy 98935015 910 %Recovery Immiﬂjwmﬂ%mmmiaaﬂqwé
triazophos MJuA origin kay spike UIMIANRABUAZAIUINAT %recovery lngArdosaglugig

98-102% MIULNUANNITNINTUNE NS UAISNRUTUIUUINNTT 10% V09 AOAC THRANIINAGDU A3

LAASIUAISI9N 8

A191991 8 $98ATNITNTIINY (% Recovery) U049 triazophos

Al content
N Conc.add 0.1 mg/ml Conc.added 0.6 mg/ml Conc.added 1.1 mg/ml)
Origin Spike Added  Origin Spike  Added Origin Spike  Added
1 0.3776 04760 0.1000 0.3666  0.9595  0.6000 0.356990 1.4345  1.1000
2 0.3775 0.4733  0.1000 0.3666  0.9904  0.6000 0.357391 1.4349  1.1000
3 0.3878  0.4860 0.1000 0.3663  0.9557  0.6000 0.357380 1.4375  1.1000
a4 0.3882 0.4864 0.1000 0.3644 09814  0.6000 0.356763 1.4326  1.1000
5 0.3891  0.4739  0.1000 0.3654  0.9772  0.6000 0.356871 1.4334  1.1000
6 0.3778 04759  0.1000 0.3685 0.9799  0.6000 0.356400 1.4356  1.1000
7 0.3876  0.4833  0.1000 0.3659  0.9614  0.6000 0.356640 1.4356  1.1000
8 0.3762  0.4839 0.1000 0.3685 0.9566  0.6000 0.356597 1.4345  1.1000
9 0.3782  0.4760 0.1000 0.3675 09582  0.3685 0.356694 1.4375  1.1000
10 0.3791  0.4859 0.1000 0.3653  0.9577  0.6000 0.357024 1.4349  1.1000
Mean 0.3786  0.4797  0.1000 0.3664  0.9604  0.6000 0.3568 1.4349  1.1000
SD 0.0055  0.0055 0.0014  0.0129 0.0003 0.0016
% RSD 1.4397  1.1390 0.3711  1.3462 0.0915 0.1084
% Recovery 101.10 99.00 98.01
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N1SAUIUAT % Recovery AUIUANLERT A3l

% Recovery = (Conc.spike sample — Conc.Original sample) x 100
Conc. Added
% Recovery fimnaidudiush - (0.4797 — 0.3786) X 100 = 101.10
0.1000
% Recovery fipudutunans = (0.9604 - 0.3664) X 100 = 99.00
0.0600
% Recovery fimnuidaduga = (1.4349 - 0.3568) X 100 = 98.01

1.100

% Recovery @8 iy 99.37

INNTVAABUMNAT Accuracy Va933M15 97 % Recovery liAn % Recovery firmundudiusi
Winfu 101.10 %Recovery finnandidiunans wiriu 99.00 %Recovery fimnuidudugasintu 98.01
Tneefilseglugag 98-102% muLnmein1sia1sadmiuansiiusanamInnit 10% ves AOAC
(M59AARLING 1) HansvaaevesglunasiivuauazseusuldnusnnsgIuaIna

2. nansnsvaeuauldlauedisinsiziaiseongvs carbosulfan

2.1 fedesflouazgUnsalfiinumsaouiiioy sansaouliisusinumuinaeiinsg
2.2 lansiadl asnnsgIu wazansiegakandusiindeudmiunismaass
23 Wan1INAdeUNIanIETmInzresades HPLC Tun1sniadinsesiarsesngns
carbosulfan U§uisannznislésurenaios HPLC @amsrata (Detector) %l DAD lun1smsiaaeu
eIz iamesiansengyd carbosulfan TnerauAuanTIFNISYUTENATEY HPLC-DAD il
Column : Zorbax® C8, WNAFURNAUENA 4.6 Hafluns ANET3 150

fadluns particle size 5 lupsou

Mobile phase : Methanol 88%  : Water 12%
on31n1shua (Flow rate) : 2.00 Hadans/ui
Stop time © 10 WA

aauniledut (Column Temperature) : 45 arwaigea (°C)

USUns9an (Injection Volume) . 2 llaséns (ul)
AMUNIAGU (Wavelength) : 280 unluung (nm)
$101357290 (Detector) : DAD (Diode Array Detector)
DAD1 G, Sig=280 4 Ref=off (170626CARBOSULFAN\170626CARBOSULFAN 2017-06-26 11-11-50\1AA-0201.D) a6
mAU
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2.4 WANISNAFDUANNTNNIZLAIZAN (Specification/Selectivity) WUIATULATLNTUVDY

d13019557U carbosulfan Lifideyeyias peak 5UNIU waneI1dl Specification/Selectivity 915 AN

Tunmd 10

AT 10 LanalaTaNlaLNTUYBIANTUINTIU carbosulfan

2.5 Wan1511A1 %Relative Percent Different (%RPD) Iumimmgm carbosulfan 74

LAAILUANSI9N 9

A9797 9 N15UsELluAT Relative Percent Different (%RPD) VBIATUINTFIU carbosulfan

L4 @1mnesgu dwin Huilgnswl Aade
e (std.) (mg.) (Peak Area) (Average) YERFD
1 C1 10.7 528.9796 528.9466 0.0125
c2 10.7 528.9136
2 C1 10.7 530.8687 530.9534 0.0319
c2 10.7 531.0382
3 C1 10.7 531.1519 531.3857 0.0880
C2 10.7 531.6196
q C1 10.7 529.0018 529.3669 0.1379
C2 10.7 529.7319
5 C1 10.6 539.3373 539.2390 0.0365
C2 10.6 539.1406
6 C1 10.6 538.6918 539.1417 0.1669
C2 10.6 539.5916

ar



7 a 11.0 548.3707 548.6257 0.0929

C2 11.0 548.8806
8 C1 11.0 550.8765 550.1713 0.2564
C2 11.0 549.4661
9 C1 10.4 519.6777 519.7379 0.0232
C2 10.4 519.7982
10 C1 10.4 518.3901
519.0339 0.2481
2 10.4 519.6777
Anade 533.6602
SD 10.6388

° s & & £ Y ' a o ¢
2.6 B\Iaﬂ’]im‘IJ’Jim/i’lLUE)’iLGUIJGIE]EJﬂZ]Vlﬁ carbosulfan Iumamﬂmamﬂm“m

USuauanseengnd carbosulfan % W/W ¥83 carbosulfan x ANNENI N

ija % W/W 9899 carbosulfan = 22.7834

AUAIALNE 0.9223

wnuAiieniesiduianseangms ves carbosulfan = 22.7834 x 0.9223
= 21.0131%
Wesidudanseangu’ ves carbosulfan luansazatsfiaenanan st carbosulfan
20% W/V EC 111U 21.1013% LAaifi1nunves carbosulfan IPA 20% W/V EC fig +5% (FAO,
1995) inauigausuaglugie 19.0-21.0%
2.7 sansnsvaeuanuudunse (Working range/Linearity)
2.7.1 HaN13RTINEBULNNITIEU (Working range) Hasanundudunsinsoungy

ANANULINUY 0.025-0.250 NadnSusaliadans AakandlunIng 11

A5197 10 Working range w4 carbosulfan Wianlugasaududu 0.025-0.250 mg/ml

audutu (meg/m)  Wuiildnswl (Peak Area)  Level

0.025 117.66327 1
0.050 246.72609 2
0.100 488.65503 3
0.150 71852618 4
0.200 974.85657 5
0.250 1219.59973 6
R s
Ara T 7 : | Geibominran ot ‘ehpet a1 dhe L
1 6 DAD1 G, Sig=280,4 Ref=off
1000 5 Correlation: 0.99993
5 Residual Std. Dev.: 5.80826

800 Formula: v = mv 4 h



A 11 uansns il Working range ¥a4 carbosulfan Tutnsannundudu 0.025-0.250 me/ml

2.7.2 Han13n59@eUANUdudunse (Linearity) Tian Linearity Tugiananududu
0.05-0.20 fiadn3ueiiadans Inedia Correlation of determination (ROWNAU 0.99985 (1neus

gauSUT Correlation of determination (R)> 0.995 (AOAC)) sauandluning 12

AN5197% 11 Linearity 984 carbosulfan lialugasenudiudu 0.05-0.20 me/ml

aududy (me/m)  Wuildnswl (Peak Area) Level
0.050 246.72609 1
0.075 371.81876 2
0.100 488.65503 3
0.125 604.72821 4
0.150 718.52618 5
0.200 974.85657 6

Area ] ; +,~"‘ Carbosulfan at exp. RT: 1.743
] 6 DADl1 G, Sig=280,4 Ref=off
800 e Correlation: 0.99985
] g Residual Std. Dev.: 6.01723
“5 : v = Soly
500 " Formula: y mx + b
3 4 m: 4834 .22468
2 b: 3.05051
400- % e
1 APen
200 &



AT 12 uanaen Linearity 289 carbosulfan Tugasaududu 0.050-0.200 me/ml

Tnedan Correlation of determination (R?) winfiu 0.99985

Han15n5I9dauALTuLEUNTS (Working range/Linearity) ¥09815 carbosulfan laan
Working range tJudunsalutasanududu 0.025-0.250 me/ml 9ian Linearity Tugasainaidadu
0.05-0.20 mg/ml Tawila1 Correlation of determination (R?) 1¥11U 0.99985 (i1 audigousud
Correlation of determination (R?) > 0.995 (AOAC)) wan1snaaavagluinusimnuakazgeusula
MINUIATFIVEING
2.8 WANINTIRAOUAINITIEN (Precision)
2.8.1 HAN1SNAABUAN Precision 1n8N15ATI9EBUNNITNIUG (Repeatability) va33a
ApseiUSinuatseengy’ carbosulfan ¥nsnaaeud 3 edudu Wkanshieseidauans

Tupns97 12

A15199 12 L1WastuRa1599na 5 carbosulfan 91NA15M59980U Repeatability Nagouf 3 A1

WY

n AMULLNdY 0.075 mg/ml AMULLuY 0.100 mg/ml AMATNTY 0.125 mg/ml

Unin fe.(mg)  %NAsIaNU  UKln nY. (mg)  %NASIANU  UWLN Ag. (mg)  %¥ns2anu

1 37.1 20.7542 ar.5 20.5701 59.9 20.0018
2 37.1 20.7202 ar.5 20.5519 59.9 20.0040
3 36.5 20.4181 ar.7 20.8792 60.0 20.1709
4 36.5 20.4289 ar.r 20.9481 60.0 20.2227
5 38.6 20.5731 48.0 20.8540 59.2 20.2116
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6 38.6 20.5520 48.0 20.8995 59.2 21.3150
7 374 20.5978 48.2 20.7543 62.4 20.3290
8 374 20.6244 48.2 20.9734 62.4 20.2370
9 39.0 20.8630 49.6 20.8651 61.7 20.5282
10 39.0 20.8530 49.6 20.9036 61.7 20.4958
Mean 20.6385 Mean 20.8199 Mean 20.3516

SD 0.1573 SD 0.1485 SD 0.3809

15A599@8 Precision M19¢/lugUvs Repeatability 1éA1 HORRAT 191y 0.66

(nauwin1seausUAT HORRAT 989 AOAC gausufi < 2 uay EU, Codex 8ausuil < 2)

ad

2.8.20MAN1TNAADUNIAT Precision 1n8n519@9UN15%191 (Reproducibility) U943

[

AATIPRMIUTUIEITOBNGNS carbosulfan I1N1INAADUN 3 S3AUANULTNTY TARANITIATIZHAS

LAASIUAISI9N 13

A19797 13 LU@%L%uﬁmiaaﬂqw% carbosulfan 91NN137357980U Reproducibility nagaaul 3 A1

WYY

n ALTUTY 0.075 mg/ml ALTIUTY 0.100 mg/ml ATUTY 0.125 mg/ml

Umin ag. (mg) % MAT1aNy  Wntn ee. (mg) % AnTiany  Umiln me. (mg) % 71NN

1 37.1 20.8056 47.5 20.6877 59.9 20.0465
2 37.1 20.8437 47.5 20.6747 59.9 20.1079
3 36.5 20.5380 ar.7 20.9991 60.0 20.1189
4 36.5 20.5215 ar7 21.2115 60.0 20.3000
5 38.6 20.5866 48.0 21.0231 59.2 20.2904
6 38.6 20.6510 48.0 21.0286 59.2 20.2804
7 374 20.5338 48.2 20.8688 62.4 20.2894
8 374 20.5634 48.2 20.8867 62.4 20.4241
9 39.0 20.7728 49.6 20.9058 61.7 20.5417
10 39.0 20.9547 49.6 20.9069 61.7 20.5890

Mean 20.6771 Mean 20.9193 Mean 20.2988

SD 0.1551 SD 0.1605 SD 0.1801

N13M33988Y Precision Miegluguvas Reproducibility laiA1 HORRAT Wiy 0.48 (Lnaudi
A1588U5UAT HORRAT 289 AOAC 8ausSufl < 2 way EU, Codex wausuyl < 2)
NANIINTIVADUAIULNLY (Precision) V815 IATIZIMIUTUNIUET8ONENT carbosulfan

ludieg1andnsiug carbosulfan 20% W/V EC df1 HORRAT Tuguvas Repeatability (n15n7u%1)
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Wi 0.66 ua fiA1 HORRAT Tuguues Reproducibility (Mv161) Iden i1 0.48 asdty (nassi
n3upUAT HORRAT 983 AOAC 8afufl < 2 waw EU, Codex wausufl < 2) fatfu Fhiasiesims
U3u1a1500nq5 carbosulfan 1Wnan13naaey Precision lugUveq Repeatability uaz
Reproducibility agluinasinvuanazeausulamuuinsgivaina
2.9 WANIINTINANUNUVBITD (Robustness/Ruggedness)
2.9.1 HAM3I9@8Y Robustness naasulasnisUfvannzveuniesie lasiuasy
gamaiiveanaduyd (Column Temperature) 910 40 °C 18y 25 °C (gaungiivies) ¥nnsnaaeud 3

9 Y

SEAUANUINTY TANANTTIATIEVAILEATIUAISI9N 14

A15197 14 Woslduraseangnd carbosulfan 91NN19MI98@0U Robustness Naaoufl 3 ALTNTY

n ANty 0.075 mg/ml ALY 0.100 mg/ml ALY 0.125 mg/ml

Undn ag. (mg)  %NATIAWU  WALN M8, (mg)  %NATIINY  UnLn ag. (mg)  %NRTaNUY

1 37.1 20.7065 47.5 20.5621 59.9 20.1345
2 37.1 20.7306 47.5 20.6550 59.9 20.0173
3 36.5 20.3090 ar7 20.8077 60.0 20.1054
a4 36.5 20.3067 ar7 20.9089 60.0 20.2724
5 38.6 20.5094 48.0 20.8522 59.2 20.1944
6 38.6 20.5713 48.0 20.9459 59.2 20.2493
7 374 20.5139 48.2 20.6913 62.4 20.2682
8 374 20.5612 48.2 20.7541 62.4 20.2046
9 39.0 20.7847 49.6 20.7500 61.7 20.4263
10 39.0 20.8154 49.6 20.8414 61.7 20.4951
Mean 20.5809 Mean 20.7769 Mean 20.2368

SD 0.1807 SD 0.1185 SD 0.1429

A157599a0Y Precision ogluguvas Robustness éA1 HORRAT 1iriy 0.43 (1nausins

gausuA1 HORRAT 283 AOAC 8audufl < 2 way EU, Codex souiuft < 2)
2.9.2 Nan1IATIEBU Ruggedness nadaulasniswdsuedesdiofldlunisimszi
3110 column Agilent Zorbax Eclipse XDB-C18 USNH037758 Yu1ALAUN1AUEINATN 4.6 mm A
817 250 mm parical size 5 micron LU Column Zorbax Eclipse XDB-C18 USNH037800 vu1a
Wdurguinans 4.6 mm A1LE17 250 mm parical size 5 micron yiaaeUT 3 sEAUANLLTLTY Trina

a ¢ =
MMTAATIEI Aalanslun1s1en 15
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n AULTNTY 0.075 mg/ml ALY 0.100 mg/ml ALY 0.125 mg/ml

Umin e, (mg) % 9519wy Wntdn ee. (mg) % RNy UMiln me. (mg) % 7RI

1 37.1 20.9491 a7.5 20.6850 59.9 20.0826
2 37.1 20.9239 a7.5 20.6270 59.9 20.1522
3 36.5 20.4823 ar.7 20.9852 60.0 20.2192
a4 36.5 20.5508 ar.7 21.0205 60.0 20.1415
5 38.6 20.6136 48.0 21.0086 59.2 20.1047
6 38.6 20.6970 48.0 20.9259 59.2 20.3855
7 374 20.6457 48.2 20.7941 62.4 20.3796
8 374 20.6801 48.2 20.8546 62.4 20.2518
9 39.0 20.7981 49.6 20.8506 61.7 22.0000
10 39.0 20.9421 49.6 20.9641 61.7 20.6581
Mean 20.7283 Mean 20.8715 Mean 20.4375

SD 0.1676 SD 0.1361 sD 0.5758

a f & & £ a v v
19790 15 Lilaswummiaaﬂqmﬁ carbosulfan 31NN15M33980U Ruggedness NAGDUN 3 AIULUNYU

N1593339a0Y Precision Mogluguvae Ruggedness oA HORRAT i1y 0.85 (1nauains
gaU5UAT HORRAT 289 AOAC wau5Ul < 2 way EU, Codex uousuil < 2)
ax a ¢ a £
NANTINTIVEBUANNUYBIIE (Robustness/Ruggedness) ILATIEUMNUSUIUE1TDBNE NG
carbosulfan Tuguves Precision lad1 HORRAT iinfiu 0.43 Uag 0.85 AUa10U (\Na9in15eauTUAT
HORRAT 2183 AOAC 8au5UT < 2 uag EU, Codex 8ou5ufl < 2) At 397as1ein1Usunaasesn
ayd carbosulfan Tinan1IageU Precision Tu'gﬂ"uaq Robustness/Ruggedness 31 HORRAT agﬂu
NI ruALaz NS UlARILIIRIFINEINS
210 HANIATIVABUAIAUYNADY (Accuracy)
N15UTELIUAT Accuracy 98438013 910 %recovery aen1sinAIUSINME1TO8N
£ a & 1 .. . 1 a o 1 1 4 1
qud carbosulfan vLlJuAN origin Wag spike UIMIANRAYUATATUIUAT Yorecovery Imammaqag
' -102% NN TUNAMSUENTNRUSNIUNINAIT 10% U89 AOAC Tinan1svageu
Tug9 98-102% MuLAE]

AaaAnIluUnISI9N 16
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A15719% 16 888¥NITNTIINU (% Recovery) Ua4 carbosulfan

Al content
n Conc.add 0.035 mg/ml Conc.added 0.060 mg/ml Conc.added 0.085 mg/ml
Origin Spike  Added Origin Spike  Added Origin  Spike  Added
1 0.0449 0.0789  0.0350 0.0449 0.1062  0.0600 0.0440 0.1322  0.0850
2 0.0449 0.0789  0.0350 0.0451 0.1062  0.0600  0.0440 0.1294  0.0850
3 0.0450 0.0785  0.0350 0.0451 0.1041  0.0600  0.0442 0.1318  0.0850
4 0.0439 0.0787  0.0350 0.0451 0.1045  0.0600 0.0440 0.1313  0.0850
5 0.0439 0.0786  0.0350 0.0450 0.1046  0.0600 0.0441 0.1292  0.0850
6 0.0449 0.0785  0.0350 0.0451 0.1044  0.0600 0.0440 0.1284  0.0850
7 0.0439 0.0783  0.0350 0.0450 0.1044  0.0600  0.0440 0.1283  0.0850
8 0.0440 0.0785  0.0350 0.0450 0.1049  0.0600 0.0440 0.1292  0.0850
9 0.0439 0.0788  0.0350 0.0449 0.1048  0.0600 0.0441 0.1313  0.0850
10 0.0439 0.0789  0.0350 0.0448 0.1053  0.0600  0.0440 0.1324  0.0850
Mean 0.0440 0.0787  0.0350 0.0450 0.1047  0.0600 0.0440 0.1303  0.0850
SD 0.0005 0.0002 0.0001 0.0008 0.0001  0.0016
% RSD 1.1954 0.2763 0.2237 0.7173 0.1637  1.2253
%
Recovery 99.14 99.50 101.53

N1SAUIUAT % Recovery AUIUALERT Al

% Recovery

% Recovery N1AULUNTUAT

dl ¥ ¥
% Recovery NAMULYUYUNAIN

% Recovery IAN3LYHTUES

(Conc.spike sample — Conc.Original sample) x 100

Conc. Added
(0.0787 - 0.0440) X 100

0.0350
(0.1047 — 0.0450) X 100

0.0600

(0.1303 — 0.0440) X 100

99.14

99.50

101.53
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0.0850

% Recovery \adg Wiy 100.06

NAN1SNAABUNIAT Accuracy ¥8935N1591N %Recovery WA %Recovery Fenududusi
Winffu 99.14 %Recovery fiauitutiunans iy 99.05 %Recovery fiadudugs Wity 101.53
Tneeiilseglugag 98-102% muLnmein1siia1sadmsuansiivianamInnin 10% ves AOAC
(M9aARLNG 1) Hansvadeveglunasirivuauazsesiuldnusnnsgiuana
3. mnvaaeuauldldvesizinseanseengys dimethoate

3.1 I#edesileuargunsaifiinunisaouiiioy sansaouLfiousihumuinaeinnsg

3.2 lfansiall ansunsgu uavansiegadnSusiindoudmiunveans

33 wan1InedeuUMIaNIEMIzaNveanies GC lun1snsiainsiziaisoangn’
dimethoate U§usaniznisldaurenades GC #n19¥n (Detector) wiin FID Tun1snsiadey

Auldlaveisinenianseeangys dimethoate ln8AIUANANTIENNTVINNTLYBUATEY GC-FID Fisll

Column . Capillary Column HP-5 nglui@ausie 5% phenyl-Methyl
siloxane, 30 m. X 0.32 mm. (813 30 (AT VWIAEUHIAUENA

nelu 0.32 Taawns) wun (film thickness) 0.25 lulAsiums (um)

Injection Volume : 1t

Oven Temperature : 210 °C

Injector Temperature : 280 °C

Detector Temperature : 280 °C

W@ : Helium 8n351n15lua (Flow rate) 2.0 fiadansnaui
19153977 (Detector) : FID (Flame lonization Detector)

3.4 NANIIATIVEDUAIUTUNILLINLAS (Specification/Selectivity) WuIlasunlasunsy

YBIANTUINIFIU dimethoate Laifidgyayiau peak sUNIU waAIIdl Specification/Selectivity M7 619

LAAILUAINA 13
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AN 13 wandlasunlalnIuvesansaralsuInsgIu dimethoate

3.5 WAN13AINAT %Relative Percent Different (%RPD) Tuansu1nsgiu dimethoate 619

LAASIUAISIIN 17

A979#t 17 N15Useiiiuen Relative Percent Different (%RPD) U99817019951U dimethoate

s o 4 E1UIATEIU Ywdn  wuilfnswl Awede

o (std.) (mg.) (Peak Area) (Average) YeRFD

1 C1 10.4 50.014680 49.9637 0.2041
c2 10.4 49.91270

2 C1 10.4 49.976250 49.8158 0.6441
c2 10.4 49.65539

3 C1 10.7 47.245750 47.2298 0.0675
c2 10.7 47.213860

4 C1 10.3 47.270900 47.2316 0.1666
c2 10.3 47.192210

5 C1 10.4 48.35507 48.2783 0.3180
c2 10.4 48.201530

6 C1 10.7 47.53624 47.3029 0.9864
c2 10.3 47.06965

7 C1 10.4 47.707490 47.6955 0.0502
c2 10.3 47.68354

8 C1 10.4 46.976270 46.9620 0.0608
c2 10.4 46.94770

9 C1 10.4 52.73164 52.6270 0.3977
C2 10.4 52.522360
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10 1 10.4 50.146120  50.1461  1.1702
2 10.4 49.559320
Aade 48.7253
D 1.8507

3.6 wamsmuwnesdusiaIseangns dimethoate Tusiiotsuadnseud

% W/W 289 dimethoate x A IUAMI NN
39.5480

Uuua5eenand dimethoate

Lﬁa % W/W 984 dimethoate

AYNOIWINE 1.0320

uwuAfionediduianseenguives dimethoate = 39.5480x 1.0320

= 40.8135%

Woesludanseangnd vee dimethoate Tuansazarsiiog1awdndusi dimethoate 40%

W/V EC winiu 40.8135 % LNaugin1uunvas dimethoate IPA 40% W/V EC Aa +5% (FAO, 1995)

wnaureausuagluyie 38.0-42.0%

3.7 wan1sasivaeuadudunse (Working range/Linearity)

3.7.1 HANINTIVEBUYIINTT9U (Working range) fivasmnundudunsinsaunguen

AMUTUTY 0.25-2.50 Haansufaliadans Adwandlunni 14

15199 18 Working range ¥4 dimethoate Wialutisnududu 0.25-2.50 me/ml

£

ANULULTU (Mg/ml) fudilgnsl (Peak Area) Level
0.25 16.09696 1
0.50 23.86631 2
1.00 49.17029 3
1.50 73.99178 4
2.00 96.53149 5
2.50 118.83488 6
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Al 14 uanansIW Working range 984 dimethoate lugaannundudiu 0.25-2.50 me/ml

3.7.2 wan1snsidaunnududunse (Linearity) 19iAn Linearity Tuga9aaiuidudu
0.50-2.50 fiadansureliaaans lawila Correlation of determination (R?) 11AU 0.99939 (1naus

gpuSUTl Correlation of determination (RY) > 0.995 (AOAC)) siauanalunind 15

A1519% 19 Linearity 983 dimethoate Tugasamudiudu 0.50-2.50 me/ml

arudutu (meg/m0)  Wuilldnsaw (Peak Area) Level
0.50 23.86631 1
0.75 38.03380 2
1.00 49.17029 3
1.25 60.38599 q
1.50 73.99178 5
1.75 86.62002 6
2.50 118.83488 7
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A 15 uaneen Linearity ves dimethoate Tugnsarnandudu 0.50-2.50 me/m

Tnedan Correlation of determination (R?) winfiu 0.99939

Han1sAsvdeuAuLdunsa (Working range/Linearity) 99415 dimethoate 1o a1
Working range tuidunsalugasmiuidudu 0.25-2.50 meg/ml 1%an Linearity Tuginsaanadudu
0.50-2.50 mg/ml TaadiAn Correlation of determination (R2) 11U 0.99939 (naudiaausud
Correlation of determination (R?) = 0.995 (AOAC)) wan1snageuegluinausifvualazgeauiula
PINUIATFIVEING

3.8 NANMIATINABUAIITIES (Precision)

aqa

3.8.1 NANIINAFOUNIAT Precision lAURIIA@0UNITNIUL (Repeatability) 9997

AAFIIUTUIE1T98NEMS dimethoate ¥1MN1MARDUTN 3 SEAUANULTNTU THNANITIATIZN A9

LAAIIUAISI9N 20

A135197 20 LU@%L%u(ﬁmiaaﬂqw% dimethoate 91N1N15937980U Repeatability naaauy 3 AW

WU

n AUty 0.25 mg/ml AUty 1.00 mg/ml AUty 2.00 mg/ml

Untn ae.(mg)  %NATIANU UL AY. (Mmg) % NMsIanU  Uuitin g, (mg)  %¥IATIINU

1 14.7 40.9247 67.9 40.7622 126.6 40.5007
2 16.8 39.7592 67.5 40.6445 127.1 40.6049
3 17.0 40.7123 66.4 40.7045 127.2 40.4395
4 14.8 39.8838 63.8 40.7126 126.2 40.3886
5 16.9 40.9596 62.8 40.5957 1275 40.1898
6 15.5 40.9949 66.5 40.5438 127.6 40.2208
7 15.1 40.9831 63.5 40.7308 124.2 40.3595
8 15.6 40.0187 69.4 40.2546 125.8 40.2962
9 16.2 40.7485 64.7 40.6615 126.5 40.2255
10 16.3 40.7495 66.8 40.7520 128 40.2844
Mean 40.5734 Mean 40.6362 Mean 40.3510

SD 0.4882 SD 0.1510 SD 0.1343

N13MII98U Precision ﬁ@&ﬂugﬂmm Repeatability 1¢A1 HORRAT w1y 0.42 (1neugins

gouSUAT HORRA 183 AOAC 8au3UTl < 2 uay EU, Codex gausuil < 2)

a

3.8.2 NANIINAGOUNIAT Precision 1asn$29@9UN15¥1191 (Reproducibility) 19475

¢ @

AATILNMIUTUIET59NANE dimethoate INIINAADUN 3 F8AUAIMTNTY TARANITIATIZN A9

LLaﬂﬂum’lﬁ’]\‘iﬂl 21 450 -
400 -
350 ~
300 -
250 -
200 -+
150 -

R? = 0.9988

Peak Area




A1319% 21 Woesldudaiseongnd dimethoate 91nNNIATI9d0U Reproducibility nageudl 3 A2uLdudu

n AMUTNTY 0.25 mg/ml AMUTNTY 1.00 mg/ml AMUNTY 2.00 mg/ml

Unitn ne.(mg) % NRSIANU  WKAN aE. (Mg) % NNSIAWU  UInLn fe. (mg) % NRTIAINU

1 14.7 40.3770 67.9 40.8519 126.6 40.4726
2 16.8 40.4545 67.5 40.4511 127.1 40.3511
3 17.0 39.0372 66.4 40.6636 127.2 40.1569
4 14.8 40.4649 63.8 40.6885 126.2 40.5001
5 16.9 41.6375 62.8 40.4459 127.5 40.2726
6 15.5 40.9727 66.5 40.8112 127.6 40.6278
7 15.1 41.0648 63.5 41.1920 124.2 40.6997
8 15.6 40.0678 69.4 40.6314 125.8 40.5431
9 16.2 40.8994 64.7 41.2984 126.5 40.2056
10 16.3 40.9132 66.8 40.7965 128 40.2328
Mean 40.5889 Mean 40.7830 Mean 40.4062

SD 0.7018 SD 0.2806 SD 0.1887

A13M529a8U Precision MeglugUves Reproducibility 1#A1 HORRAT 1wy 0.64 (1nausinng
gauSUAT HORRA 183 AOAC 8ausuil < 2 uay EU, Codex sausuil < 2)

NAN1INTIAABUAILLTIEN (Precision) v0e35TiAT i USINa1s0RNgWS dimethoate Tu
#20819mAn el dimethoate 40% W/V EC §ifn HORRAT lu3uUve Repeatability (115%17ut1)
WU 0.42 uazdien HORRAT lugunes Reproducibility (Msvindn) wiiu 0,64 (nausinnsessuen
HORRAT w89 AOAC Bau3ufl < 2 uaw EU, Codex Bauiudl < 2) datiu Fhiasevimusinaeansesn
i]‘Vlé dimethoate 1%nan15nagey Precision Tu'gﬂmaa Repeatability ag Reproducibility a&ﬂu
inagnuakazsousulanuLIRTgILEINE

3.9 NaNIIRTIABUAUNUYEITS (Robustness/Ruggedness)

3.9.1 WANTI9a0U Robustness naaaulasn1sUTuan1Iz09ATos GC lagludsy

Ega,mgﬁsum Oven (Oven Temperature) 310 240 °C i 250 °C vhmsnegeudt 3 sefuanadudi

Tnan1sHAIEN Aakandlum1s1en 22

A19197 22 Wesidudansesngud dimethoate 91NA15M3I9@0U Robustness NAdoUN 3 ANuLTNTY
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n AMUNTY 0.25 mg/ml AMUNTY 1.00 mg/ml AMUNTY 2.00 mg/ml

Unidn ae.(mg) % NIRTIAWU W Ae. (mg) % Nnsawy  U1uln ae. (mg) % NIASIINY

1 14.7 40.8303 67.9 40.2830 126.6 40.0073
2 16.8 40.5522 67.5 39.8555 127.1 40.3476
3 17.0 40.1951 66.4 40.2194 127.2 40.3063
a4 14.8 40.7716 63.8 40.3187 126.2 40.1980
5 16.9 40.7943 62.8 40.5791 127.5 39.9123
6 15.5 39.8820 66.5 40.3263 127.6 39.8933
7 15.1 41.0157 63.5 40.3492 124.2 40.2395
8 15.6 41.1977 69.4 39.6466 125.8 40.0448
9 16.2 40.8273 64.7 40.4181 126.5 39.7771
10 16.3 40.0530 66.8 40.3136 128 40.1568

Mean 40.6119 Mean 40.2310 Mean 40.0883

SD 0.4323 SD 0.2747 SD 0.1911

N13M379@8Y Precision Miag/lugunes Robustness 1#A1 HORRAT Lvi1ffu 0.49 (1nausinnsg
gausuA1 HORRAT 109 AOAC 8aufufl < 2 uaz EU, Codex 8ausufl < 2)

3.9.2 HAN15MTI9E0U Ruggedness nadoulnensiudsuedodioflalunisiaszs an

\A309 GC D10 Agilent 1 7890A 1¥u 1ATea GC B¥e Agilent Ju 78908 n1snageuil 3 sfu

¥ ¥ ¥ a ¢ @ Q‘I
ALY TARANITIATIZY AILERSlUANSINN 23

A15197 23 Woesliudansoangnd dimethoate 9MNNNIATI9EOU Ruggedness NAEBUN 3 AIMLTNTY

n AMULUTY 0.25 mg/ml AMUUTY 1.00 mg/ml AMULUTY 2.00 mg/ml

Unin ae.(mg) % NATIANU  ULn nY. (mg) % ARSIy Uwln a8, (mg) % 7RS2aNU

1 14.7 40.8303 67.9 40.3104 126.6 39.7412
2 16.8 40.5522 67.5 39.9747 127.1 39.8067
3 17.0 40.1951 66.4 40.4469 127.2 40.2134
a4 14.8 40.7716 63.8 40.3279 126.2 39.6094
5 16.9 40.7943 62.8 39.9523 127.5 39.5750
6 15.5 39.8820 66.5 39.9476 127.6 39.7349
7 15.1 41.0157 63.5 40.3179 124.2 40.0798
8 15.6 41.1977 69.4 39.7779 125.8 39.5569
9 16.2 40.8273 64.7 40.7399 126.5 39.6705
10 16.3 40.0530 66.8 40.2684 128 40.0943

Mean 40.6119 Mean 40.2064 Mean 39.8082
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SD

0.4323

SD

0.2893

0.2370

N15033980U Precision Magluguves Lar1 HORRAT windu 0.47 (Lnausiniseausuan

HORRAT 83 AOAC 8au3UMt < 2 uaz EU, Codex gaudui < 2)

HANIIATI9A0UAIIUNY (Robustness/Ruggedness) U94353LAT181MIUTUI04@1500NON5

dimethoate TugUwas Precision a1 HORRAT 1Ay 0.49 uag 0.47 ANa1GU (\N9INTTEaUTUAT

HORRAT 284 AOAC 8au5uUN < 2 kay EU, Codex gausufl < 2) Ay 3536A51eumsuSunuasean

Q‘Vl%r dimethoate Tiran15Magay Precision Tuguues Robustness/Ruggedness i1 HORRAT aglu

nainmuakargansulinINLInIgILEINg

3.10 WANNIATIAABUAINNYNABY (Accuracy)

n13UsEIiuAT Accuracy 99935015 970 %Recovery Tnan13UIAIUINIMAIT80NOND

dimethoate 7Ldue origin waz spike WA LRALLATAIUINAT %Recovery lnaAfodaglugi

98-102% MIULNEUNNITNANTUIEINTUATISATUSUIUNINATT 10% V89 AOAC THNan1snagau fa

LAASIUAISIN 24

A15719% 24 Se8aTNIINTIINU (% Recovery) Ua4 dimethoate

Al content
n Conc.add 0.1 mg/ml Conc.added 0.6 mg/ml Conc.added 1.1 mg/ml
Origin Spike  Added Origin Spike  Added  Origin Spike Added
1 0.3995  0.4952  0.1000 0.3998 1.0127  0.6000  0.3999  1.5211 1.1000
2 0.3997 05162  0.1000 0.4000 1.0110  0.6000  0.4266  1.5152 1.1000
3 0.4016  0.4961  0.1000 0.4015 1.0027  0.6000  0.4094 15127 1.1000
a4 0.4030 05116  0.1000 0.4037 1.0103  0.6000 0.4111  1.5107 1.1000
5 0.4063 05186  0.1000 0.4064 1.0031  0.6000  0.3995  1.5091 1.1000
6 0.4099  0.4961  0.1000 0.4028 1.0002  0.6000  0.4029  1.5055 1.1000
7 0.4072 05116  0.1000 0.4078 0.9950  0.6000  0.4068  1.5012 1.1000
8 0.4025  0.5000  0.1000 0.4086 0.9931  0.6000 0.4269  1.5006 1.1000
9 0.4004  0.4997  0.1000 0.4075 0.9974  0.6000  0.4151  1.5098 1.1000
10 0.4007  0.5072  0.1000 0.4063 0.9921  0.6000 0.4183  1.4921 1.1000
Mean 0.4021 05036  0.1000 0.4050 1.0014  0.6000  0.4103  1.5095 1.1000
SD 0.0036  0.0089 0.0033 0.0076 0.0100  0.0083
% RSD 0.8840  1.7633 0.8152 0.7571 2.4439  0.5477
% Recovery 101.50 99.40 99.93

¥

NNSAUINAT % Recovery AUIUATNEAT Al

% Recovery

= (Conc.spike sample — Conc.Original sample) x 100
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Conc. Added
% Recovery fimmududus = (0.5036 — 0.4021) X 100 = 101.50
0.1000
(1.0014 — 0.4050) X 100 = 99.40
0.6000
% Recovery imnuidudugs = (15095 - 0.4103) X 100=  99.93
1.1000

% Recovery NIANUIINTUNANY

% Recovery \ade WU 100.28

INNITNAFBUMIAT accuracy 28935115910 Y%recovery LA %Recovery finmnandudus
WinfU101.50 %Recovery imnududunans iy 99.40 wag %Recovery imnadiudugs wirdy
99.93 lnveniildogluzas 98-102% munusinisfiansandviuarsiduduauinnit 10% ves
AOAC (M3 9ARING 1) Hansvaaeveelunasirvuatazsesiuldinannnsgiuaina

4. msnraeuaalilivesisiinseianseangms profenofos
4.1 Iedosdiouargunsaifiinunisaeuiiiou nansaouisusnumsnueiNATEIU
4.2 lfansiadl ansnmsgiu uavansiegandndusinndondmiunismaaes
4.3 WAN1INAABUNIAN1IETLMLITYDLATES GC lun1TnsIadATIzviatsenngns
profenofos Usussanmensliauvaneios GC fansrata (Detector) wiia FID Tunsnsradeuna

v aca £ o J o &
14laveaisimaeianseangys profenofos IneMIUANAN1ILN1TINIIUVDLATEY GC-FID AItl

Column . Capillary Column HP-5 ngluin@aunae 5% phenyl-Methyl
siloxane, 30 m. X 0.32 mm. (813 30 AT VWALEUHAUGNAN

nely 0.32 Jaduwns), w1 (film thickness) 0.25 lalasiuns (um)

Injection Volume 21l

Oven Temperature : 250 °C

Injector Temperature : 250 °C

Detector Temperature : 280 °C

WAAFIN : Helium 8n31n15lua (Flow rate) 2.0 fiadanssiaun
$n33970 (Detector) . FID (Flame lonization Detector)

4.4 HANIINAFOUAIIUTINIZLANE (Specification/Selectivity) NuUITlATUTATUATNYO

Aa

@19110351U profenofos Lifidagy1ad peak SUNIU wAN9I13 Specification/Selectivity 7R Fauean3

TUnMAL6

FID1 A, Front Signal




a
AT 16 kanalaTanlalNIUYBIaNTaLaI8UInIFIU profenofos

4.5 wan1311A1 %Relative Percent Different (%RPD) Tua5u193§11 profenofos Aauans

Tum5197 25

A9t 25 N15UsEIiuAT Relative Percent Different (%RPD) V9E1TUINIFIU profenofos

.. asumsg din duildnsd Aede
o (std.) (mg)  (Peak Area) (Average) YeRFD
1 C1 111 76.69939 76.5243 0.4575
c2 111 76.349300
2 C1 11.4 77.29814 77.2081 0.2331
C2 11.4 77.118130
3 C1 11.4 77.040620 77.0054 0.0916
c2 11.4 76.970120
a4 C1 111 76.349300 76.2580 0.2395
c2 11.1 76.16663
5 C1 11.7 81.551280 81.5451 0.0152
c2 11.7 81.538870
6 C1 11.1 81.60729 81.3354 0.6685
c2 11.1 81.06355
7 C1 11.3 76.69939 76.4330 0.6970
C2 11.3 76.16663
8 C1 111 76.970120 76.5093 1.2046
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c2 111 76.048510

9 C1 11.4 81.11749 81.0558 0.1523
Cc2 11.4 80.99401
10 C1 114 77.29814 77.2981 0.3332
Cc2 11.4 77.040620
Aade 78.1173
SD 2.2334

4.6 wan1sAnMIesIEURaNTeangNd profenofos Tusatndn e

USuuanseengns profenofos % W/W 84 profenofos x ALAIILNE

o % W/W 284 profenofos 42.5646

ANUA AN 1.1389

uwuAienedidusianseenguines profenofos = 42.5646 x 1.1389

= 48.4768%

Wesidusansoengys ves profenofos luansazatesiesnawdnsdousi profenofos 50%
W/V EC 1M1AU 48.4768% Lnadsin1uunvues profenofos IPA 50% W/V EC A +5 % (FAO, 1995)

nauigauTuaLluge 47.5-52.5%

4.7 wan1sesvaeuAdudunse (Working range/Linearity)
4.7.1 Nan15n3I9auYNNISIEIL (Working range) fitaanududunsinsounquen

ANMILLUTUY 0.25-2.50 Naansusoladans SaandbumiIsIen 26

A1519% 26 Working range ¥84 profenofos Tatlugsaududiu 0.25-2.50 me/ml

1%

AN (Mmg/ml) fudldngin (Peak Area) Level
0.25 19.25180 1
0.50 38.38095 2
1.00 79.09565 3
1.50 122.41860 4
2.00 150.48556 5
2.50 182.61834 6

Calibration Curves

Profenofos at 65
FID1 A, Fror

Correlatio
Residual
Formula:




A 17 uadnans1 Working range w84 profenofos lutisnududu 0.25-2.50 mg/ml

4.7.2 wan1snsraaaunuudunse (Linearity) a1 Linearity Tugiasmanuidudy

0.25-2.50 fiadnsuselaaans laedlAn Correlation of determination (R2) vi1fu 0.99991 (\Neush

gpuSuUTl Correlation of determination (R2) > 0.995 (AOAC)) fauandlunng 18

A1519% 27 Linearity 989 profenofos Tutisaanandudu 0.25-2.50 mg/ml

ANUGNTU (mg/ml) uilldnsa (Peak Area) Level
0.25 19.2518 1
0.50 38.38095 2
1.00 79.09565 3
1.25 93.92436 4
1.75 129.84784 5
2.00 150.48556 6
2.50 182.61834 7
Wf —_—————
175 - ‘
150 '
125 -
4 = ‘ -
bt 3
75-
E 2 § i
50 P ¥ -
25 % !
0- —
0

=
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A 18 uansen Linearity va4 profenofos Tutsamududu 0.25-2.50 mg/ml

TneilAn Correlation of determination (R?) windu 0.99991

Han15s9deUANULTULEUATY (Working range/Linearity) ¥84&15 profenofos Laan
Working range 1Juidunsslutisaiududu 0.25-2.50 mg/ml 19ian Linearity Tuda9minududy
0.25-2.50 mg/ml IaailAn Correlation of determination (R2) 1M1 0.99991 (naudiaausud
Correlation of determination (R?) > 0.995 (AOAQ)) nan1snadeuaglunaeimuuaiazuausula

ANNUIATZIUAING

4.8 NANITNTIVADUAIIULTILN (Precision)

aqa

4.8.1 NANIINAFOUNRIAT Precision LAunI19a@9UN1I1IUL1 (Repeatability) 19497

AAFIERMUTUIEITEINONS profenofos MINITNAGBUT 3 STAUAMILTNTU tANANITIATIZN A

LAAIIUAISI9N 28

M19199 28 LU@%L%uﬁmiaaﬂqw% profenofos 31AN19M3998@0U Repeatability naaauyl 3 A17u

WU

n AMULUTY 0.25 mg/ml AMULIUTY 1.0 mg/ml AMULIUTY 2.0 mg/ml

Uit ag. (mg) % N959anU W wtn e, (mg) % NIesany Wit ae. (mg) % NNSIAINY

1 13.1 47.9942 55.1 49.3697 108.7 49.8861
2 13.3 48.1094 55.0 49.4179 108.6 49.7087
3 12.7 48.1603 55.0 49.0921 103.5 49.7846
4 12.8 48.1603 54.8 49.4083 103.2 49.7452
5 12.0 48.3621 54.9 49.2836 107.9 49.8025
6 13.1 48.2931 55.7 49.1736 106.3 49.4408
7 12.6 48.7395 54.4 49.3625 107.8 49.0991
8 12.9 48.8813 56.6 49.3493 108.5 49.2000
9 13.1 48.6939 54.0 49.3995 105.5 49.2602
10 12.8 48.0501 54.7 49.6750 103.0 49.8111
Mean 48.3444 Mean 49.3531 Mean 49.5738

SD 0.3165 SD 0.1558 SD 0.2943

N13MII9EU Precision ﬁ@&ﬂugﬂmaa Repeatability 1A HORRAT 111U 0.35 LAeusin1s

g015UAT HORRA U839 AOAC Bausufi < 2 uay EU, Codex tausuil < 2

aqa

4.8.2 NANIINAFOUNIAT Precision 1asn31988UN1591191 (Reproducibility) 1947

AAIEFMUSUIUEITERNON profenofos TNNNTNAFBUN 3 SEAUANILIUTU TARANITILATIEN §14

450 -
400 -
350 +
300 ~
250 -
200 -

LAAIIUAISI9N 29

R? = 0.9988

ak Area



M1319% 29 Lﬂ@%L%uﬁmiaaﬂqw% profenofos 31NN197M5939&@0U Reproducibility naaauy 3 A4

LUV
n AMTNY 0.25 mg/ml AMtNdY 1.0 mg/ml AMNdY 2.0 mg/ml
Ywitin ae. (me)  %finsaanu Ywin ae. (mg)  %finsaany Ywtin ae. (mg)  %fimsaany
1 13.1 49.8260 55.1 49.0601 108.7 49.4508
2 13.3 48.5557 55.0 49.0414 108.6 49.9108
3 12.7 49.0020 55.0 48.9380 103.5 49.7718
4 12.8 49.3182 54.8 49.3576 103.2 49.6763
5 12.0 49.8079 54.9 48.8466 107.9 49.6282
6 13.1 49.9285 55.7 49.1806 106.3 49.8297
I 12.6 49.6419 54.4 48.7070 107.8 49.6664
8 12.9 49.0624 56.6 49.2981 108.5 49.1906
9 13.1 50.0809 54.0 48.5727 105.5 49.9559
10 12.8 50.0957 54.7 48.6490 103.0 49.8539
Mean 49.5319 Mean 48.9651 Mean 49.6934
SD 0.5219 SD 0.2711 SD 0.2318

N19MI29@8U Precision Viasﬂugﬂmaq Reproducibility A1 HORRAT 111U 0.47 (1neusi

nseousuUA1 HORRA 489 AOAC 8ausufl < 2 wag EU, Codex 8ousudi < 2)

~ . ada ¢ a £
NANIIATIVADUAINULNEG (PreC|S|on) “U’e]\‘nﬁ’sLﬂi’]z‘lﬁ‘lﬁﬂﬂimma’li@@ﬂqwﬁ profenofos EL'L!

g enansiaet profenofos 50% W/V EC dA1 HORRAT Tuguued Repeatability (n15n3ug1) iy

0.35 LawilA1 HORRAT luguves Reproducibility (1151191) i1y 0.47 (\nausinisgeuuan

HORRAT 289 AOAC 8au5u?l < 2 uay EU, Codex gausuil < 2) AU I53tA51eviurUsuiaiansesn

g5 profenofos Tkan snaaay Precision TugUves Repeatability uag Reproducibility agluinaust

MvuakazyausulanuLInIgIuEInNa

4.9 HANIRTIVEDUAIILYNIUYOIID (Robustness/Ruggedness)

4.9.1 NAMSIEDU Robustness NAaaUlABN1SUSUAN1IEVD9ATY GC LagLUasy

gamqiived Oven (Oven Temperature) 970 260 °C 1Uu 250 °C vinsvaaeudl 3 seiuanududu

TANANITIATIZI Falandlunis1en 30
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o s & < < A v v
M19199 30 L‘iJ’e)iL“qummi’ejaﬂf,]‘Vlﬁ profenofos 1NNHTIAADU Robustness NAFUN 3 ANULVUYY

n AMNTY 0.25 mg/ml AMutNdY 1.0 mg/ml AMAtNdY 2.0 mg/ml

Uniln ae.(mg) % NATIINU  UINTN AeL(mg) % NIesaawu  Wuln ae.(mg) % NIRTINU

1 13.1 47.7990 55.1 48.2170 108.7 48.4177
2 13.3 47.5303 55.0 49.1814 108.6 48.5188
3 12.7 47.5587 55.0 49.2003 103.5 48.5604
4 12.8 47.7144 54.8 49.1028 103.2 48.6821
5 12.0 48.2170 54.9 49.1688 107.9 48.7242
6 13.1 48.7304 55.7 49.2202 106.3 48.9250
7 12.6 48.5781 54.4 49.0316 107.8 49.2450
8 12.9 48.1304 56.6 49.0512 108.5 48.4388
9 13.1 48.2667 54.0 49.1124 105.5 49.0142
10 12.8 48.7115 54.7 49.1066 103.0 48.4298
Mean 48.1236 Mean 49.0392 Mean 48.6956

SD 0.4587 SD 0.2955 SD 0.2829

N13053980U Precision M1ogluzuved Robustness 1if1 HORRAT 111y 0.48 (neudinis

g015UAT HORRAT 2189 AOAC 8ausufl < 2 wag EU, Codex 8oasudi < 2)

4

4.9.2 WAN1INTIEDU Ruggedness nadaulnn1siudsuAIsilonlglun1sinsiey

91303 GC B Agilent Ju 7890A 1T 1A30s GC Bvo Agilent Ju 78908 vinmsnaaeudl 3 szdiu

6 @

ALY PNANITIATIEN AWEAIIUAISI9T 31

=] s & < £ A v v
M19191 31 LU@iL%umﬂﬁiaaﬂQ‘lﬂﬁ profenofos AINNIINIIIFEDU Ruggedness NAADUN 3 AMULUUYU
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N13M52980U Precision fieglusuues Ruggedness Iéif  HORRAT Y1 U 057 (Lnmueinas
goausUA1 HORRAT 489 AOAC 8ausuT < 2 uag EU, Codex ausufi < 2)
NANITAIIVFBUAIIUNU (Robustness/Ruggedness) maﬁ%ﬁmeﬁmﬂ%mmmiaaﬂqwé
profenofos Tuguuas precision baen HORRAT winfiu 0.49 wag 0.57 Mua1AU (1Nuein158ausua
HORRAT 83 AOAC 8ousuii < 2 wag EU, Codex gausuil < 2) et 333esgsivUsinaaseon
ﬂ‘Vlé profenofos Mikan1smaaay Precision Tuguuas Robustness/Ruggedness i1 HORRAT aglu
eI ruALaz NS UlIRILIIRTFILEINE
4.10 HANNTATIAABUAINNYNABY (Accuracy)
N15Us2IHUAT Accuracy U8438N15 911 % Recovery Iﬂamiﬁwmﬂ%mmmiaaﬂqmé
profenofos A1 origin waz spike WIMANAALWATFIUIAT %recovery lngArdoseglugl
98-102% MIULNQIINITAAIS U MTUASATUSUININATY 10% 289 AOAC Tinanisnaaey fs

LAASIUAISIIN 32

A91991 32 $98aTN1TNTIINU (%Recovery) U89 profenofos

n AUty 0.25 mg/ml Aty 1.0 mg/ml ALY 2.0 mg/ml

Unln me. (Mmg)  %NNTWNU  UINLN A, (mg)  %NATIANU  Wwtin Ae. (mg)  %NATIINU

1 13.1 48.1811 55.1 48.5855 108.7 49.4209
2 13.3 48.3466 55.0 48.8492 108.6 49.3995
3 12.7 47.8631 55.0 48.5050 103.5 49.5673
4 12.8 48.2974 54.8 48.5153 103.2 49.4432
5 12.0 48.7205 54.9 48.2082 107.9 49.4702
6 13.1 50.1879 55.7 48.1354 106.3 49.3946
7 12.6 48.6255 54.4 48.7053 107.8 49.4624
8 12.9 48.1969 56.6 48.8037 108.5 48.9633
9 13.1 48.6983 54.0 a8.7774 105.5 49.0421
10 12.8 48.1730 54.7 49.5445 103.0 49.2662
Mean 48.5290 Mean 48.6630 Mean 49.3430

SD 0.6425 SD 0.3922 SD 0.1953

Al content
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n Conc.add 0.35 mg/ml

Conc.added 0.60 mg/ml

Conc.added 1.10mg/ml

Origin Spike  Added Origin Spike Added Origin Spike  Added
1 0.3516  0.6939 03500  0.3455 0.9499  0.6000 0.3588  1.4318  1.1000
2 0.3896  0.7035 0.3500  0.3462 0.8884  0.6000 0.3415  1.4421  1.1000
3 0.3510  0.7041  0.3500  0.3472 0.8916  0.6000 0.3405  1.4053  1.1000
4 0.3520  0.6994 03500  0.3467 0.9494  0.6000 0.3441  1.4506  1.1000
5 0.3516  0.6856  0.3500  0.3468 0.9422  0.6000 0.3447  1.4454  1.1000
6 0.3590  0.7093 03500  0.3473 0.9446  0.6000 0.3467  1.4534  1.1000
7 0.3518  0.7025 0.3500  0.3468 0.9461  0.6000 0.3438  1.4578  1.1000
8 0.3496  0.7084 03500  0.3457 0.9461  0.6000 0.3492  1.4354  1.1000
9 0.3511  0.7088 03500  0.3469 0.9487  0.6000 0.3441  1.3923  1.1000
10 0.3543  0.7033  0.3500  0.3555 0.9491  0.6000 0.3457  1.4231  1.1000
Mean 0.3516  0.7034 03500  0.3468 0.9461  0.6000 0.3444  1.4388  1.1000
SD 0.0027  0.0074 0.0029 0.0242 0.0051  0.0213
% RSD 0.7797  1.0475 0.8285 2.5559 1.4940  1.4824
%Recovery 100.51 99.88 99.49
nISFAILAMA % Recovery ALIMANLIENT Fil
% Recovery = (Conc.spike sample — Conc.Original sample) x 100
Conc. Added
% Recovery finaandudius - (0.7034 - 0.3516) X 100 - 100.51
0.3500
% Recovery fipnududunans = (0.9461 — 0.3468) X 100 = 99.88
0.6000
% Recovery fimnuidaduga = (1.4388 — 0.3444) X 100 = 99.49
1.1000

% Recovery Lad8 Wiy 99.96

'
[

NANISNAAOUNIAT Accuracy V8933015 910 %Recovery LiA1 %Recovery fiaaududus
WU 100.51 %Recovery fimnududunans winiu 99.88 uaz %Recovery ﬁmmvﬁm’mqa Wiy
99.49 TngAritlaeglurae 98-102 % muLnmuein1sHiasadnsUasAUTINaLINAT1 10% V84
AOAC (M5 9ARNd 1) wanmsvadevsglunasirvuaiazsesiuldinannnsgiuaina

5. mInTadeuauldlauesisinsiziaseangms glyphosate

5.1 lalasesilouazaunTaliNIumsaeuifisy HanMsaeuis U UmUNMTIINTEIY

1 o o

5.2 leasiadl ansu1nsgIu wagan e amandunNnsaNd msun1Tvnaes
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53 NAN1INAABUNIANIITTLNNIZDLAT03 HPLC Tun19m3193LAs11ia1500ng W5
slyphosate USuAsan1zn1slauveaaIed HPLC #n$233n (Detector) ¥iin DAD Tunisasiaaeu

rudldlevatisiiaseiansesnayia glyphosate InemuANEaNTIENIINNUVELATES HPLC-DAD il

Column : Waters Column WATWAT02770 IC-Pak Anion HC Column
AINENT 150 Hadins YUIREURIAUENaNS 4.6 Tadwns

Mobile phase (114 1): Potassium dihydregen phosphate (KH,PO,) 100%
dnsnsiva (Flow rate) © 1.00 fiadans/ui

gaungimaauy (Column Temperature) : 40 aaFwaLya (°C)

U3u19578n (Injection Volume) . 5 lulasdnsg
AMNETIAAY (Wavelength) © 195 U1lulAS
#1197239 (Detector) : DAD (Diode Array Detector)

5.4 NanISNA@BUAINNAINNIZLAZAN (Specification/Selectivity) WUINlATHLATLATUYDY

a15110351U glyphosate Lifidyq1ad peak 5UNIU wAn9I13 Specification/Selectivity 7R Fauang
Tunni 19

DAD1 A, Sig=195 4 Ref=off (160419GLYPHOSATE\160419GLYPHOSATE 2016-04-19 10-20-56\1AC-1403.D)

s
1
——
6.894 - glyphosate

AN 19 1ATULASUATUYDEITUINTIU glyphosate

5.5 NAN1311AT %Relative Percent Different (%RPD) lua15u1n5g1u glyphosate 614
wandlumngedl 33
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A3197t 33 Uszuliuan Relative Percent Different (9%RPD) U99E17U19351U glyphosate

. A13U1AIFIU Yiwein uildnsm Aade
GRIZNY %RPD
(std.) (mg.) (Peak Area) (Average)

1 Cc1 10.3 215.6566 217.7576 1.9297
Cc2 10.4 219.8587

2 Cc1 10.3 215.1738 216.8270 1.5250
Cc2 10.4 218.4803

3 C1 10.3 215.6441 218.1909 2.3345
Cc2 10.4 220.7377

a C1 10.3 218.0394 218.5801 0.4948
Cc2 10.4 219.1209

5 C1 10.3 215.2558 216.8189 1.4418
c2 10.4 218.3820

6 Cc1 10.3 215.6223 217.2059 1.4581
c2 10.4 218.7895

7 Cc1 10.3 214.8480 216.9772 1.9626
C2 10.4 219.1065

8 C1 10.3 215.0167 216.9002 1.7368
Cc2 10.4 218.7838

9 C1 10.3 215.8980 217.5883 1.5537
Cc2 10.4 219.2787

10 C1 10.3 214.6395 216.8835 2.0693
Cc2 10.4 219.1274

Aade
SD

56 wan1sAIMIesGURaTeangnd slyphosate Tudeagawanseual

ﬂ%mmmiaaﬂqwé cslyphosate IPA = Al 989 glyphosate acid x 1.349 (% w/w)

dlo Al v slyphosate acid

ANUA AN

wiuAilomlesidudansoangnd 904 glyphosate

= % W/W 84 glyphosate IPA x ANAI NN

= 30.7299

= 1.1954

30.7299 x 1.349

41.4488 x 1.1954
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= 49.5479%

Wesidudanseangnd ves glyphosate luansazanefieg1eudnsdaat glyphosate
48% W/V SL winfiu 49.5479% (Lnausinnnunaed glyphosate IPA 48% W/ SL fie +5% (FAO
2001) wnauageususgluye 45.6-50.4%)
5.7 wansnsivdeuadudunse (Working range/Linearity)
5.7.1 HaN13RTI9EULNNITIEa (Working range) Htasanundudunsinsounay

ANPNULINUY 0.75-4.00 HaanSUADNaAaRNT AILEAIlLUANTIN 34

15197 34 Working range v84 slyphosate A dudu 0.75-4.00 me/ml

AMTNTY (mg/ml) Peak area level
0.75 164.93533 1
1.00 222.67474 2
1.50 330.63452 3
2.00 448.66638 4
3.00 656.73126 5
4.00 863.89392 6

Calibration Curves

Area 7 glyphosate at exp.
800—§ DAD1 A, Sig=195,4 Ref=off
7005 Cor?elation: 0.99985
3 Residual Std. Dev.: 5.69403
600‘; Formula: y = mx + b
| 5007 m: 215. 71816
400 b -7.65701e-1
[ 300_% X: Amount
200_% 1 y: Area
100 -
0 \
0 2 4
Amount[mg/ml]

A 20 uaRINg I Working range w4 slyphosate Tugasamuidiudu 0.75-4.00 me/ml

5.7.2 #an13n329aauAIluEuAT (Linearity) T9iAn Linearity Tutisninuiduduy
0.75-2.00 Hadnsusaiiadans Inuda1 Correlation of determination (R?) 1Ay 0.99936 (L

gauSUT Correlation of determination (2 > 0.995 (AOAC)) fauanslunng 21

74



A5197 35 Linearity 984 glyphosate Tutsaududu 0.75-2.00 me/ml

ALTNTY (Mmg/ml) Peak area level
0.75 164.93533 1
1.00 222.67474 2
1.25 274.12491 3
1.50 330.63452 4
1.75 388.94550 5
2.00 448.66638 6

Calibration Curves

Area glyphosate at exp.
1 DAD1 A, Sig=195,4 Ref=off
400 - Correlation: 0.99936
350 Residual Std. Dev.: 5.90077
300 - Formula: y = mx + b
2503 ez 218.25324
200 = b -2.14294
150* x: Amount
100 y: Area
50
O o e e e ) e e e
0 1 2
Amount[mg/ml]

AT 21 wanaen Linearity 284 slyphosate Tutsaanandudi 0.75-2.00 me/ml

TneilAn Correlation coefficient (R winfu 0.99936

Han19n523dUANLTULEURSS (Working range/Linearity) U99&15 glyphosate 1N
Working range 1¥utdunsaluaneaiuidudy 0.75-4.00 mg/ml 1A Linearity Tutisaaiududy

0.75-2.00 me/ml TaadlAn Correlation of determination (R?) Lv1fy 0.99936 (nausisouiui
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Correlation of determination (R?) > 0.995 (AOAC)) wani1snagausgluinusinnuauazeauiule
AINUIATFIVEING
5.8 NAN1SATIRAOUAINLIEA (Precision)
5.8.1 NANSNAABUNIAN Precision 1nen31adUNINIUE (Repeatability) 18433
AnswinUSinauasesngy’ elyphosate ¥nsvaaeudi 3 anandudu linan1sieszt fuans

Tunns97 36

A15197 36 LUesiduRansoangvd glyphosate 91nN15MT1988Y Repeatability 91 3 szAuAMTNTY

AMULgUTY 0.75 mg/ml AULgNdY 1.0 mg/ml AMUdUTY 1.5 mg/ml
n Yt e %an508NaNs Ywtin .. %an508NaNs Ywtin .0, %an508NaNS
(mg) fimsranu (mg) finsranu (mg) finsranuy
1 27.2 49.06 35.5 49.53 51.3 49.22
2 26.8 48.79 355 49.17 51.3 49.34
3 253 48.99 35.6 49.64 51.3 49.12
4 253 48.64 355 49.67 51.8 48.96
5 25.0 48.58 355 49.43 49.9 49.73
6 253 48.57 36.4 49.60 50.8 49.39
7 253 49.07 37.3 49.83 51.7 48.85
8 25.5 49.58 37.3 49.52 50.9 48.65
9 25.6 48.71 34.9 49.89 51.6 48.89
10 255 49.22 34.9 50.01 50.1 49.07
Mean 48.92 Mean 49.63 Mean 49.12
SD 0.325 SD 0.242 SD 0.314

A15A599@8Y precision fiogluguues repeatability léA1 HORRAT 1y 0.41
(nauein1seausUAT HORRA ¥83 AOAC 8ausUfl < 2 way EU, Codex 8ousufl < 2)
5.8.2 NANTNAADUNIAT Precision 1nuns19a@9un1591%91 (Reproducibility) 19935

APTzIUTUINEIT0RNgNS glyphosate N1sVAADUN 3 S¥AUAMUTNTY TARANITIATIZN 69

LAASIUAISI9N 37

76



A19199 37 Wesidufanseangnd glyphosate 91nN1505719@8U Reproducibility 7 3 s¥AUAIY

WU

Autudy 0.75 (mg/ml) AMAtNdY 1.0 (mg/ml) AMINdY 1.5 (mg/ml)

n Ut ALY, % a1599ngus  WIMLn Y. % @1seengns  UWUn fE. % @1999ngNd

(mg) finsranu (mg) finsranu (mg) finsranuy
1 27.2 49.58 355 48.89 49.7 49.71
2 253 50.37 355 49.99 50.0 50.00
3 25.7 50.39 35.6 49.89 51.3 49.24
4 25.5 49.22 37.2 49.77 51.8 49.29
5 25.6 49.39 355 49.57 49.9 50.05
6 25.6 49.66 36.4 49.70 50.8 50.08
7 25.6 49.81 35.2 49.55 51.7 50.13
8 25.5 49.80 37.3 50.23 50.9 49.01
9 255 49.90 34.9 50.02 51.6 48.89
10 255 50.08 35.0 49.51 50.1 49.07
Mean 49.82 Mean 49.71 Mean 49.55
SD 0.385 SD 0.372 SD 0.496

M50 37988 Precision floglluguves Reproducibility 1A HORRAT winfu 0.57 (inausi
ns58aLSUAT HORRA 481 AOAC 8ausUfl < 2 uay EU, Codex 8ausuil < 2)

NANSATIIFBUAIILTES (Precision) Ya938TATevivnUSinaaseangy’ glyphosate Tu
Mog1awdndiae glyphosate 48% W/V SL A1 HORRAT luguves Repeatability (M3NUe1) Wi
0.41 wag i1 HORRAT TuguUues Reproducibility (115%1197) 16d1 11 0.57 ansdasty (nausinas
gausUA1 HORRAT 389 AOAC Baufufl < 2 waz EU, Codex 8au3uil < 2) fatuiadiasizvinig
USurmanseeangnd glyphosate l¥nan1snaasy Precision lusUves Repeatability hae
Reproducibility aglluinaiimuauazseusulinuuinsgiuana

5.9 WaNIIRTIFAOUAINNUVOIIS (Robustness/Ruggedness)

59.1 NAN13MTIABUAT Robustness nagaulagnisuiuaninzvanadesiofild

nagou TnensWdsuauenirduain 195 wiluwes W 198 wiluwes linan1s3eszs faans

Tum19di 38

A15197 38 1Wosiduraseengyd glyphosate 91NN19MII9EBU Robustness 7 3 AMLTNg

n AMULLUTY 0.75 (mg/ml) AMUUTY 1.0 (mg/ml) AMUUTY 1.5 (mg/ml)
UMUN ALY, %a1999ngN5  UInUn ALY, %E1eengns WIwin 6.8, %&1599NgNS

(mg) NN (mg) NT2INY (mg) Ans2ANY
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1 27.2 49.78 35.5 49.66 49.7 49.99
2 27.2 49.52 355 49.78 50.0 49.81
3 26.8 49.98 35.5 49.86 51.3 48.98
4 25.3 49.42 35.5 49.25 51.8 49.37
5 25.0 49.58 36.4 49.77 49.9 49.96
6 25.3 48.87 36.4 49.89 50.8 49.93
7 25.7 49.70 35.2 49.84 51.7 48.94
8 255 49.88 373 49.29 50.9 48.83
9 25.6 49.22 34.9 49.73 51.6 48.81
10 255 49.11 34.9 49.99 50.1 49.16
Mean 49.51 Mean 49.70 Mean 49.38

SD 0.354 SD 0.248 SD 0.498

n159339@8Y Precision fagluguaas Robustness éA1 HORRAT Winfu 0.50 (1nausinng

gouSUAT HORRAT 989 AOAC 8ou§ufl < 2 way EU, Codex 8oudufi < 2)
59.2 HNaN1INIIIADU Ruggedness nadaulaen1siUasy Column 290 Column
Waters Column WATWAT02770 IC-Pak Anion HC Column aunaLdusnaudnats 4.6 fadiuns Ay
817 150 Jadatuns 1Yy Column SUPELCO LC-SAX 58996 Column Number 181675 u1®

wushgudnans 4.4 fafiuns A3Ne17 250 Hadluns partical size 5 lulasiuns Winan1sinsen s

LAAILUANSI9N 39

=] s & & < A v v
A1519% 39 LWesidureansoangms glyphosate 91NN15M51980U Ruggedness 91 3 AMIdLTY

AMULUTY 0.75 (mg/ml) AMUTNdY 1.0 (mg/ml) AMULUTY 1.5 (mg/ml)

n Ywiin n.e. %anseangns  vwiin n.e. %e508ngNS twtin n.e. %a508ngNS
(mg) finsranu (mg) finsranu (mg) finsranuy

1 27.2 48.67 355 49.86 49.7 49.02

2 27.5 48.84 35.6 49.39 50 49.12

3 26.8 49.16 37.2 48.59 51.3 49.18

q 25.3 49.69 35.5 48.82 51.8 49.40

5 253 50.27 36.4 49.14 49.9 51.22

6 25.7 49.67 352 49.48 50.8 49.12

7 25.7 49.52 37.3 48.67 51.7 48.69
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8 255 49.50 34.9 49.81 50.9 48.51
9 25.6 50.40 33.6 49.90 51.6 49.59
10 255 48.71 35.0 48.87 50.1 49.13
Mean 49.44 Mean 49.19 Mean 49.30

SD 0.604 SD 0.466 SD 0.743

13933988 Precision Nagluguaed ruggedness tar1 HORRAT Winfiu 0.83 (\neuainis

gouSUAT HORRAT 989 AOAC 8ou§uUfi < 2 way EU, Codex 8oudufi < 2)

NANIMTIEOUAIINNY (Robustness/Ruggedness) 104357LATIERMUINIUAITODNGND

glyphosate Tuguvas Precision laf1 HORRAT iU 0.50 wag 0.83 ANa16U (\Neuein1seausum

HORRAT 284 AOAC 8au5UT < 2 way EU, Codex 8aus5UTN < 2) AdtU 15351 vivmnsUsuaiasoan

q‘vfé slyphosate Tvinan1snageu Precision Iugﬂsuaﬂ Robustness/Ruggedness iA1 HORRAT agﬂu

nainmuakargansulinuuasgIuEIng

5.10 WaN1INTIRABUAINNGNABY (Accuracy)

N15UT2LIUAT Accuracy 99935015 910 %Recovery lagn1sunA1UTuMaE1T90n

qu5 glyphosate MUue origin way spike uMIANRABLAZAIUINAT %Recovery LnAfotag

112929 98-102% M1ULAUNNITRAITUNENSUANSNTUSUIUNINNTT 10% VB9 AOAC TNANISNAEDU

FILANI LA 40

A15197 40 SoparnIINTIINY (% Recovery) ¥84 glyphosate

Al content
n Conc.add 0.35 mg/ml) Conc.added 0.6 mg/ml) Conc.added 1.1 mg/ml)
Origin Spike Added Origin Spike Added Origin Spike  Added
1 0.2790 0.6193 0.3500 0.2673 0.8708 0.6000 0.2692 1.3944  1.1000
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2 0.2778  0.6409 0.3500 0.2786  0.8682 0.6000 0.2711 1.3931  1.1000
3 0.2747  0.6218 0.3500 0.2599  0.8799 0.6000 0.2672 13741  1.1000
4 0.2641  0.6328 0.3500 0.2629  0.8500 0.6000 0.2650  1.3954  1.1000
5 0.2822  0.6326 0.3500 0.2720  0.8550 0.6000 0.2953  1.3915  1.1000
6 0.2739  0.6233 0.3500 0.2760  0.9062 0.6000 0.2831 1.3841  1.1000
7 0.2761  0.6277 0.3500 0.2712  0.8561 0.6000 0.2738  1.3843  1.1000
8 0.2898  0.6248 0.3500 0.2737  0.8883 0.6000 0.2701 1.3007  1.1000
9 0.2772  0.6233 0.3500 0.2815  0.8510 0.6000 0.2697  1.3889  1.1000
10 0.2750  0.6270 0.3500 0.2619  0.8623 0.6000 0.2773  1.3729  1.1000
Mean 0.2767  0.6259 0.3500 0.2716  0.8652 0.6000 0.2706 1.3866  1.1000
SD 0.0065  0.0065 0.0073  0.0182 0.0091  0.0283
%RSD 2.3557 1.0334 26971 2.0997 3.3485  2.0395
%Recovery 99.77 98.93 101.45

NSATLINAT % Recovery AUINALENT Al

% Recovery = (Conc.spike sample — Conc.Original sample) x 100
Conc. Added
% Recovery fimnadudiush - (0.6259 — 0.2767) X 100 - 99.77
0.3500

% Recovery fimnududunany = (0.8652 — 0.2716) X 100 - 98.93
0.600

% Recovery finndudiuga = (1.3866 — 0.2706 X 100 = 101.45
1.100

% Recovery \ade Wiy 100.05

AINNIINAADUNIAT Accuracy 28435119911 % Recovery oA % Recovery finay
Wudugi iy 99.77, % Recovery fanududunats winfu 98.93 way % Recovery fiA1
Waduga wihiu 101.45 Tnerildoglurag 98-102 % mannasinsinnsandmiuasifiviua
111191 10 % Y84 AOAC (ANS1N1ANUINT 1) mamimmaauaeﬂummsﬁﬁmumLLazsau%’UvLﬁm:u
UINTFINAING
6. uamsnsndeuaylfldveitinseianseangyn’ carbendazim
6.1 lsirSosilonazgunsaifiiunisaeuiiioy nansaouisusnuasNUeBNATEIY

1 o o

6.2 loensall ansuInsgIu wazansiegnanfuTInToudmSunInnaes
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s

6.3 HAN1INAADUMANMETMNIZYBAATEY HPLC Tun15nasa9iiasigsianseanaud
carbendazim U¥udsan1aznisldsruveainios HPLC #10529%n (Detector) 3iia DAD Tunis
nvaeumlilivesitiinsziarseonay’ carbendazim TnsmuauanIznITiaLeAed
HPLC-DAD sl

Column . Agilent Column ZORBAX Eclipse XDB-C18 Analytical
ALY 250 Hadkuns YuInduEAuEnang 4.6 Hadkuns
partical size 5 lulasiuns

Mobile phase : Methanol 55% : water 45%
dnsnsivia (Flow rate) : 1.00 Jaddns/undl

gaungilaeautl (Column Temperature) : 40 aafwaLgea (°C)

U311m571an (Injection Volume) 1 lulesdng
AMNETIAAY (Wavelength) © 250 W ULInS
10157290 (Detector) . DAD (Diode Array Detector)

6.4 NANISNAABUAUILNIZLANZAY (Specification/Selectivity) WUINIATHLATLATUVDY

d150701351U carbendazim laifidtyayiau peak sUNU wanaIndl specification/selectivity 917 Fauang
Tunni 22

-

DAD1 A, Sig=254,8 Ref=off (1561217CARBENDAZIM\151217CARBENDAZIM 2015-12-17 11-28-02\1AA-0204.D)

mAU 1

30 F
25 \
20 \

15

J
’ |

6 min

AN 22 1ASULASUNTUYDIAITUINTFIU carbendazim

6.6 WANISMIAT %Relative Percent Different (%RPD) Iumimmgm carbendazim ¢4
wandlumsned a1
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mi'lxi‘ﬁ 41 Useiiiua Relative Percent Different (%RPD) YIAITUINTFIU carbendazim

fdull swmsgou o Nuitldnsm Aade %RPD
(std.) (mg.) (Peak Area) (Average)

! l 140 2250885 222.7483 2.1012
2 13.9 220.4081

2 Cc1 14.0 225.1368 222.8291 2.0713
Cc2 13.9 220.5214

3 Cc1 14.0 225.6461 223.2251 2.1691
Cc2 13.9 220.8041

4 Cc1 14.0 224.9100 222.7898 1.9033
Cc2 13.9 220.6696

5 Cc1 14.0 225.5785 223.2534 2.0829
Cc2 13.9 220.9284
6 Cc1 14.0 225.6686

Cc2 13.9 221.0854 223.3770 2.0518

7 C1 14.0 2259317 223.4873 2.1875
Cc2 13.9 221.0429

8 C1 14.0 225.4520 223.1515 2.0618
Cc2 13.9 220.8511

9 c1 14.0 225.7855 223.6641 1.8970
Cc2 13.9 221.5427
10 (@ 14.0 225.7458

Cc2 13.9 2215551 223.6505 1.8738

ALade 223.4661
SD 0.2125

6.7 Anamlasidudanseangvs ves carbendazim

USUuaEN500ngns carbendazim

= 9% W/W 984 carbendazim x A3 IHUA NI WAL
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43.73
1.1608

WD 9% W/W 989 carbendazim

AU NI

wiuAesidudansoangnd 984 carbendazim

43.73 x 1.1608
50.7618%

\Wesidusanseangns veq carbendazim #egnendnsiaus carbendazim 50% WA
SC 1Wifiu 50.7618% wnauaiivunved carbendazim 50% W/V SC fie + 2.5 % inauaigeusueg
Tuaa9 47.5 - 52.5%
6.8 nan15R5IvdUANUTUEUATS (Working range/Linearity)
6.8.1 HANINTIVADUYINITLFIU (Working range) Heanunduidunsinsounay

ANPNULTIUTY 0.025-0.250 Tadn5usaladans FAakandlunns1en 42

13197 42 Working range v84 carbendazim Wimlugisanandudu 0.025-0.250 me/ml

AMUUTY (mg/ml) Peak area level
0.025 42.21716 1
0.050 106.78599 2
0.100 214.36127 3
0.150 311.57951 4
0.200 401.26384 5
0.250 509.19182 6
Calibration Curves
L e s 2 7| covemumsetn st expy.
500 | DAD1 A, Sig=254,8 Ref=off
Correlation: 0.99973
400 A | Residual Std. Dev.: 4.83769
20 Formula: y = mx + b
300 ] o+ m:  2045.62885
" Fa b: -3.22677
= ;;/ X: Amount

G // y: Area
24

'100—: 1//‘*‘

0l ——————
0 0.1 0.2
Amount[mg/ml]
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A 23 uanensaml Working range 984 carbendazim Tutnspnnududu 0.025-0.250 me/ml

6.8.2 Han15A5d@aUANLTULEUATS (Linearity) T%AN Linearity Tugisninududy
0.05-2.00 Hadnsuneiiadans lawila1 Correlation of determination (R?) 1vi1fiu 0.99963 (Lneus

gpu5UTl Correlation of determination (R > 0.995 (AOAC)) sauandlunng 24

A151971 43 Linearity 983 carbendazim lianlugnannududy 0.05-2.00me/ml

AMUUTY (mg/ml) Peak area level
0.050 108.92508 1
0.075 160.83682 2
0.100 213.53798 3
0.125 253.81264 4
0.150 311.04944 5
0.200 402.40475 6

Calibration Curves

[ Area J T A | Carbendazim at exp.

4004 /g DAD1 A, Sig=254,8 Ref=off

350 - / Correlation: 0.99963
] Residual Std. Dev.: 3.94493

300 J
3 T 5 Formula: y = mx + b

2507 m:  2013.2591
] i/ﬁ 8

200 b: 2.78612
E 2 x: Amount

= 1 | y: Area

1004 |

e
0 0.1 0.2
Amount[mg/ml]

AT 24 uARIAN Linearity 84 carbendazim Tutiannandudiu 00.05-2.00me/ml

TnediA1 Correlation of determination (R?) winAU 0.99963

NAN15R529a8UANMUTULEURTY (Working range/Linearity) 8915 carbendazim a1
Working range tJuidunsslugasanuidudu 0.025-0.250 mg/ml lvian Linearity Tugasaiuidudu

0.05-0.20 mg/ml TaafiAn Correlation of determination (R2) 11U 0.99963 (naudiaausud
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Correlation of determination (R?) > 0.995 (AOAQ)) nan1snageuagluinuaiimuauazseusule
AINUIATFIVEING
6.9 WANINTINADUATNLTEY (Precision)
6.9.1 HANITNAGOUNIA Precision InERT1980UN15NIUD (Repeatability) 10973
AnTzimUsInaaseanays carbendazim vhnsnaaeudl 3 sedueandudu Wkansiased &

LAAIIUASITN 44

A15197 44 1WosiduRanseenand carbendazim 9MNN1ATIAEBU Repeatability 91 3 AuLTNTY

AMALNTY 0.075 mg/ml AMULIUTY 0.100 mg/ml AMULguTY 0.125 mg/ml

n i ag. %a1508NaNs Ywtin .. %an508NaNs Ywtin .0, %an508NaNS
(mg) finsaany (mg) finsaany (mg) finsaany

1 15.0 50.01 20.2 49.61 251 50.69

2 15.0 50.01 20.2 49.30 25.1 50.91

3 15.0 50.07 19.8 50.20 251 50.89

q 15.0 50.19 19.8 50.36 25.1 50.83

5 15.0 50.22 19.8 50.55 251 50.81

6 15.0 50.42 19.8 50.44 25.1 50.88

7 15.0 50.51 19.8 50.53 25.1 50.75

8 15.0 50.53 20.1 51.82 251 50.88

9 15.0 50.64 20.1 51.99 25.1 50.83

10 15.0 50.70 19.8 49.05 251 50.86
Mean 50.33 Mean 50.39 Mean 50.83

SD 0.262 SD 0.960 SD 0.068

NIIATIVEADU precision ﬁa&ﬂugﬂ%a repeatability 1aA1 HORRAT 11U 0.58 (1neusin1s
gauSUAT HORRA 183 AOAC 8ausuil < 2 uay EU, Codex sausuil < 2)
6.9.2 NANIINAABDUAT Precision 1AeA31989UN15%1191 (Reproducibility) 19475

AAFEIMUTUIENT0NNS carbendazim INN1TADUN 3 SAUANULTNTY TANANITIATIZN A

LAAIIUAS9T 45

A151991 45 Wesidudanseangud carbendazim 91nM303I988U Reproducibility 7 3 anuidudy

AMALNTY 0.075 mg/ml AULudY 0.1 mg/ml AMULduTY 0.125 mg/ml

3 o £ 2 o = 2 o =

N UMUn ALY, % @1599naN5  WIMEN R.E. % @15eengns  UIWUN ALY, % #1599naNd
(mg) ANTIANY (mg) NNTINY (mg) Ans1ANY

1 14.9 50.00 20.3 49.88 251 50.75
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2 14.9 49.98 20.3 49.94 25.1 50.75
3 14.9 50.32 20.3 49.79 25.1 50.04
4 14.9 50.21 20.3 49.86 251 50.04
5 14.9 50.22 20.3 49.92 25.1 50.81
6 14.9 50.26 20.3 49.91 25.1 50.82
7 14.9 50.24 20.3 49.92 25.1 50.72
8 14.9 50.28 20.3 50.00 251 50.86
9 14.9 50.34 20.3 49.93 25.1 50.60
10 14.9 50.19 20.3 50.04 25.1 50.66
Mean 50.19 Mean 43.00 Mean 50.80

SD 0.118 SD 0.072 SD 0.147

15932988 precision Miogluguas Reproducibility 16A1 HORRAT Winfu 0.15 (1naus
MsupuSUAT HORRA U89 AOAC 8au5UTl < 2 ua EU, Codex sausufl < 2)

NANSATIREBUALTIBY (Precision) 10935 3iAs g USInmuaseanas carbendazim
Tusoeawdn ot carbendazim 50% W/V SC fif1 HORRAT Tugunes Repeatability (M319uth)
wiiu 0.58 wax e HORRAT luguves Reproducibility (M3vg) AN wh 0.15 Audsu (new|
gau5UAT HORRA 789 AOAC 8au5U7 < 2 uar EU, Codex #ausuil < 2) fetiu 3331As1z v
USuaa1500nans carbendazim 1sinani1snaaey Precision lusuues Repeatability uay
Reproducibility agluinasimvuaunazeausulamuunnsgivaina

6.10 HANIINTIVEDUAIUNUVDIID (Robustness/Ruggedness)

6.10.1 WaN1IRTIVABU Robustness Nadeulaensusuanzvenmsowioing s

Tnansdsuanueiaduain 254 uiluwnes W 257 uiluaes Winan1sinsed fauandunisns

it a6

A19197 46 LWesidudanseangwd carbendazim 91nN15M5I988Y Robustness 71 3 AMMLTLTY

AMULLNLY 0.075 mg/ml AMtNgY 0.1 mg/ml AMANgY 0.125 mg/ml
n ULN f.8. % @1999ngN5  UInln ALY, % @1509nguc  UIWUN ALY, % @1999ngN5
(mg) NNIIANY (mg) NATANY (mg) Nn51RANY

1 14.8 50.39 19.9 50.79 25.1 50.75
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2 14.8 50.41 19.9 50.78 25.1 50.72
3 14.8 50.47 19.9 50.77 251 50.83
4 14.8 50.39 19.9 50.84 251 50.68
5 14.8 50.44 19.9 50.85 25.1 50.69
6 14.8 50.39 19.9 50.80 251 50.58
7 14.8 50.48 20.1 50.98 25.2 50.89
8 14.8 50.35 20.1 51.13 252 50.54
9 14.8 50.49 20.1 50.99 25.2 50.45
10 14.8 50.47 20.1 50.89 25.2 50.52
Mean 50.43 Mean 50.88 Mean 50.66

SD 0.040 SD 0.100 SD 0.121

N13M33988Y precision N19g/luzUued robustness lad1 HORRAT i1y 0.14 (\neu9inis

9015UAT HORRAT 2189 AOAC 8ausufi < 2 wag EU, Codex 8ousudi < 2)

6.10.2 WANITMTIVABU ruggedness nagoulpenisiUdsu Column 910 Agilent

Column ZORBAX Eclipse XDB-C18 Analytical aunadus1audnais 4.6 Jadiuns A31ue17 150

fiadtuns partical size 5 lulasiuns tYu Agilent Column ZORBAX Eclipse plus C18 Rapid

Resolution HT wunaLdusgudnans 4.4 Tadums aue 77 Jaduns partical size 1.8 lulasiuns

Tynan1sAs1EY fauanslumsian 47

A15197 47 Wesiduransoengmd carbendazim 91nN15M31988U Ruggedness 71 3 AuLdadu

n AMLUNTY 0.075 mg/ml

UILIN 6.8,

% §1999NHNG

AMULNTY 0.10 mg/ml

UIIN 6.9,

% #1999NND

AMULIUTY 0.125 mg/ml

UINRUN 6.8,

% #1599NND

(mg) finsranu (mg) finsranu (mg) fimsranuy
1 14.8 50.05 19.9 50.62 25.1 50.43
2 14.8 49.99 19.9 50.73 25.1 50.49
3 14.8 50.07 19.9 50.81 25.1 50.59
a4 14.8 49.95 19.9 50.81 25.1 50.51
5 14.8 4991 19.9 50.82 25.1 50.61
6 14.8 49.93 20.1 50.78 25.2 50.35
7 14.8 49.97 20.1 50.94 252 50.40
8 14.8 50.01 20.1 50.89 25.2 50.38
9 14.8 49.98 20.1 50.89 252 50.42
10 14.8 49.96 20.1 50.04 25.2 50.39
Mean 49.98 Mean 50.83 Mean 50.46
SD 0.049 SD 0.115 SD 0.089
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M135A599a0U precision Moefluguues Ruggedness I¢iAn HORRAT Winfu 0.07 (1nausinng
gausuA1 HORRAT 183 AOAC 8audUfi < 2 uag EU, Codex 8ausufi < 2)

NANTSMSIVEBUANUNU (Robustness/Ruggedness) maﬁ%ﬁmeﬁmﬂ%mmmiaaﬂqmé
carbendazim Tuguves precision A1 HORRAT winfiu 0.14 wag 0.07 auadu (nauin1seausuen
HORRAT 99 AOAC 8au5UTt < 2 wag EU, Codex gausudi < 2) Farhy TEARTesvsUSINaIEseen
q‘w’é carbendazim 1¥inan1snagau Precision TuguUuad Robustness/Ruggedness ffin HORRAT ot
TuinaaimruaazsousulanuLInIgILEINa

6.11 WANNIATIAABUAINUYNAB (accuracy)

n15Uszifiudn accuracy 10933013 910 Y%recovery TaansinAUSinmuaseang s
carbendazim luen origin waz spike M TNANRABLAYAILIIA Y%recovery lneArasey i 98-102%

AU MIANTANENS UaNSNLUSLNNNNTN 10% Y89 AOAC TiNansvnaey Aauandlusmns e 48

A15197 48 Sa8arN1INIIINU (% Recovery) Uad carbendazim

Al content

n Conc.add 0.035 mg/ml) Conc.added 0.06 mg/ml) Conc.added 0.085 mg/ml)
Origin Spike  Added Origin  Spike Added Origin Spike  Added

—_

0.0359 0.0710  0.0350 0.0359 0.0965 0.0600 0.0353  0.1197  0.0850

2 0.0358 0.0709  0.0350 0.0358 0.0950 0.0600 0.0352  0.1193  0.0850
3 0.0356 0.0709  0.0350 0.0356 0.0941 0.0600 0.0351  0.1195  0.0850
4 0.0359 0.0669  0.0350 0.0359 0.0944 0.0600 0.0355  0.1197  0.0850
5 0.0358 0.0703  0.0350 0.0359 0.0953 0.0600 0.0353  0.1158  0.0850
6 0.0357 0.0723  0.0350 0.0357 0.0946 0.0600 0.0353  0.1185  0.0850
7 0.0362 0.0721  0.0350 0.0362 0.0954 0.0600 0.0350  0.1193  0.0850
8 0.0355 0.0721  0.0350 0.0356 0.0954 0.0600 0.0357  0.1197  0.0850
9 0.0352 0.0729  0.0350 0.0362 0.0946 0.0600 0.0354  0.1203  0.0850
10 0.0357 0.0712  0.0350 0.0357 0.0964 0.0600 0.0355 0.1193  0.0850
Mean 0.0358 0.0711 0.0350 0.0359 0.0951 0.0600 0.0353 0.1194  0.0850
SD 0.0003 0.0017 0.0002 0.0008 0.0002 0.0012
%RSD 0.7465 2.3462 0.6332 0.8611 0.5877  1.0464
%Recovery 100.86 98.67 98.94

@

NSAUIRUAT % Recovery AUIUANEAT fail

% Recovery = (Conc.spike sample — Conc.Original sample) x 100
Conc. Added
% Recovery fimmududusi = (0.0711 - 0.0358) X 100 = 100.86

0.0350
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% Recovery fimnududunans = (0.0951 = 0.0359) X 100 = 98.67
0.0600

% Recovery fimuitudugs = (0.1194 - 0.0353) X 100 = 98.94
0.0850

% Recovery Lad8 Wiy 99.49
PNATNAFDUNIAT accuracy V8935N1531N %Recovery lamAT %Recovery Fianududy
f1 11111U100.86 %Recovery fimanuidudunans winfu 98.67 waz %Recovery ﬁﬂQWLGﬁwﬁuqq
winffu 98.94 Tneitlseglurag 98-102% muinasinsfiansandmivansiivmamnnii 10 %
Y99 AOAC (M 19AARLINT 1) Hansvadevaglunasiivuauazeesiuldnamnnsgiuaina
7. mamaUsudiumanyliviveuresnsiare i inssimysuaanseengns
69 namsuszdiuArmmliiuiueuresmsTemediseseinuSinaaseongy triazophos
7.1.1. fumeun1sianginuSinaanseeng s triazophos luiegnanan ot

Flow diagram

'
Y

Fef081aMENTue triazophos 40% W/V EC lllanseengnsussanam

1 fadnsu lnetaiogandnsa triazophos winUseuad 62.5

a a o 7‘7 (v 2 a aa
aimancal [ Alaienmnmalgainmeeiaina DK aimaams

¥

171 Aetone (C;H0) Uszaned 10 Haaans agv2ain

Y3105 Ungn udnihllweviazanameieses Ultrasonic

& o 0 v & o a v
mﬂuummmmi’yﬂwLaumqmmwm

NI1SLAS8NANS

1 1

USuUsunsaie Aetone (CsHgO)
Calibration curve

UDITAUSUNT e lomaniuy

(AnAa nATlnt ~alileatian)

1 1

o

Anansara1eiiegHAnduaeseuls adduvin vial vuie 2 $addes ihluBadieses GC

.

Result
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7.1.2 TUABUNISHTENAITUINTZIU triazophos

%"qmimmgm triazophos (Purity 98.0%) 41wl 2 91 (C,, C,) lidans
pnaVsUszan 1 Tadnsy Im%’amimmgm triazophos (purity 98.0%)

pinUszanas 10.2 Jaansu laluvindinusunnsauia 10 Jadans

-

Wi Aetone (C3H,0) Uszanal 50 dadans asvIandnUsuns Ungn

wantlUwegliazateniesasae Ultrasonic bath Useana 15 w1l

-

ntudanisilAuiigumniives

al

-

USUUSHInSAIY Aetone (C;H O)

=~ o a 1 Y Y
Ui UAUSIRS el

-

o

Anansara1wansInsguieseuls aduria vial vuie 2 faddns diludadieses GC
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7.1.3 gnsnsAuI

1) NNAUIAIMT Response factor (f)

f = (xP
Hs
f = A response factor YBIETUINTFIU
S = ihwiinves triazophos luansazaneanasgiu @adniw)
P = % ANLUIAVIBURIANTUINTFIU triazophos
Hs = fuiléfia ves tiazophos luansazansanmsg

2) NMIANINNT % @1300N W5 triazophos AIBE1INERNTUI triazophos
Triazophos content = (Hw x f)

w
Hw = #uilléfinves triazophos luansavanesnesaswansdast tiazophos
f = fwaly Response factor
w = Yt Giadndu) veq triazophos luansavanesethwandiast

7.1.4 wauran1sUanandkasuaInnu iy

vol St vol Sam mass Std mass.Sa

<+—— Ucal <4— Ucal <+— Uca «—— UcaL
Utemp Utemp prec prec
std

prec

repeat.

7.1.5 msymurasuesnnuliviuau

1) AU lUKILEUIINNTTIETHINTTIU (Unass sta)
1.1) n15% Daily check (Upyec)

1.2) A1SERUTIEULATDITY NTTAUAIIUIDIY 95% (Uy)
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2) mmhjLLﬂuaumﬂms%ﬁmimmgm (Urnass sarmp)
2.1) 1591 Daily check (Upel)
2.2) mygouTisuiniesds fiszduanuidosiu 95% (U,
3) anulinuueuINwIninUsuInsdmIuaITIInTEIY (Uyose)
3.1) MaAsuLUaTUIImsngannT (U,
3.0) nsdeuisuA eIt Tiseiumnudeiu 95% (U..)
4) INIAUTIATEMTUAITAIDEN (U, camp)
4.1) MaAsunasUTNAsAmenll (U,
4.2) nMsdouiisuiedesuia fiszduanuideii 959% (U,
5) AnuliluueuaINaTIINIgIU (Ugg)
5.1) mmu‘%qw%‘mmmimmgm
6) ANUlaiLULeNINNITYIN Method validation (Upe.)
7) aallaiutiueuannnngyien (Urepeat)
7.1) f1 SD Mnvndeuediduianseengrivesans s1uauedtios 10 %1

7.1.6 nsmmanulisuusuinsgIu (U,)

7.1.6.1 A0 likUUUAINNSTIATHINTFIY (Upass. sto)

1) A1511A1 Upec 31AN15%10 Daily Check 984n158981501915570

A131991 49 A Uprec 91nN159Y1 Daily Check suaami%’amsmmgm triazophos

UG RN GEY)

—_

0.1000
0.0998
0.1000
0.0999
0.0999
0.0998
0.0999
0.0998
0.1000
0.0999
Mean 0.0999

O 00 ~N O U A~ OWDN

—
(@]




SD 8.16 X 10”

AU Uprec = 8.16 X 10°

2) mwldutueunnnisaeulisunIesds fiszduanudeiu 95 % (U.,)
A1 uncertainty 91nA1sARUBULAS OIS 4 fumds Tiszduaudetu 95 %
WU +£0.0001901
ety U, = 0.0001901
2
Ue = 9.51 X 10°

ASANUINUAT U, acs <t

Unnass std = J/U2Cal. groos + UZ%Prec. groos + U2Cal.tare + U?Prec. tare
= V(9.51X1075)2 + (8.16 X 1075)2 + (9.51 X 1075)2 + (8.16 X 10-5)2
= 0.000177 %30 1.77 X 10* g

Unnass std = 1.77 X 10* ¢

7.1.6.2 A liutuauaINNITTIETEI0EN (Unass. samp)

1) 115111 Upec 37AN5%10 Daily Check ¥8an1589a15670814
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M1319% 50 A1 U,,c 99NN15%1 Daily Check ¥8an1593a15630e 19aniaual triazophos

IUIUL Umun (nSu)

—_

0.1001
0.0999
0.1001
0.1000
0.1000
0.0999
0.1002
0.0999
0.1005
0.1001

O 00 ~N O U1 B~ OWN

—_
(@]

Mean 0.1001
SD 1.83 X 10™*

1.83 X 10

AT Uprec

2) mwldutueuanmsaeuiiuedests iszduanudeiu 95 % (U.,)
A" uncertainty 9MNNNTARUTBUASDIHA 4 sy fiseduanudesiu 95
WU +£0.0001908
ety U, = 0.0001908
2
Uea = 9.50 X 10

MIAUINAT Upnass samp

Urnass samp = \/UZCal.gTOOS + U?Prec. groos + UZ?Cal.tare + U?Prec.tare

J(9.50X1075)2 + (1.83X10 %)%+ (9.50X 10 %) + (1.83 X 10~%)2

= 0.000291 %39 2.91 X 10* g

Umass std = 291 X 10_4 g



7.1.6.3 AU hikUusUINUIATAUTUINT ESUAITHINTEIU (Ul )

Uyolstd-

JUZtemp + UZcal

a

1) mawasuwdasUSunsaueungil Enslisusdasumgil 2 °0)

Y

N139818ANNUUTNIRTVD Organic Solvent = 1X10° ml/ °C

Utemp

e F
%
UINTFIY)

T

Utemp

Utemp

EXVXT

V3
1X10° ml/ °C

10 ml (W3u1msveevininusuinsntalunisimsauan

23+2 °C
(1X10°)X10X?2

V3
0.0115 #3@

1.15 X 1072

1.15 X 102

2) anuliiiusuIInMsaaUisuInIAUSHIRT NTEAUAUTRIU 95 % (U

A1 uncertainty AAAITABULTIBULATOITI 4 FITLNUL N158AUANITDNU 95

WINAU +0.0069

Ucat

Ucal

oA !
WNUANNDIAIAT Uy stg

Uvolstd-

Uyolstd-

0.0069
2

0.00345 %38 3.45 X 107

3.45 X 10

JU2temp + U2cal

J(@1.15X107%)2 + (3.45X 1073)?
0.0121 %9 1.21 X 10? ml
1.21 X 102 ml

7.1.6.4 AnuliuiueuaInvIniny3uns dmsuansiiogns (Uue smp)

Uvol.Std-

= JU%temp + U%cal

a

1) mawdsuwdasUSunsauaumngil Ensildsundasgumgil 2 °0)

Y

N139818ANNUUTNIRTVDS Organic Solvent = 1X10°ml/ © C

Utemp

FEXVXT

V3
1X102 ml/ °C
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v = 25 ml WSunsvesvaninusuinsalelunisinseuan

NINTII)
T = 23+2 °C
Utemp = (1 X10°) X 25 X2
V3
= 0.0289 3D 2.89 X 102
Utemnp = 2.89 X 102

2) anyliiiusunsaauisurIndausuns AseauAILTRNU 95 % (U
A1 uncertainty 31nN1TERUNBUTINIAUSNINT (volumetric flask) au1a 100

ml ASLAUAULTDIU 95 % wWinAu +0.074

Ucal = 0.074
2
= 0.00370 %39 3.70 X 10
Ucal = 3.70 X 107

WARANNOWIAT Uy siq

Uvolstd- = JU2temp + UZcal

= J(2.89X1072)2 + (3.70 X 1073)?2
= 0.0291 %38 2.91 X 10?2 ml
Uvol.Std- = 2.91 X 10_2 ml

7.1.6.5  aulinuueuaInasuInggy (Usg.)

ANNUTENTVDIANTUINTZIU triazophos A 98 % + 1.0 % 30 0.98 + 0.01

Ueal = 0.01
V3
= 0.00577 58 5.77 X 107
Ueat = 5.77 X 107

7.1.6.6  anuliduiueuaneiauiss (precision) lumsvih method validation Uped

A13199 51 N199A0 Uprec ANANAMILTAES (Precision) UB9IN1511 method validation

$1uaudn Conc. 1 Conc. a8 Conc. g4
1 38.08 38.07 38.41
2 38.09 38.06 38.33
3 38.02 38.12 38.26
4 38.18 38.14 38.33
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5 38.14 38.04 38.29
6 38.02 38.14 38.31
7 38.18 38.16 38.20
8 38.01 38.15 38.26
9 37.92 38.40 38.26
10 38.18 38.14 38.37
mean 38.08 38.14 38.30
SD 0.090 0.099 0.061
RSD 0.002 0.003 0.002
Uprec: 0.029 0.031 0.019
Mean = 38.18
SD
u-=>2
“Jn
Uprece: = /(UConc. )2 + (UConc. nae)2 + (UConc. gs)?
Upree: = /(0.029)% + (0.031)2 + (0.019)?
Uprec. = 0.03032

7.1.6.7  AUlIWUNEUIINMITING Ujgpear NAULHTU 2.0 mg/ml

M13199 52 NMINIAN Uyepear 3INNFINTITATIUTULY 2.0 mg/ml

AMUDUTY 2.0 mg/ml

Ywiin a.e. (mg) % msaanqwéﬁmqawv
128.2 40.32
128.3 39.30
128.6 39.63

128.9 39.51



128.5 40.00
128.7 39.86
128.7 40.88
128.3 39.84
128.1 39.98
128.1 40.95
Mean 40.03
SD 0.547
Urepeat = SD
Vn
= 0.547
V10
= 0.173 %38 1.73 X 10!
Upree: = 1.73 X 10

7.1.7 nMsyUszliuAanululuusureInisin
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A15199 53 N1sUseliuAanululuusurednisia

uvdsdaya  value (X) Uy RSU (U,/%) RSU?
Unnass st 1020 mg  0.000177 1.74 X 10° 302X 10"
Unnass samp 62.50 mg  0.000291 4.66 X 10¢ 271X 10
UsoLstd 10 ml 0.0121 1.21 X 10° 1.45 X 10°®
Uyol samp 25 ml 0.0291 1.16 X 107 1.36 X 10°
Ustg 0.98 0.00577 5.89 X 103 3.47 X 107
Uprec 38.18 0.03032 7.94 X 10 6.30 X 10”7
Urepeat 40.02 0.173 4.33 X 102 1.87 X 10°

7.1.8 MymAAnulaLuueusId (Uo)

Uc=40.02,/(RSUUmass. std)2+(RSUUmass, samp)? + (RSUUvol. std)? + (RSUUvol. std)Z + (RSUUstd)2 + (RSUUprec)? + (RSUUrepeat)?

Uc=40.02

JAT4X1075)% + (4.66 X10-6)% + (1L.21 X 10-3)2 + (1.61X 10-3)% + (5.89X 10-3)2 + (7.94 X 10-*)% + (4.33 X 10-3)?

Uc=0.3018

7.1.9 msmaanuliiiuauvee (Up)

Ue

7.1.10 mssreuaanuliviuaulunisia

N1331E9UNANITAATIEIMIUTUINENT0NGWS triazophos = 40.02 + 0.60% W/V EC

SYAUANULTIDIU 95%

2 X Ue
2 X 0.3018
0.60

7.1.11 davigalasunsy (Histogram)

Urepeat
Uprec

Ustd
Uvol.samp
Uvol.std
Umass.samp

Umass.std

—a e~ s s B
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7.2 wansuszliuArnuliniueureinsinveisinsgiiiUiuiaaseongmd carbosulfan e
Uncertainty 7893531A318%U3uN0da@1500n095 carbosulfan iy + 0.36

7.3 nan1suszidiuArnuldibuueurein1sinveisia sz Ui seangms dimethoate 1
Uncertainty 7893534A318%USUN0d@1500n95 dimethoate winiu + 0.48

7.4 wan13UsziiiuaAInuliluueuYeIN1TIsIATITR I USIIMA1 599NN profenofos e
Uncertainty 993353LA312¥MUTI@500ngV5 profenofos v + 0.54

7.5 wan1sUszidiumanuliluueureInsisiageimUsunaanseong s glyphosate 1 a
Uncertainty 7893534A312%USuN0da@1500n095 glyphosate Wiy + 0.71

7.6 wan1sUsziiuaA1ANlLLUeUYRIN1TITIATIERNIUSNIE1S0N NS carbendazim 161
Uncertainty 7893534A318%USUN0d@1500n95 carbendazim WinAu + 0.72

8. ajUnan1snaaauazdalauaLuL

a

nsnsvaeuanulldvetisiinseimusinaaiseengnd nsnsraaeuauldlivesis
Ansgiansoengquisnguansindauuas : lnseslevea (triazophos), msludauny (carbosulfan), ln
wlnien (dimethoate), InsHlunea (profenofos) nguansiidndane : lnaluie (glyphosate) waz
nauansdesiumdalsafiv : m1siuuaBu (carbendazim) lundndusiarslesiuidndngiivues
WeeUfURAN1T @In.3 n1u Parameter 749 Usenaunie Specification/Selectivity, Working rang,
Linearity, Accuracy, Precision, Rugedness, Robustness wazlayinnIsnadaual Uncertainty lana

a ¢ d‘
MMTAATILHRAULEATIUAITT 54

A1319% 54 WAAINANIINAADUAIMIIERRAIIY VBIITIATIZNEI50NANT triazophos, carbosulfan,

dimethoate, profenofos glyphosate Wag carbendazim

Robust Rugged
Working Rang Linearity

Pesticide R? Precision (HORRAT) ness ness
(mg/ml) (mg/ml) %
(HORRAT) ~ (HORRAT) Ucertainty
Recovery
Tusy Tugu
Repea Repro

tability ducibility
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triazophos 0.25-.2.50 0.25-2.00 0.99986 0.17 0.29 0.63 0.27 99.37 + 0.60
carbosulfan 0.025-0.25 0.05-0.20 0.99985 0.66 0.48 0.43 0.85 100.06 +0.36
dimethoate 0.25-2.50 0.50-2.50 0.99939 0.42 0.64 0.49 0.47 100.28 +0.48
profenofos 0.25-2.50 0.25-2.50 0.99991 0.35 0.47 0.48 0.57 99.96 +0.54
glyphosate 0.75-4.00 0.75-2.00 0.99936 0.41 0.57 0.50 0.83 100.05 +0.71
carbendazim 0.025-0.25 0.05-0.20 0.99963 0.58 0.15 0.14 0.07 99.49 +0.72

mﬂm'ﬁmeﬁmﬂ%mma’15aaﬂqm§ triazophos, carbosulfan, dimethoate, profenofos
slyphosate wag carbendazim HANISILAIITRAINATIVEOUAIAIL Parameter @199 WUILHAAN
Working range tJutdunselugiaanaidudu 0.025-4.000 me/ml 191 Linearity Tugaaniiuidudu
0.050-2.500 mg/ml TaeiAn Correlation of determination (R?) dA1581319 0.99936-0.99991 (1naudi
8o15uCorrelation of determination (R?) > 0.995) il Precision 9993331A3512 %7 UsLiiuda8 A
HORRAT 9840157141 (Repeatability) a¢j5¥i19 0.17-0.66 uagn159141 (Reproducibility) ag

5¥1I19 0.15-0.64 N5ATIVADUA1 Robustness flA1 HORRAT 8g5¥11319 0.14-0.63 uagN130I9a8UY
A1 Ruggedness A1 HORRAT agj5¥11714 0.07-0.85 (naudiwausyu HORRAT < 2 (AOAC)) N1503adau
ANLYNABS (Accuracy) 910 %Recovery fianandudusefusn nana g fersening 98.01-101.53%
(1nauieuiu 98-102% dmduasifiuTanaannniy 10% (AOAQ) uazilaalliuuueuvesnisin
(Uncertainty) 9893534A518% W1AU £0.60, + 0.36, + 0.48, £0.54, = 0.71 uag + 0.72 AUAINU KA
nsneildeglunusisnunuarsonsuldveusuldmumnsgiuana fadu Fheseiviinm
miaaﬂqwé triazophos, carbosulfan, dimethoate, profenofos glyphosate waz carbendazim Tu
wanfusianstestuidndnsfivdldduisfifgaiudrindanugndes wiud undode aglunausi
fvuauazsausulamunaeiniseensvaina awsathlvladuisuinsgrudmsvieszivnageu

YU URN1TIATIERIngINuNITNYAT nauTuINIIATIvaeuivLasladunisnda d11inide

q

1%

-7 ‘NI
LAZWAILINITINEASIIANA 3 13

9. nsuNauI Ul Towl

9.1) 153%3%3Lm’wﬁmﬂ%mmmiaaﬂqwé triazophos, carbosulfan, dimethoate, profenofos
slyphosate wag carbendazim lusidnfnusianstestuidndngily Mfigaiudrindanugnios usiud
pannnssu wazdufivensulussduanna

9.2) awsathiduidunsgiu dmsuieslfuRinsiinseiingdivnianisinens d1in3de
LLazﬁwmmimwmwmﬁ 3 Tumaﬁ]aaumﬂ%mmmiaaﬂqwé triazophos, carbosulfan, dimethoate,
profenofos glyphosate wag carbendazim Iuwﬁmﬁm%miﬁﬁﬂﬁmgﬁﬁnﬁﬁmmsﬁ,uﬁaqmmﬂ wazile
nsvetunzden

9.3) nwasnslaldnandnaansidanuainiauniniaslauinsgi
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9.4) WIBUANUNTOUYDWBIUURNITIAT IR IngTRYN19NISINERs drdnideuasiauinis
NEATIAT 3 §n133UTBWINTFIU ISO/IEC 17025

10. tBNE15919949

nesenuANfiTuay Tannsinung. 2537, Mstunsideuingiiiunininuasludsamelng. nyamme
NIUIVINIHNENT

Aady @3Tanl. 2561. asialiindnuuas : JUuuuYasasiadimdIauuas. tefivinguasiiadl
anthAdeinemansansisagy nsuinemansnsuwmd. (Fuidudu 22 Augeu 2561). 910
: URL: http://webdb.dmsc.moph.go.th/ifc_toxic/a tx 1 001c.asp?info_id=396)

¥iinas) NuAnAUIHESs uasAnz. 2559. n1sanasasiuundululunedrsuaznisgaasnauain
N15819A285VBINTNIVINISINEAT (Reduction of Carbendazim in Chinese Chives
and Re-absorption from Washing Solution Using Methods of Department of
Agriculture) : MIENTINeIEmEnsuazivalulad. 24(4) : w1 628-640

ARgy dnng. 2547, Aulduuuauveansnagauniaall. Na1sUsENaUNITOUTL-AUUNIYINT
AIUQAAYNTINBINNS. @ATTUBINNT : NTIVIN

fimassas afor. 2549, wuaUftRnmmesauanugnievesisitamzimanilnetios
Uﬁﬁ'ﬁmslﬁm (A Practical Guide for Single Laboratory Method Validation of
Chemical Methods). NUANEIANFATNITUNNG NTENTIEATITUGY 1 WUNYS

rhedayainens. 2561. dandssedsiuasnandngive(engiuuas) : arsludauny (carbosulfan).

v ad 1

(Aunauvau 26 Aueeu 2561) 270 : http://www.phkaset.com/articledetail.asp?id=12614

fuvifiey nswadunad wazdiien Sauuuy. 2561. Carbosulfan (A13Tudaunu). (Fufidudu 28
AUBIU 2561) 910 : http://www.foodnetworksolution.com/wiki/word/2175/carbosulfan

wilen lwedudysal Fuaun guangde yamIdng uazeie’ wyded. 2553 FeUinmuasiiiuandne
vaaa1sludauniu (carbosulfan) TunzidesnilafvuadUsunuggavesasREANAg
(MRLs) ASsi 1 uay 2 (Residue Trial of Carbosulfan in Egg Plant to Establish
Maximum Residue Limit (MRLs) (Trial 1 and 2). #an1sUfURNuUsEIUsuUseann
2553 1wl 1. dinddeianuntadenmandavnaninnees. ns3MTNYRT. TN

widnwel 1FedllAy wavany, 2551, lalumnlsian Dimethoate. WONATNELNINIIYINITVBUAL
awizides fiusiadadl 1 dtfhdanisnmnuesfouarasdunse NIUAIVANNATY NTENTI
NINYINTEITUVIAUATAIINGDN : NFINI

WA YUY Uay JSNT WiRsdauuna. 2554. n1snsaadauaaldldvasisnadeunisiengy
1w%ma&1ﬂ‘1u1§'1 (Method validate of Pyrethoids in water by Gas Chromatography).

Han1sUURuUsEIUsuUsEana 2553 wudl 1. ddnddeiaundadenisudanisnisinuns

NTUAYINITINEAT NIWNN
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http://www.foodnetworksolution.com/wiki/word/2175/carbosulfan

anwil wyusnvuna uavany, 2553, WeUTuMasHEAnAelainen (dimethoate) Tu
filnenaiiofuundUiunugegauasansivandns afeil 1 uas 2 (Residue Trial of
Dimethoate in Yardlong Bean to Establish Maximum Residue Limit (MRL). Wan"9
UftTRNUuUsT 2553 Landl 1. wih 109-114. ngaddeimaiimmainuas driinidewan
Ja99n15HEANI9NTINBAT NSHAVINITNBAT : NFANN

Audtoyaivinen. 2561, $nasuium. (Fuiidudu 21 wouana 2561)

370 : http://webdb.dmsc.moph.go.th/ifc_toxic/a tx 2 001c.asp?info_id=297

uUN 9190 IANA uazAe, 2558, UsnasamsidadagiulnsiTunesiiandrsluninainduaiaie
Jwdnguanusnil wazarmidssainnisuslag (Profenofos Pesticide esidue in Chill
from Huaruea District, Ubonratchathani and Consumption Risk),uUnA11173%
MIANTIVINTIAINTIUAENS 1.0V, 8(1) : w1 115-122.

o

gild Soyayluvie, 2533, wugiharsdesiu MdalsaNvAISlUNAITY, 115875, LAVENITNEAS 14(6) :

o

17 105-108.

a

oAV U329 uaTeUINT quah. 2550. MsUszadtaulsitiusuaInsianiaad
(Estimation of the measurement uncertainty in Chemical Testing). :8na15
Usgnaumsineusy wanans n1sussanamnuliuiuaureinsiamaei. nsuineiemans
UM Nsensicinemansuasmalulad : ngamne

91T AU39 wagAnd suAmf. 2550. nsnsradeuauldldvedis. lenansUszneunsilneusy
“nsaniiuniswssuanunseuesl§uRnisilasun1ssuses” veansuiwnisinuns U 2550.
NFUINYINENTUINIT NsEnTInemansuasinalulad | ngumne

INCHEM (Internationnal Programme on Chemical Safety). 2018. CARBOSULFAN. Pesticide
residues in food-1984. Avalible October 3, 2018.
From : http://www.inchem.org/documents/jmpr/jmpmono/v84prd7.htm

Wikipedia. 2018. Carbosulfan. Avalible October 3, 2018.
From : https://en.wikipedia.org/wiki/Carbosulfan

Wikipedia. 2018. Glyphosate. Avalible December 9, 2018.
From : https://th.wikipedia.org/wiki/Glyphosate.

11. AMANUIN
11.1 NSAUINAT %Relative Percent Different (%RPD) mmmmimﬂmmﬂﬁ 1
%RPD = [(factor max - factor min)/ factor mean] x 100 a:um'imﬂwu’mﬁ 1

11.2  NI9AIUIN Response factor (f) MUEANNITAIANWINT 2
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f = (SxP) aum'imﬂwmnﬁ 2

Hs
f = A response factor YBIETUIATFIY
S = thwiinvesansasgiu @adn)
P = % ANUTAVSUBIENTUINTTIU
Hs = fuildfia i mugeesiinvesmsavaibiATgIy

[

11.3 M3 % asoongrisvesingdunmenisnainunslufiogiamandusi ingdunse
NNNITNBAT AINALNTANANLINT 3
% W/W miaanqwé = (Hw x f) AUN1SAARUINT 3
W

Hw = #uiiléfie wio AINNEIYRINA YDIATAYALRIDE AN U

f = Auady Response factor

w = thuilnvesihetandndas (adni)
114 nsrmuaui@udonuunnssuduius (% RSD) amuaunsnIAnuIng 4

%RSD = _SD_x 100 JUN1SNAKUANT 4

X
11.5 A1SAWIUMIAT HORRAT AuialaeldaunisniaauIng 5

HORRAT = % RSD experimental ﬁ&lmimﬂwu'mﬁ 5

Predicted Horwitz RSD

11.6 A1SAUIE Predicted Horwitz RSD mmammimﬂmmﬂﬁ 6

Predicted Horwitz RSD = 0.66 x 2(1:0-50s ) AUN15A1ANUINT 6
WaA1 C = concentration ration
11.7 MISAUINU % recovery ANUAUNITAIANUINGT 7

%~Recovery = [(Conc. spike sample - Conc. original sample)/Conc. added] x100 AUNITANANUING 7

11.8  1na9IN1588UTU Recovery
The AOAC Manual for the Peer Verified Methods Program (1993) lamuuauuanig

AUSURITUINTERUTU Yrecovery Lagiall mumISIANIANLIN 1 (IWIs5ed, 2549)

ATAIANUIN 1 Analyte recovery NANULTNTUFTNE) (91131 AOAC)

ANMUIUTUVDY analyte % Recovery
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100 % 98-102
> 10 % 98-102
>1% 97-103
>0.1% 95-105
100 ppm 90-107
10 ppm 80-110
1 ppm 80-110
100 ppb 80-110
10 ppb 60-115
1 ppb 40-120
11.9 AA3s¥inves dimethoate Tudauindeu
ANTINNAKLAN 2 A1ATITINVRY dimethoate TuAsuindou
Aauandou ANRTeTAN AasUNY
9177 0.269-0.69 47lua  A1ATeTInves dimethoate lusnmiadamNUfAzenoondiadulag
Wels (photooxidation)
thiniu 11-56 U FA3eTinves dimethoate luthinAufuinannufisedesaanelag
Fnnwuuldoandiau (aerobic biodegradation)
ihléian 22-112 fu FA3eTinves dimethoate luthldAusuanmnuiAsedosaaslag
P nwuuldoandiau (aerobic biodegradation)
Ay 11-37 Ju A1P39TInues dimethoate TuAudnanmMsAnylusaegaiu
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