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Mn199539auAulYlavedidinsenTnglifiyn1sinyns ¥iaans carbaryl Ademaiia High

Performance Liquid Chromatography (HPLC) @3#15333a%1Ua DAD (Diode Array Detector) diedudu

) aa | _ada '3

ANANYUEYDNITIATIERLAzUTETUNAMETINEDAINIT AT IEvliANgNABY Wiug wagilay
oA A 1Y ada L4 ! 2/ 1 [ o/ ! Y v
Wnieie nan1snsivaeuauldlavedifiiasevinuinlien range Wudunsslutismnududy 0.25 -

2.50 fadnsuneiadans a1 linearity Tuya9a10LUu9u 0.25 - 2.00 Aadnsuneliadans lasdan

Correlation coefficient (r) iy 0.999 (nugisaudufi Correlation coefficient (r) = 0.995) flpa1y



wiuE (precision) ¥99753LAT1ZRNTAAT HORRAT 994n157N2U%1 (repeatability) Lagn151141
(reproducibility) ViU 0.770 wag 0.632 AIUAIRU N1IATIVADUAT robustness Lhay ruggedness dIp1
HORRAT 11U 0.811 wag 0.663 AINaIAU F9AINILA MilAU 2 A1snadives AOAC (naalnaiuausy

HORRAT < 2 (AOAC)) kagn13nTI3a0uAINYNADY (accuracy) YB935A1T A1NA1 % recovery Wy

a I

99.48 % oglutianasioniu 98 - 1029% dmuasiiuTuIuLINT 10 % AunAsIUes AOAC

v
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MnuIsieningifiunisinues carbaryl Al UWIsTAszdnlafigatndiinlinanisiiasswid

ANGNEADY wiudT Udede sousuldnunawinisyansuaina awnsainlUldduisunsgiudwiu

v v A

Ansginadeu UTnaaisoenagns ndadusiarsiidndasiiv carbaryl vesvesl RN TIngdfiy
MsiEAs naNmLINsATIIasufivuartademsndn dinidouasiaunmsinunsivail 3 16

Analyze the toxic substances in toxic agricultural product at Northeast of
Thailand area is main job of formulation laboratory of Office of Agricultural Research and
Development Region 3 . Method Validation is Process for confirm method using in Laboratory.
The results analysis of the method validation have to accurate and reliable. This Research study
about Method validation of Carbaryl in Insecticide Formulation. Analysis with technical
High Performance Liquid Chromatography(HPLC) and detected by Diode Array Detector(DAD) for
confirm method and evaluate the result method by statistical method. The results of
validation analytical method showed peak and concentration levels in the Range of 0.25 - 2.50

meg/ml. The Linearity test showed in the concentration from 0.25-2.00 mg/ml with Correlation

coefficient (r) 0.999 . The Correlation coefficient (r) larger than 0.995 (Correlation coefficient (r) =
0.995).  Precision of the analysis method that provides the HORRAT of Repeatability and
Reproducibility is 0.770 and 0.632 respectively. Robustness and Ruggedness of the analysis
method that provides the HORRAT is 0.811 and 0.663 respectively. This result is not over than
2 criteria (HORRAT < 2 (AOAQ)). Accuracy of the analysis method showed with % Recovery was
99.48 %. The results of this method validation for analysis Carbaryl in Insecticide Formulation is
accurate , precise, reliable and acceptance criteria of international laboratory. This Method can
be use for a standard method for analysis Carbaryl in Insecticide Formulation in formulation

laboratory of Office of Agricultural Research and Development Region 3 .
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Asun3a (Carbaryl) Wuingdunsenenisinuns Yseamaisidauuas dnegluaisingunis
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U (Carbamate) earsurumiuansirdaunasnguiiilulasiauludiudszneuiiddey waxd
Usgansnmgdlunistestuidnuuasdnsiiviosnnannsalifdauuaddideuynfuasidaunady
ngueainluneamniifaimiduiivgs (n5ems9a1513aige, 2558) Arsunmmilamuduiivdenyud
Aoutrsiuazaaodaliify SwmnAsludanedeuldtosniuflosuiuaisidaunanguooinifly
Aagsu (Organochlorine) uagngueainiiluneamsyilvilisdldiuvegrsunsvanglulagdu

Carbaryl fidennaaiin 1-naphthyl methylcarbamate fignsluianaidu CoH,NO, fliwmin
Tuianawiidu 20123 g/mol (Wikipedia, 2015) ansuIavsaanuasiduncdunn Tganasumar 142 °C
Useansnnlunmsazanetisusanusnavansldiludvinazaredunis faasadinlufiu (Halflfe) 4-

a o

72 Su fiea3aiinludfia (Half-life) 3.2 Su fanudufivdunduniauin LDs, (rabbit, oral) 710 Sadnsy

sonlandu LDs, (rat, oral) 850 fadnsusienlansy Senudufivdeuatwaziisgs (NPIC, 20151 Jundn

Tngluneldvenenisi wiiu wae Lea-85 gaswauieuldfie 85% WP
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Al 1 gaslaseaiieves carbaryl
fiyn - http://oldweb.pharm.su.ad.th/chemistry-in-life/d026.html

nsldusglovt Tlunmstlestuidadagiio 1Wu nusunnzna wusuAunzuar nusulesn nueu
nszgjilndnalne nusumssusiunss vueunsey) nuswsielua wuswailnd1ilng nusuuuasiufunon
12319 vuauveuly ueusiuly musuizdana vuouihuludy indedndu wasly mdsuds mdeld
ud wudile inuBer by Fadadn wues wues Wufaieeda wu ogu $19lna ussndn
wnsly uzidome unds du 91 win nd1e ugaiae Seam Aud e NiFou Sadas dundes fiwnsega
ngaan $129s wgi@ennn daneq dnsnee Wy @hauaufivuazannisinunes, 2537) uagldlu
mstlesfurdadnsiitlusdaivfiduemnsuenandsdldiudnin Uadnd uasdnides iofdausag
sunu nalnmsiinfivees carbaryl e pongriddudinsrnuvesedfialadueamesa viliansie
Uszamuediialadugniiansanas Juinernsiiwidesninmsinuvesssuvdeuszamladiuesia
(cholinergic neurotransmission) ¥ usNAALUAR (Ruiey wsiaduned wazaus, 2558)

Carbaryl aglunguszauauduiivuiunaia w3e Class I (N5eNTI9@15150GY, 2558) @13150)
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http://www.foodnetworksolution.com/wiki/word/2173/carbamate-%E0%B8%84%E0%B8%B2%E0%B8%A3%E0%B9%8C%E0%B8%9A%E0%B8%B2%E0%B9%80%E0%B8%A1%E0%B8%95
http://oldweb.pharm.su.ad.th/chemistry-in-life/d026.html

Uszam ndnuile nsvnglavaraneuludiu Jsdnsunssagyhlidedinle (quddoyaiivinen, 2558) lu
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w.e. 2535 Indudesdinisnsivdevsiiauazaisesngnsiinssniudeyaniszylunainuield n1s
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n3raasuaITeangnivesasindadasiia 981438%As2Wn1uuInT31u CIPAC (Collaborative
International Pesticide Analytical Council) %QmﬁLm’]zﬁmamﬁmﬁmiﬁﬁmﬁmgﬂ% Flemnadingzi
figndies uazwiudrsndudesdisinmgiimnzay Jsazfosssandlimnzauiundesilonazaunsal
fifluesufiRng vausiinansiiasgiazsdodimnugnies wiudy Wuilsensumunusiveniuana
FufuripsufoRnisTngiifiunininues a3 Sedudusioninimeaeumnuldlivesdsiinmet carbaryl

Wieldiduisuaspruluiosujiinisesly

7. A5aduns
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1. Lﬂ%amaﬁ]‘imswﬁi’mqé’umwmﬁmﬁmaﬁugjq (High Performance Liquid Chromatograph :
HPLC) $%132979%w1in DAD (Diode Array Detector)

2. Column Zorbax Eclipse XDB-C18, A48 250 Hadlung, Gummﬁuchquéﬂma 4.6 TaaLues,
partical size 5 lulasiuns

3. Column Zorbax Eclipse XDB-C8, A111817 150 Hadlumg, mumﬁuwﬁquéﬂma 4.6 TaaLUeS,
partical size 5 lulasiuns

6. p3estiazBen (Analytical balance) nefisn 4 shumis (+ 0.1 fadnsu) Akunisaeusiou
e

5. yansedansaratenieinds membrane vun 0.45 lulasiuns

6. %]/quyjzynmm

7. wITaU3uIns (Volumetric flask) type A auim 25, 50, 250, 1,000 fiaddns fikunsaeuiey
e

8. Tin (Volumetric pipette) type A w11 2, 5 uag 10 3adans Minunsaeuiisuwdy

9. Uninas (Beaker) vun 100 fadans

10. N3zUBNA (Cylinder) Yu19 50 waz 1000 Uadans

11. Glass syring 3uU1A 5 UadanT

12. Syring filter membrane aun 0.45 lulasiuns

13. @13019931U carbaryl 98.9 %

14. @3ANUTNTUES (Technical grade) carbaryl

15. FOUNKANA N carbaryl 85% WP



16. Methanol ila HPLC grade
17. Water %ila HPLC grade

- %013
1. Ysudsannznsldiuveaaios HPLC #nsiadn (Detector) 9din DAD lunnsmusinasdiuiy
uouYBIANIANUTNTUGS (Technical grade) wazifuaniizivunzaudmiunsiinseiinglifiv
Mstnuns carbaryl TngAuaNan1IzNTaLYesAIes HPLC fail
Column : Zorbax Eclipse XDB-C18, WunaLdusaudnan 4.6 Tadiuns,

AN 250 fadlums, partical size 5 lulasiums

Mobile phase : Methanol 55% : water 45%
dnsn1slua (Flow rate) : 1.00 fedans/ud
Stop time © 10 WA

gaungilaaautl (Column Temperature) : 40 aafwaLgya (°C)

V311057130 (Injection Volume) - 1 lulasans

ANETIARY (Wavelength) © 254 W lumng

Retention time (RT) © 8.158 W1l

$10152979 (Detector) : DAD (Diode Array Detector)

2. 99990 UUSIUNLUNBUYBIENTAIUNTUES (Technical grade) carbaryl

= a a v | ‘:1' ° °

\{I9991na13u19357U carbaryl fUsunadpsnazsiaung luilesneazdiuvin Method
Validation 399 1i0udealdarsainuidudugs (Technical grade) ununisldarsuinsgiu lneldans
193§ carbaryl LudUSsuifisuiomusunafiuiusuvesasaududugs carbaryl f35n15vi
ail

21 MSWSENANITALANEUINITIU
FIA5UINTFIU carbaryl 2 41 (G, C,) Milmiminvesansesngnsussunas 25 Taansy

TaTu volumetric flask au1m 25 fadans LA Methanol (HPLC grade) Useuned 15 fiadans aslu
volumetric flask Ungn uathliwglviazanesieinses Ultrasonic bath Useanas 10 - 15 u1dil 2101y
o 3 ay v 2 o a v [ a v = a a 1 Y Y
wandanslildungamgiivies Usuusunnsaieg Methanol (HPLC grade) aufislinusunng welviiiniu

Y

2.2 NSWILUANTATAIEYDIAIIAINYNTUGS (technical grade)



F1a3 technical grade carbaryl 10 €1 (T,- Tio) Wildithminvesansesngws Uszana 25

fiadansu Tdlu volumetric flask aunn 25 Taddns W@y Methanol (HPLC grade) Useanad 15 fiaaans as

a

Ynan warurldwenliazatemeiasas Ultrasonic bath Uszanad 10 w19 91niu

9

1 volumetric flask
ddsialiliguigamaiives Usuusunnseig Methanol (HPLC grade) wenlimdniu

23 NIETALANBUINTFIU waAITaane technical grade carbaryl Nw3eulaante 2.1

uag 2.2 WU Syring filter membrane ¥u1a 0.45 lalasiwas adluwin vial vun 2 Sadans

2.4 NTNTINABUAINNTDUVBAUATEY HPLC
a = ° 4 ao Y . N a
Waa3es HPLC muan1azn13vinanuesainsfinmuuall 1ile baseline Al nadouin
v a P A & dyw 2 |
8190201911955 LWATEIUTENNN 4 91 WUl peak area ¥30AIINEIVDY peak LANKEAN
ALRdEYBINSAnRnRenY 3 ASTLAY 1 % Jdeinasoanseuldeu
2.5  NMINTId@UUSINALLIURUYRIETS Technical grade WioiAses HPLC wiauldauuay 2a

[

A1398AN8NINTFIU Uaza1TAraAY technical grade LienTIdUMUSINUNWILBUANEFU Fil
Cl, Cl, Tl, Tl, CZ, CZ, Tz, Tz, Cl, Cl, T3, T3 ------------------------------ [} C2’ C2’ T].O’ T10

a1382a18119557U C;, C, ApadlAn % Relative Percent Different (%RPD) laitAu 3%

AUMAT % Relative Percent Different (%RPD) augns

%RPD = [(factor max - factor min)/ factor mean] x 100

2.6 NISANIUNT Response factor

A1U0UAT Response factor (f) ANgAS

f = (SxP)
Hs
f = A1 response factor Y8IETUIATFIY
S = Wmtinves carbaryl luansazaneannsgu @adnsy)

P = % AINUUIANDVBIATUINTFIU carbaryl



Hs = Wunle peak vae carbaryl Tuansavansunsgu

2.7 NIIANIANN % @1300naWd carbaryl Tuasazane Technical grade

ATUIAT Y% d@1598NN5 carbaryl (carbaryl content) ANNEFNT

carbaryl content = (Hw x f)

w
Hw = Wule peak vo9 carbaryl luansazaiy Technical grade

f = ALRAY Response factor

W= Uminued carbaryl Tuansagane Technical grade (fiadnsu)

2.8 1A % a1590NaNd VeIE1TAzANY technical grade Aidwalans 10 A1 A LRAsazla

% TWULBUVDIAT technical grade

3 nsesvdeuAIdudunse (range/linearity) 99435013
3.1 VAERUYINVDY 11339 (Range)

3.1.1 49815 technical grade Ains1uivesidudutuouy Wianudududig 9 $1uau 6
Arandudu asdiduay 1 91 Tnedaimiinliiuum carbaryl Aseungutaeiilioy
(0.25-2.50 mg/m0) lgiuA 12.5, 25, 50, 75, 100 wag 125 Jaansu aslu volumetric flask au1n
50 #addns LAy Methanol (HPLC grade) Usesnay 25 dadans aslu volumetric flask Uagn
wiilumelFazanesepies Ultrasonic bath Uszanas 10 — 15 wndl arntutisndenslsles
Hufiguuaiives U3uU3innsee Methanol (HPLC grade) auflsiiny3uns welidhiy nseq
arsavanefinIeuldninu Syrine filter membrane wu1a 0.45 lulasiwns asluvan vial vua 2
Uagans

3.1.2 Snansazateiiwioulidueies Besdduninanududuteslunn

3.1.3 Plot N3 S¥WINANUTUTUVDIAT technical grade (LAY X) U response
(NU y)

3.1.4 fnnsantaeiiiudunss

3.2 vegeuanuludunss (Linearity)



3.2.1 FonAanududuann range Mdudunss 3 anududu

3.2.2 43815 technical grade finsuilofiduduvuou Wilamnududu 6 seiupmududu
wun 12.5, 25, 40, 50, 75 wag 100 4aansy adlu volumetric flask 119 50 Taddns Ay
Methanol (HPLC grade) Uszanas 25 addns adlu volumetric flask Yagn warinluiwgnlv

a v

avanedeiaies Ultrasonic bath Uszanas 10 — 15 uft anduthundaisliliBuiigaumgiivies
U§uUSuns6ae Methanol (HPLC grade) audiadnusunns wenlidniu nsesansavanefiwion
1AW Syring filter membrane aun 0.45 lulasiuns asluvan vial ua 2 dedans

3.2.3 Fnansazaneiiwiodlidneies Besddunnanududutieslun

3.2.4 Plot N3 3¥WINAUTUTUVBIENT technical grade (WAL X) AU response
AU y)

3.2.5 fulama correlation coefficient () wnausieausudl r > 0.995 (AOAC)

4 NIIRTIADUAINLANUEN (Precision) 10935013

41  pTWERUNSTINTG (Repeatability)

repeatability) As n1snTIvdeuaUlnAlABIiUTENINg %a%aﬁ‘imawﬁ%w Tuepesdle

Wiy el UAnsmeaiy gnageuaudediu lussesiabeniu viselnalAesiu

0.1.1 Faansunsgiu carbaryl 2 81 Wildiwinfuueudszann 25 fadndu ldlu
volumetric flask vu1a 25 fiadans 1Ay Methanol (HPLC grade) Useanad 15 fadans aslu
volumetric flask Unqgn udailiwglsiazaneeinios Ultrasonic bath Usganas 10 - 15 w1l
nuthanseisliliduiigamniives UsuUiuinsse Methanol (HPLC grade) aufistn
3w wenlidniu nsesansazanefiwSeuldinu Syring filter membrane 4w 0.45
lulasues asluvin vial aue 2 Jadans

4.1.2 Faretndndast carbaryl 85% WP Tildseduanududulugianisidonu 3
S (0.25, 1.00 way 2.00 fadnsusefiadans) mududuay 10 1lneld volumetric flask
YUIR 25 1adans LAY Methanol (HPLC grade) Uszanad 15 dadans weliazanesieLn3os
Ultrasonic bath Uszan 10 - 15 w1l antuinsndeislilfsuiigungiivies Uuuianmséneg
Methanol (HPLC grade) aufisdau3unns weilidniu nsesansavarefiwioulstiny Syring
filter membrane w11a 0.45 lulasiuns asluein vial vun 2 Jadans

4.1.3 NFNTALAUUINTTIULATAITALANEAIE1 (To 4.1.1 WAy 4.1.2) LWIATIENM

USuadans0engns carbaryl luaisazatediogny dinanisiasizinlauiAiuiuniaaie



(Mean ; X)) d’;mﬁmwummgm (Standrd deviation ; SD) LLaz%fasJasmmLﬂmwummgm

v v

19US (relative standara deviation ; % RSD) Iﬂﬂwqmﬁﬂﬁ

N13AUIUAIEITSRUUNINTFIURUNUS (% RSD)

% RSD = _SD x 100
X

4.2 A9980UN15EN (Reproducibility)
o P v o ) ' v aa s A oA
reproducibility fia n1sasIvaeumslnalAesiusenitdeyairinsizvian lunsesile
Weatu iesuJuinisiweniu dvegeuauieniu Turiaiaiuendeiu insmeaesduieiiude 4.1
WoAAT1zinIUTuIuaI 50005 carbaryl luaisazatefiog1s nan153As1ginlaniAIuIam
ARG (Mean ; X ), drutdauuannsgiu (Standrd deviation ; SD) wazSouazAutdssuuaInggIu
#u9us (relative standara deviation ; % RSD)

43 AuIunIA1 HORRAT 909 repeatability wag reproducibility Inainauginiseeusumn

Precision U84 AOAC, EU way Codex #ausun < 2 Auadlaglaaunisn 1

HORRAT = % RSD experimental dun1sil 1

Predicted Horwitz RSD

4.3.1 n15AUIR Predicted Horwitz RSD

A1u28 Predicted Horwitz RSD AUGAT
Predicted Horwitz RSD = 0.66 x 210218

WaA1 C = concentration ration

5. ANANTIVEDUA Robustness/Ruggedness V8115
5.1 »339d@8UA1 Robustness
a 4 A a ¢ acl a a
naaeulagn1sisuan1zreunIediasizs 3nslaedsy gaumaiives Column 31N
40 °C WJu 25 °C (eaumnivies) wagrnismaasaguiiesiude 4.1 Welnszimusuiaaiseangns

carbaryl Tugsaza18f19819 YINaNISIATIERANIANIAUIUTIAIREY (Mean ; X ), d1uldgauu



UM 5574 (Standrd deviation ; SD) wazSosazA1utT8UUNINTFIUFUNUS (relative standara
deviation ; % RSD)

5.2 #579@9UAT Ruggedness
yaeulasnsiUABY Column 910 Column Zorbax Eclipse XDB-C18 watdusigudnan

4.6 JaAwns, ANNE1 250 daaluns, partical size 5 lulAsiuns Wy Column Zorbax Eclipse XDB-C8,
YIAFUHIAUENAT 4.6 Tadiuns, ANE1Y 150 Tadwns, partical size 5 1ulAsums ¥nsneass
wWudeatude 4.1 WielnseiviuSunauaseangns carbaryl luansazgatediesng dwanisdiasieid
IFunduanmiAads (Mean ; X), dauidosuuuinsgiu (Standrd deviation ; SD) uaz¥esarainy
Lﬁmmummgmé’mﬁuﬁ‘ (relative standara deviation ; % RSD)

5.3 ATUIUMIAT HORRAT 404 robustness Wag ruggedness laglnuginsgausuan Precision
183 AOAC, EU uae Codex vouiufl < 2 Aualagld aun1sd 1

6. NIATIIABUANYNABY (accuracy) VOIIBNTS
6.1 WwIvuaIsazay stock teach
W3EUATSAZAIBYDY stock VBIENT technical grade carbaryl Tiilanududuiuntuen
(5 mg A/mD Tnedsans technical grade finstuuSunafiuiueu wiin 1,292.52 fadnsu ldlu Beaker
YUIA 100 HadnU Winazatenig Methanol (HPLC grade) d1wansazangd volumetric flask vu1n
250 fladans weliazanedie w3as Ultrasonic bath Uszanas 10-15 wiit anndushandenial3lvnsud
gaunnivies USuu3unsaag Methanol (HPLC grade) aufislinuSuns werlvidniu agldansavany
stock teach
6.2 LW3UEITAYas stock sample
W3BLATAzANY stock VOIENIHANST carbaryl 85% WP TidAnududufintuen

(1 mg A/m) Tnedaseenandndng carbaryl win 1,176.47 Gadnsu ldlu Beaker 2w 100 fiadn3u
Wnaganesie Methanol (HPLC grade) swansazateg volumetric flask vu1a 1,000 fiadans wenlw

[% [V

azanesiy 1A3e4 Ultrasonic bath Uszanas 10 - 15 wil annuuthunasiislilimdungumngivies Usu

U
U3U103918 Methanol (HPLC grade) aufislinu3unns wenlmdniu aglaansazans stock sample
6.3  WRUUAITATANULNRATINTINUINTTIY
WlENANTAZAeN 3 SEAUNAMINTY 0.25, 0.1 war 1.5 Hadnsuseliadansasaunqy

929n151991u Tae YwUnansazane stock tech (U8 6.1 ) 1.25, 5 wag 7.5 Jadans asbu volumetric

flask au9 25 Taaans USulsuinsnag Methanol (HPLC grade) wenlwaniu nyesansazaisninsgs



1AN1Y Syring filter membrane aua 0.45 lulasiuns asluvin vial au1a 2 Jadans warinludadn
1304 HPLC Tnedosdsuanundudi
6.4 wisuasazaneifiemen origin
InetiUn @1vazany stock sample (19 6.2) USuns 10 1adans aslu volumetric flask
yun 25 Jadans $1uau 10 91 USuUIumseae Methanol (HPLC grade) WAL nTBsEITATANY
FmSouldnau Syring fitter membrane wua 0.45 Tulasuns asluwan vial vua 2 Jaddns uwdnly
daituades HPLC wUinm carbaryl Ingifisuiunsininasgiu (e 6.3)
6.5 ngammiasmm‘ﬁ@mm recovery
6.5.1 Unarsavans stock sample (19 6.2) Usuns 10 fagans adlu volumetric
flask 2 25 fa8aAT S 30 91
6.52 UtUn arsazany stock tech (T0 6.1) U3 1.5, 2.5 uaz 4 Taddns aslu
volumetric flask vun 25 Saddns Aiflansazans stock sample origin ¢ 10 dadans IR
15u& sdhsaz 10 91 (0 6.5.1) USuU3umsie Methanol (HPLC grade) wenlsidniy nsos
ansazanefiwseuldiiy Syring filker membrane wwn 0.45 Tulasiuns adluaan vial auin 2
fadans udiludadniaies HPLC wUsunn carbaryl Tnewfieufunsminnsgiu (e 6.3)
6.6 n13UsEfiuAT accuracy 990 % recovery lagniAUSinaanseengvs carbaryl Fduen
origin waz spike (18 6.4 uaz 6.5) LINANRABLAZAIUIA % recovery lngAdosagluyie 98-102 %

ANULARITINITNAITUNVDY AOAC dmSUa1sRRUSUIUNINAIT 10 % NISAIUINAINANNIST 2

% Recovery = [(Conc.spike sample - Conc.Original sample)/Conc. added] x100 aunIsi 2
- auazaaIun
ITYILIAN nanAy 2557 — U8 2558 71 1 Y

[y

douivinmsneaes Vet JURnsiieseninglinensinuns

nauimLIN1SRTIERUNLardIdeN1IHER

VU a v

AN ITYLATNAILINTNEATIIAN 3



8. WAaNITNAABILAZIIT

[

1. WaN1MAFIUNIANIIENMANEYBUATDY HPLC Tun1snstadnsieninglinunisinuns

carbaryl

Taaneiwmunzadlunisldnuusansas HPLC §nsratavds DAD Tun1suingia

[

a L3 N a o dl' o &
WATIEHIngUNY carbaryl lngAiuANan1IEnITviNUYeLATes HPLC fsil

Column : Zorbax Eclipse XDB-C18 WNALEUHAUENA1 4.6 adluns,

AL 250 fadlums, partical size 5 lulAsiuns

Mobile phase ; Methanol 55% : water 45%
gnsn13lvia (Flow rate) © 1.00 fadans/ui
Stop time © 10 WA

gaungimeauy (Column Temperature) : 40 B4ALYALTYA

U311m5713n (Injection Volume) - 1 lulasans

AINETIARY (Wavelength) © 254 unluluns

RT (Retention Time) © 8.158 w1

$17157979 (Detector) : DAD (Diode Array Detector)

1

2. NAN1IVAABINUINLATUILATUNIUYBIEITUINTEIU carbaryl TildmaI peak SUNIU WEAS

118 specification/selectivity 918 fauaaslunInig 2

8.158 - Carbaryl



o
AH 2 1ATUNIATUNTUVBIANTUIATEIU carbaryl

3. Namsmfaaaa‘uﬂ%mzuﬁLmuauﬁuaemsmmd’u%’uge (Technical grade) Carbaryl

3.1 A1 % Relative Percent Different (%RPD) ¥a4 peak area asumsgu C1, C2 &

ANkILAY 3 % PAaLARIlURNSI9N 1

A9197 1 N15UsEIILAT % Relative Percent Different (%RPD) VDIEUINIFIU Carbaryl

std. | mg. peak area average %RPD
C1 29.0 205.1963 204.6983 0.487
Cc2 26.5 204.2000

C1 29.0 136.7023 136.8759 0.257
Cc2 26.5 137.0495

C1 29.0 194.1761 194.2056 0.030
Cc2 26.5 194.2352

C1 29.0 170.6837 171.5384 0.996
Cc2 26.5 172.3931

C1 29.0 177.4500 179.0990 1.841
Cc2 26.5 180.7479

C1 29.0 181.0821 181.3102 0.252
Cc2 26.5 181.5383

3.2 f1 % @1399nqn5 carbaryl Tuansazane technical grade Aaewiniu 96.71 %

AILAAILUANTIN 2

M3 2 ALREY % @1599naN carbaryl Tuansazane Technical grade



#19a%a18 Technical grade % Technical grade
T1 94.99
T2 97.27
T3 95.97
T4 97.78
T5 98.16
T6 93.86
T7 97.47
T8 95.09
T9 99.80
T10 96.71

Alade 96.71
SD 1.762

4. wan1snsrdauauudunse (range/linearity)

4.1  HaNIAAOUYIVBINTIA (range) Hrsanududunsinsaunguainauidud

0.25-2.50 §adn5uUmoladans MAILandtun1s1en 3

A15191 3 929831550 (range) Tiarlugnsaududi 0.25-2.50 me/ml

AMULdNdY (mg/ml) Peak area level
0.25 47.58766 1
0.50 64.88194 2
1.00 95.36502 3
1.50 122.7387 4
2.00 156.1773 5
2.50 186.1181 6




200
180
160
140
120
100
80
60
40
20

R?=0.9994

Peak Area

0 0.5 1 1.5 2 2.5 3

Conc. (mg/ml)

ANH 3 N1IRTIAOUTIIVBINTTIA (range) wanInIliInIgIUvasaNsazate carbaryl Tugaa

AUTNTY 0.25-2.50 mg/ml

4.2 wansnaaauAududunse (linearity) Tven linearity Tuansaadaudy 0.25 - 2.00

faansusaiiadans lasila1 Correlation coefficient (r) winfu 0.999 (neusieausui correlation

coefficient (r) > 0.995 (AOAC)) FaLanImISI9T 4

a1519%t 4 eusludunss (inearity) Terlugiannandudu 0.25-2.00 mg/ml

AMALNTY (mg/ml) Peak area Level
0.25 47.58766 1
0.50 64.88194 2
0.80 84.99805 3
1.00 95.36502 4




1.50

122.7387

2.00

156.1773

180
160
140
120
100

80

Peak Area

60

40

20

R?=0.9981

0.5

Conc.(mg/ml)

15 2 25

] & o . .
AN 4 N15FFTINABUAMMUULAUNTS (Uneanty) LLﬁmﬂi’]‘V\lmmgm‘ummiasma carbaryL

5. NAN13M3IAEBUAULLIULT (precision)

1A8ATIAFOUNITNIUGT (repeatability) Aanandlunisned 5

Tutsanuutu 0.25-2.00 mg/ml Iaadian Correlation coefficient (r) iy 0.999

5.1 WaNISNAERUNIAT precision UBIISIATIZYNIUTUIAL carbaryl 91 3 ALTNTU

m15197 5 WWesldudanseangmd carbaryl Ainsaanu 7 3 AaudNdy 91nn1sIuLn ( repeatability)




AMULINTY 0.25 mg/ml AMULNTY 1.0 mg/ml AMULINTY 2.0 mg/ml

n | tudn (me) | %insrawy | thwth (me) | %iiasaanu | dwmidn (me) | %finsaanu

1 7.6 85.67 29.7 87.17 59.0 85.60

2 7.8 85.37 29.8 85.37 58.9 85.73

3 7.9 86.05 29.8 85.41 59.5 85.67

q 7.7 86.97 29.9 85.46 59.3 86.44

5 7.9 86.09 29.7 86.94 59.3 87.51

6 1.7 87.29 29.4 87.41 59.5 85.45

7 7.4 87.21 29.9 85.54 59.3 85.58

8 7.7 85.46 29.6 85.44 59.2 85.07

9 7.5 85.29 29.8 85.08 59.4 87.31

10 |74 85.12 29.8 87.36 59.7 87.29
Mean 86.05 Mean 86.12 Mean 86.17
SD 0.826 SD 0.963 SD 0.899

N19KIIVEFDU precision ﬁa&ﬂugﬂﬁuaa repeatability Ao N1IrTIvdeuANUlNALABiUTENIN

aNIATIETTanIHalUIUVEY % RSD UazA1uIA1 HORRAT anndayaianunvesnisnaaesla

N15Us2LaUAN precision 1aglyd HORRAT

HORRAT = % RSD experimental
Predicted Horwitz RSD

AU %RSD (experimental) ANEAS

%RSD (experimental) = (SDx100)
Mean
= (0.896x100)
86.11
= 1.040
\ila Mean = 86.11, SD = 0.735

AU Predicted Horwitz RSD fnulgns
Predicted Horwitz RSD = 0.66 x 21051080

Lﬁa C (Concentration ration) 0.861

Predicted Horwitz RSD 0.66 x 21051080



A8 HORRAT augng

HORRAT

= 1.350

% RSD experimental

Predicted Horwitz RSD

1.040
1.350
= 0.770

INMIMAGBUMAN precision flagluguves repeatability léiin HORRAT = 0.770 < 2

LNUNEDUTU HORRAT < 2 (AOAC)

5.2 HaN1TVIAEOUNIAT precision U093I5LATIFINIUTIINU carbaryl 91 3 AULTNTU

1MnTI9@8UN5YIND (reproducibility) fauanslumsnen 6

M15197 6 LUasludasoangms carbaryl Ainsranu 7 3 Anududy 91nn15vi9n (reproducibility)

n | AuNdY 0.25 mg/ml AMULNTY 1.0 mg/ml AMULINDY 2.0 mg/ml
dmtn (me) | %fimsaawy | dwin (me) | %iiasaany | dwidh (me) | %fimsrany
1 |76 86.33 29.7 86.57 59.0 86.93
2 |78 85.31 29.8 85.73 58.9 86.99
3 |79 86.16 29.8 84.45 59.5 87.19
a4 | 7.7 86.49 29.9 87.21 59.3 85.17
5179 85.12 29.7 86.33 59.3 85.32
6 | 7.7 85.38 29.4 85.31 59.5 86.71
7 |74 85.91 29.9 86.04 59.3 86.51
8 | 1.7 86.07 29.6 87.17 59.2 85.90
9 |75 86.93 29.8 86.05 59.4 86.24
10|74 87.10 29.8 86.65 59.7 86.26
Mean 86.08 Mean 86.10 Mean 86.32
SD 0.669 SD 0.846 SD 0.690

NM39@8Y precision Magluguves reproducibility fie n1snsiaaeuaulndlAssiusening




¥ o
o

ToYaIATIENTBUAAINAIUTUTDS % RSD hazA1uInA1 HORRAT 1NU0yavsniAvaIn1TNAaeet)

[

AEITNITIAY PAINNNNSNAABIATILIN 10 TU teAAIT

n15UseKiuAn precision 1agly HORRAT

HORRAT = % RSD experimental
Predicted Horwitz RSD

A8 %RSD (experimental) AUEAS

(SDx100)
Mean

(0.735x100)
86.18

0.853

%RSD (experimental)

\jio Mean = 86.18, SD = 0.735

AU Predicted Horwitz RSD AN3IgAS

066 X 2(1-0.5 [Og C)

Predicted Horwitz RSD
0.862

e C (Concentration ration)

Predicted Horwitz RSD 0.66 x 2105108

066 X 2(1-0.5 [Og 0.862)

= 1.350

A8 HORRAT augns
HORRAT

% RSD experimental
Predicted Horwitz RSD
= 0853

1.305
= 0.632

NMNAABUINAT precision Tiegluguues reproducibility 1¢iF1 HORRAT = 0.632 < 2

WNAIEaUSU HORRAT < 2 (AOAQ)



25 °C (grunilvioq) dananslupsai 7

6.

NAN19MFI96DUAT robustness/ruggedness

6.1 NARTIVABU robustness IMNMIYFuanzlneUaswauMIves Column a1 40 °C 1T

A13197 7 WWesldudanseangys carbaryl insianu 7 3 ANULNTY 91NN19MTIVEBU robustness

n | AuNdY 0.25 mg/ml AMULINTY 1.0 mg/ml AMULNTY 2.0 mg/ml
dwtn (me) | %finsnany | dhwtin (me) | %@asawy | dawth (me) | % Aimsrawy
1 |76 84.20 29.7 85.33 59.0 86.46
2 |78 83.16 29.8 84.00 58.9 84.32
3 179 84.91 29.8 86.37 59.5 84.47
a4 | 7.7 85.23 29.9 85.18 59.3 84.44
5179 83.87 29.7 84.99 59.3 86.48
6 | 7.7 83.83 29.4 84.58 59.5 84.14
7 |74 84.83 29.9 83.61 59.3 84.13
8 | 1.7 85.80 29.6 84.02 59.2 84.59
9 |75 83.11 29.8 83.41 59.4 84.24
10| 7.4 85.51 29.8 84.93 59.7 84.05
Mean 84.45 Mean 84.64 Mean 84.73
SD 0.951 SD 0.904 SD 0.932

N"35M31a8Y precision Nagluguves robustness fip N1snTIvaeuAIMlndlABsiusEnINteoya

MiAsgvigTauaninaluzures % RSD wagA1wIMAT HORRAT 9 NUayanianinvein1snaaes 1agn1s

Wasw Waswaaumgiives Column a1 40 °C 18u 25 °C (aaumqiiviod)ld

n15Us2LaUAN precision 1aglyd HORRAT

AT




HORRAT = % RSD experimental
Predicted Horwitz RSD

AU8d %RSD (experimental) AUEAS
%RSD (experimental) = (SDx100)

Mean
(0.929x100)
84.61

1.098

\jio Mean = 84.61, SD = 0.929

AU Predicted Horwitz RSD Anulgns
Predicted Horwitz RSD = 0.66 x 2105080
0.846

Lﬁa C (Concentration ration)

Predicted Horwitz RSD 0.66 x 21051080

= 1.354

A8 HORRAT augng
HORRAT

% RSD experimental

Predicted Horwitz RSD
= 1.098
1.354
0.811

PNNITNAABUNIAT precision Viagﬂugﬂﬁum robustness 19A1 HORRAT = 0.811 < 2
LNauEoN5U HORRAT < 2 (AOAC)

6.2 HWANIIMTIIFBU ruggedness PINNINAaeEISNsasuAsesdetnsest an
Column Zorbax Eclipse XDB-C18 4.6 X 250 mm 1Ju Zorbax Eclipse XDB-C8 4.6 X 150 mm #4

LAAIIUAIS97 8

o s & ea PN I
A998 LUDSITUANATIANU N 3 AMUYUVUIINNITATIVEDU ruggedness

n | Aududy 0.25 mg/ml AMUINTY 1.0 mg/ml AMUTNTY 2.0 mg/ml

Untn (mg) | %Nnsawy | Uantin (mg) | Wwiln (mg) | %NATaWY | Uniin (mg)

1 7.6 85.84 29.7 84.42 59.0 85.38




2 7.8 85.89 29.8 87.44 58.9 85.38
3 7.9 83.90 29.8 85.04 59.5 83.96
4 1.7 84.78 29.9 83.92 59.3 84.51
5 7.9 85.51 29.7 84.93 59.3 85.51
6 1.7 86.00 29.4 84.12 59.5 84.93
7 7.4 84.64 29.9 85.33 59.3 85.13
8 7.7 84.16 29.6 84.71 59.2 85.25
9 7.5 86.04 29.8 84.94 59.4 85.33
10 |74 84.31 29.8 85.06 59.7 84.75

Mean 85.11 Mean 84.99 Mean 85.01

SD 0.835 SD 0.968 SD 0.485

N13MTI9d8Y precision ﬁagﬂugﬂmm ruggedness Aa NMInTIvdRUATIINGLABITUTEN IS Toya
1’7i3Lﬂi’wﬁsgﬁimamwahgﬂmm % RSD WagAuIniA1 HORRAT f\]’]ﬂ%@%aﬁﬂﬂmmﬂaﬂﬂ’ﬁﬂﬁaaﬂﬂEJﬂWi
Wasue3esflediasizian Colurn Zorbax Eclipse XDB-C18 4.6 X 250 mm Wu Zorbax Eclipse
XDB-C8 4.6 X 150 mm iendail

n15UseksiuAn precision Iaaly HORRAT

HORRAT = % RSD experimental
Predicted Horwitz RSD

A0 %RSD (experimental) AEAS

(SDx100)

Mean
(0.763x100)
85.04
0.897

%RSD (experimental)

\jie Mean = 85.04, SD = 0.763

AU Predicted Horwitz RSD AN3IgAS

Predicted Horwitz RSD 0.66 x 21105108 C)

Lﬁa C (Concentration ration) 0.850

Predicted Horwitz RSD 0.66 x 21051080




= 1.353

A8 HORRAT augng

HORRAT

% RSD experimental

Predicted Horwitz RSD
= 0897
1.353
= 0.663

PMNNTNAFBUMAT precision ﬁa@ﬂugﬂmm ruggedness 1AM HORRAT = 0.663 < 2

WNUMEBUSU HORRAT < 2 (AOAC)

7 WANMIATIVEBUANYNABY (accuracy)
N13UsEUAT accuracy UBI3I5N15 9N % recovery Tnen1sunAIUTINAET8ONGVD

carbaryl 71ue origin kag spike 1IMANAALAYAIUINAT % recovery tauAIRBIagluYIe 98-102

% MIULAMIINITNANTUNENSUFSRRUILULNINNTT 10 % Ue9 AOAC falanslumis1ail 9

M131991 9 ToUATAIINTIAINU (% Recovery) Uas carbaryl

Al content (..mg/25ml)

Conc.added Conc.added Conc.added
n (7.5 mg/25ml) (12.50 mg/25ml) (20.00 mg/25ml)




Origin | Spike | Added | Origin | Spike | Added | Origin | Spike | Added

1 12.79 20.17 7.50 12.58 | 25.15 | 12.50 12.25 | 32.80 | 20.00

2 12.68 20.28 7.50 12.61 | 2498 | 12.50 12.38 | 32.86 | 20.00

3 12.64 20.02 7.50 12,51 | 2491 | 12.50 12.34 | 3258 | 20.00

4 12.68 20.09 7.50 12.51 | 2473 | 12.50 12.34 | 32.36 | 20.00

5 12.66 20.06 7.50 12.52 | 24.76 | 12.50 12.39 | 32.36 | 20.00

6 12.64 20.22 7.50 12.58 | 2497 | 12.50 12.29 | 32.36 | 20.00

7 12.64 20.08 7.50 12.64 | 25.05 | 12.50 12.29 | 32.36 | 20.00

8 12.68 20.07 7.50 12.61 | 25.04 | 12.50 12.38 | 32.42 | 20.00

9 12.73 20.08 7.50 12.64 | 24.45 | 12.50 12.37 | 32.29 | 20.00

10 12.72 20.08 7.50 12.62 | 24.71 | 12.50 12.37 | 33.02 | 20.00

Mean 12.69 | 20.12 7.50 12.58 | 24.88 | 12.50 12.34 | 32.54 | 20.00
SD 0.049 | 0.081 0.049 | 0.212 0.049 | 0.261
%RSD 0.385 | 0.401 0.390 | 0.851 0.395 | 0.804

%Recovery 99.07 98.40 101.00

N1SANWIUAN % Recovery AIUIUANENT AI

[

% Recovery NIANUILTUA
% Recovery NIANUILTUNATS
% Recovery NIAMULTNTUGS

% Recovery La?%EJ = 99.49

% Recovery = (Conc.spike sample — Conc.Original sample) x 100

Conc. Added

20.12 - 12.69 X 100

24.88 — 12.58 X 100

7.50

32.54 - 12.34 X 100

12.50

20.00

99.07

98.40

101.00

INANTNAABUNIAT accuracy ¥8935n15 310 % recovery LA % recovery Winiu 99.49 lay

Aflaaglutae 98-102 % muinaugin1siAIsudmTuasniUTIIauINNI1 10 % Y89 AOAC (11314

AANUINT 1)

9. ajunan1maassuazdalauauue




[y

nsnsiaaeuauldliveifimetingliiunisinens carbaryl lngldinatiads HPLC #in397n

(%

28m DAD HAN1MNISVNNUTBLATe HPLC #ail

Column : Zorbax Eclipse XDB-C18 wu1ALdURNAUENANS 4.6 Tadiuns,

AN 250 fadlums, partical size 5 luasou

Mobile phase ; Methanol 55 % : water 45 %
9n3n13lvia (Flow rate) © 1.00 fiaddns/ui
Stop time : 10 w¥l

gaunnimeauy (Column Temperature) : 40 B4ALYALTYA

U31105730 (Injection Volume) . 1 lulpséng

AINETIARY (Wavelength) © 254 Wlumng

RT (Retention Time) : 8.158 Wil

$10157979 (Detector) : DAD (Diode Array Detector)

$A1 Range (¥19v0911577) Wudunssludisanududu 0.25-2.50 me/ml i linearity (A1
Wudunse) Tudrsanududy 0.25 - 2.00 mg/ml Tawila1 Correlation coefficient () iy 0.999

(neusieansuil correlation coefficient () > 0.995 (AOAC) NM5ASIAABU precision (A1UWLUEN) V3

o A ! 4

N193tA3189 carbaryl lundnduanarsidndngiy ndua1sunum gas WP dd1 HORRAT Tuguves

Y q Y

repeatability (\13M7ug7) waz reproducibility (N15%191) e WAty 0.770 waz 0.632 Augrsu
(.neugieausu HORRAT < 2 (AOAC)) N13M533@0UA1 robustness/rugedness Tuguves precision e
HORRAT 111U 0.811 hag 0.663 M1ua1aU (Lnedginausieansu HORRAT < 2 (AOAQC)) N15ASIAE0U
accuracy (A31UQNABY) VBIITNITIINAT % recovery WUI1 % Recovery Wi 99.49 % Funaudt
geusudmsuansifiusunamnnit 10% ag/luY39 98-102 % (ACAC) MNKANITIATIEVALATIVADUAN

#1497 lakn rang, linearity, precision, robustness/ruggedness wa accuracy agluinuaiinunLay

v
U L4 ¥ 1

v VY o ada ¢ 1a AV Y @ adda a v I o oA A
EJ@N?UIW AIUU 153LAT 1T UTUN carbaryt 1/]19]L‘Uu’]ﬁV]WEj"UuLLa'J'J']ﬂJﬂ’JW@JQﬂG]@Q LUUYT UTDDD LAY

agluinasiimuakazeenuldnunaginiseensuaina aunsad i duisunsgudmsvimeey

v a o ¢ o v o A

NAFBY AN % A1580NVBEMHUNENSusansIInANIINY carbaryl YaeiBalfiuRnsinglifiun1sinuns

Y 9

nauiaINnsIaeuiivkarladenisunds ddnideuasimuinisinunsiand 3 1o



10. nsiRanuIdglulguselevd

4 A

10.1 1353 UATIe9 carbaryl ifgatndvindianugnsies wiug auuasgiuang wazdu

Peausulusyauana

v av

102 awsalfduiduinsgiu dwsuiesfiRnsinsiinglifivnisnsinens d1nide

q

a v L3 0o v

wazimuINsineasuai 3 lunsisgeumysuiuansesnans carbaryl lundndusiansidndngiion
Imdhglurewain uagiven1sveluneileu

103 nwasnslaldndnduaansidauuainiauniniaslaunsgi

[ VU a v

104 w3suANUNSaNveWiRaU URN TR eingifiunenisinens §1nIdunas

WALIN1SINYATIAAT 3 dn155UTeUIMIgIU ISO/IEC 17025

11.  +BNE15919949

NITNTIASITUAY. 2558. AUUABAAEAIUDINT (Food safetr)/a15AN19ALUAINGUAITUN
L3 @ (Carbamate Insecticides). (Fu# dudu 24d3au1an 2558 a1n : URL
http://www.fda.moph.go.th/project/foodsafety/tox3.htm

fimassa Tetfes. 2549, wurUfuRn1magauANgndetvasisiasziniuaiilnefes
Uﬁﬂ'ﬁﬂ'}ilﬁﬂ'} (A Practical Guide for Single Laboratory Method Validation of Chemical
Methods). NSIANYIFEATNITHNNE NTENTWEASITUGY : WUNY3

Aoy noipAuned way 9587 Sauuun. 2558, carbaryl. (Yufidudu 22 e 2558) 970
: URL: http://www.foodnetworksolution.com/wiki/word/2171/carbaryl
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http://webdb.dmsc.moph.go.th/ifc_toxic/a_tx_2_001c.asp?info_id=297
http://www.cdpr.ca.gov/docs/emon/pubs/fatememo/carbaryl.pdf
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10. 7ANUIN

LNaU9iN1580U5U Recovery
The AOAC Manual for the Peer Verified Methods Program (1993) lafvuauianig

FUSURTUINTEBUSU % recovery laginld mumsnen 1 @inassa detles. 2549)

A1519% 10 Analyte recovery finnadudusing 9 (a1 AOAC)

AMUTUTUYDY analyte % Recovery
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




