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1.4alATIN153Y wnuIdgLagsimudatunsnGnniansinyms
2.1A53n15338 NIRAILININTFIUTLUUATIDIATIYNBLAs TN TNEANIN TN YA
nanssul, WAWININ I3 8ide Y Au U1 @a158un38 @13AIUANNITLASLAULA
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A958R LAz INgoUATIUNINNITINYAT

9

fanssudey 1.5  MTIdsuavinunallansnsIvdeuiusemaniag ingiliiunienisinuns

3.39MmnAaad (Melne)  1.5.4 asyaaeuanuldlaveditinseingliunisinuns Dinotefuran

Fan1smeans (nM199nqE) Method Validation of Dinotefuran in Pesticide Formulations

4. AnzgAnduau

PINUINITNAAD 28995911 MUV FINAANUNIYNAUIUITENISHAANINITAWH S
et LY ey Nedazidyn fanedinideianundadunisnianienisinens
5.UNANYD

mamsaseualiliveisinneiasesngus lalufiusu (Dinotefuran) vnsasiadoude
wialla High Performance Liquid Chromatography (HPLC) T9diias19duviia UV detector (VWD)
Aodw1l C-18 ( AEC-C18-PFP ) ldanefiungaunesiziasizdt Ao §ns1n1siva 1.0 Aaddns/und
9n 318U Mobile phase ihieumIuea (70 : 30) Aus AR 270 wiluiuns gauuniineauil 40 oA
waldea Ysuiunsde 10 lulasdas nanlunisda 4.0 uai wan1sveass 1aA1 Rang 439ANLTNTY
0.025 - 0.250 Hadnsu/ladans A1 Linearity 1A129A10WNTY 0.050 — 0.250 dadnsu/ladans dan
Correlation coefficient ® Wi1iu 0.99994 Taeinugigausu AOAC A1 r > 0.995 A1 Accuracy Mlaann
% Recovery finududu 3 sziu #9 0.05, 0.10 waz 0.15 fadndu/Aadans Sawvaiu 99.74 \nasi
g0UTU AOAC %Recovery LY11U 98 — 102 N1573LA 518991 (Precision) Tnold Repeatability/
Reproducibility 1aA1 HORRAT w1y 0.32 kay 0.44 AMUAIHU LaznTI19douAULLTwesds Tngld
Robustness/ Ruggedness lafA1 HORRAT 71U 0.31 Wway 0.35 AMUA1AU LNggausu AOAC A1
HORRAT < 2 9 nuanTTAdaUNISTmeSH1eY aflunmuiseniuld dedu Ssannsoiisinsmeidluly
Hudtiesgiulunsnnaieneiasesngn’ aluiiyusu lundefasiingsunmenananwns dmdu

el UANTIATeiveInsiivInsinyasivdunasiardiugiinin aaenauvieslusiniseaun



6.7

Iotuiivusu uansidauuasdngiia neglungu neonicotinoid Wuansmdnunaviingady i
HARBN1TINUVBITLUUUTZAMAIUNA N VBILUAIAR T Y wdnlusussnmsdeiuddannisadlsyam
silsluBniwaduszamuisilfuuaadusimauazmeluiian songrimiauuasiuuugnimewasiu
e daldinduarsifianaudufiviies ffiwdsundunisiin myismig) 2,804 un/nn msiands
1A 2,000 un/nn a@nansaidauuasdngivlavatgvin lnsanznduuuasuinge 1y wmasnszlan

Frmna wAsdndu wasland wAsseu wuawwnu waslid Wudu drunldduivlevateUseinn

o a v 1

WU 917 T1IlNe ALY USEAlAa neranud &1 urdig nenlve 917 Yo #he wealy ldeenwazldusyeu

vl (f5u13,2553) laluiigusulien1aunll Ae (RS)-1-methyl-2-nitro-3-(tetrahydro-3-furylmethyl)

guanidine (1158 UUIUPAC) Hlignsn1aiail Ao CHigNOs Hlignslaseasieniu andsenaui 1 ais
a La o a H o o ya

UIgnsllanvauensdvnd azanein uazavargludiviazats (Solvent) lad figanasuivad 107.5 aeen

wadua asanmlERluan1ae? pH daud 1.4 - 12.3 (Anonymous,1993)
H H
O/J\/N m/N “CHj
N~Nno,
awUsznaud 1 gnslassadrsveslalufiyusy (Anonymous, 1993)

nsnTvdeuAMnmUSINalaluiinusy $353m1ein1uisuinsgiu CIPAC Handbook Vol L
ﬂ'nzéuaqt,ﬂ'%aqmmi'%mmgm Ao lYwaila High Performance Liquid Chromatography (HPLC) 14
n5299ueln UV detector (VWD) aaautl 250 X 4.6 mm (i.d.) Water Symmetry Shield RP8, 5uM 1%
NNLVRIIDINATIEY 9R31N1TINa 1.0 Uadans/u1il 9ns1d@i1u Mobile phase dhsowmiuea (80 : 20)
Wavelength 270 wiluins gaungineauy 40 *esmwaidea Usuianisda 10 lulasdns vanlunis

15 417 (Dobrat W. and A Martijn H. 1988) #su19asan1svimuisuinsgiuldaunsaianulanavun

(%
Y

~ A a ¢ ¢ v aa | aa =~
Lu@fl'ﬂqﬂ‘ﬂqﬂLﬁi@QN@LL63QUﬂ§m LGUUQTJﬂimmmﬁﬂﬂ‘U’Jﬁ@quﬁiﬂlulelll VUNBDUIBTATTUAINUYIA AT

[ U k% (3

WATIBIEIAINIY FatUn1sUTUUTITRINIIR AT slinnud Ay A ugIATIeY wae N13ATIREaY

o

a

auldldveidinsesniluitanuauauamegrmisvesiaaufuRnsinszivagey Auseidiu



LY

AT MU eiUTInaaseengnsialuiyusulundndueingdnseniainisinuns
ans WP Inewatia High Preference liquid chromatography (HPLC-UV) 14 Column C-18 ( AEC-C18-
PFP ) unu Column Water Symmetry Shield RP8, 5uM USUlUag U1z v09AT03 Laatindnsidiuin
1 < 1 o a 2/ ada ¥ o |

AotunIuea WU 30 e 70 lawadunisnsadeunnuldlaueitnaaey mudemninuanieg 1
Method Validation innsnageu lein 42998301530 (Range) Yremiluidunss (Linearity) n1snsiaaau
ALY (Accuracy) LagnMISASIINUTBS (Precision) WarANLLTIIDTD (Robustness/Ruggedness)
(Huber, 1998) uanaindnisnageuduiulumudeivuaniuuinsgiuies jUAng ISO/IEC:17025

mauawﬁaﬁ 5.4.2 wag 5.4.2 (Usunu, 2554)

7.35aL0uns

gunsal

—_

1384 High Performance liquid Chromatograph fifn193uiin UV Detector
Aeawlvlla ACE 5 C-18 — PFP ( C-18)

wSeadsaziden 4 sumds (@sldszau 0.1 fadnsy) Alunisaeuniou
Ultrasonic bath

IAU3LAs VA 25, 100, 500 wag 1000 3adans (class A) filunsaeuliieu
s vum 2, 3, 4, 5 wag 10 Hadans (class A) feumsaoutiiou

Unnes aum 100 fedans

Vial 9u1m 2 1adans

W o N o kRN

N33IYUNTB

GUHGH
1. ansussgiulaluiivlusuaiuuians 99.9 %
ansudug (Technical material) ve4 lalufiyusu gns 99.9% min. Tech.

fegenandaugivaslaluivlusy gns WP (10% w/w)

A LD

ansazangunuea (Methanol HPLC grade)

ad
/N3

1. M15as9aauUsNIunLLUaUYBIaN5eangNs Technical grade Dinotefuran

1.1 mMsUSussaniziaies HPLC-UV



Column - ACE 5 C-18-PFP
Mobile phase : Water : Methanol (70 : 30)
Flow rate : 1.0 ml/min

Column temperature  : 40 °C

Wavelength 2270 nm
Injection volume 210 pt
Run time : 4.0 min

1.2 nswiseuasazaneunsgulaluiinusy

Feansunsgulaluiinusudsiaasesngys 10 Jadniu 91w 2 91 (Co,Cp) a9

a

Ty nUSuIRsIUIe 100 HadanT aratgmleunIuea e lmdniuaie ultrasonic bath 5 U1 Uase

Wiansazanguuiidndgamgivies USudsunsmelumiuea

Y

a

1.3 manseuasazawansialuiiyusu

1.3.1 Feansidudulaluiiusuagnansbidulodeadu Uuna 10 fadnsu dauau

a

10 91 (TC,-TCyp) adluzindnuSunsaunn 100 Jadans azangmeluniuealvg 1 iuniume ultrasonic

bath 5 Wil Yaeelviansazaeusuiuingamumgiives USuusnsaieumiuea

Y

1.3.2 Faansudnsiouet loluiivusu eanarsliluiledendiu Ysua 100 fadnsy

91U 10 91 (tC,-tCyp) asluvIninUsuinsuuia 100 Aaddns avarenigluniuealgn lmannune

ultrasonic bath 5 w19 Yasglraisaralgusuiindamunniivied USUUSUInTaeunIuea n15an

Y 9 Y

ansaranuAsee HPLC-UV

WaUSUAIaN1IZUR9LATEY HPLC-UV 138U508La7 LagIeaunseyy baseline 158
VPaBIRnaNTarasNInIgIu C, kag Cg daduiunaneqass ulaan response factor NANIALAIINNTS
= | o | a | a & = [ a o v o X
AousiazasainannAnaielidiiv 1 % Rntudnansazangvesansidudu lalufiyusy aua1du Al

ASIUUTUGA C 4 Ca, TC1TC 1,TyCh, TC5TC 5, Cola permnnmvrmmnenensssnernssnernsssneeenn

A1SNARNN C 5 Cp, tC1tC 4 1ty Coy tC 51C 5, CaCh ymmremerrreemeeeeeseeeeseeeeeeseeseeeeeeeees
1.4 nsAuInUsinua1seangns laluiinusy
1P8i3191NNNSAUIMUAT response factor (f) 91ngNT

f = SxP

Hs
Tae?l S = Wwndnansuesgiu wideduiladniu
P = anuusansvesansuinsgiu laluiiyusu mhedundudenlansy

H = funldfinvesansazatounsgu laluiivlusuy



NUUAIUINAT % RPD (relative percent difference) 484 response factor U94a158ga
WINTFIUNT 2 91 Fedpalarn % RPD waneneiulaliiu 3 % 21ngns

% RPD = (f of maximum - f of minimum) x 100

f of average
the response factor asfildfunUinamsesangnd 9ingns
U%mmaﬂiaaﬂqwé Ialudinusu (% w/w) = f,, x Hy
W

lned W = dhwthansazatevesasidudu taludiyusu wiheduliadnsy
f.r.= PAREAY response factor YDIAITALANWUIATFIUNG 2 &1

Hy = Nuiildfinvesansaratevesansitudu taluiinusy

2. manyvdeualfldvasuinmasoangilalufiiusugns wp
2.1 M3951980UY29A0TWEURSS (Range/Linearity)
2.1.1 A1 Range

2.1.1.1 wisnasdudulalufiyusuiinsuodifuduiuey uasagnlndude
Werfuudrdsanslifianseengvdlalufivusunasounquanadudutasnsliou 5 avududu dude
0.025 - 0.250 Hladn3udeladans avaneme Wnuea

2.1.1.2 thansazae@aitiaies HPLC-UV fiwdsunnziadesaude 1.1 lnedn
asazangiFeInAnututealuinn

2.1.1.3 Manswlsgmianududuresasazate laludiyusy W X) fu

response (WY Y) Aansanvremnsduidunss

2.1.2 A1 Linearity
2.1.2.1 denanududuiidudunss 5 ssanududuainde 2.1.1 Weglutas
Tndfsansldanuade dufe anududu 0.050 - 0.250 fadnsureiadans avarusswniuea lnedn
ansazansusananududutioslUunndiaies HPLC-UV
2.1.2.2 MonssemInanududuresasazans laludiyusu W X) fu
response (A1 Y) AvsldiAn correlation coefficient (r) >0.995
2.2 MINTIVEADUAIUULIU (Accuracy)

2.2.1 Mswiisuansara1evesasiudugelaluiinusunniuanuusavsuiuey e

q
a o

wW3ewyin blank sample TngwTeuasidutulaluiinusunaiududy 0.50 Tadnsudeliadang azany

AILLUNIUBA LUEIAIBLATEY ultrasonic bath 5 W Ydesliaisazatgusumidngaamgiivies Usu

Y 9

USUIMTAGLUNIUBDALVEN AT AU



a o 1 a a

2.2.2 MIwsENaITazay stock sample ANULTLTY 1.0 Hadnsudeladans
Fandndnet Talufiyusu gns WP U3unm 10,002.4 Sadndu ldadludnines
YU 100 TadANT aza1enIg WNIUea WHIUNTIENTodUIninUsuIng 1,000 faddns weliiiiu
fheie3es ultrasonic bath 5 W1l Yaeslasavansususinggamniivesfuiuasioiuniuea
2.2.3 MIA3BUEITATANY original sample
Ynavazany stock sample 91099 2.2.2 Usu1as 10 Jaddns asluusas
30 USumsvunn 100 dadans $1uau 10 81 Y3uUsunnsdae wniuea weilidiiu wasuddduan
vial w19 2 faddns thaisazanedaduedes HPLC-UV (e O)
2.2.4 nMsmssuansazane fortified sample
1neiin fortified sample fszduaududu 0.050, 0.100 waz 0.150 Jaandu
nodladdns Uiumnansazais stock sample 9100 2.2.2 USuas 10 Jadans asluunazuininlsuing
3u1m 100 fiadans S1uaueteas 10 81 91ntu Jinansazane stock vasansidudi Ioludiusy 210
98 2.2.1.1 USU1915 5, 15 wag 25 4adans A1ua1su adlueindnusuinsauin 100 1adans AUy
az 10 91 aduedes HPLC-UV (lédn F)

2.2.5 n15UsELIUAT accuracy 910 % Recovery

% Recovery = F -0 x 100
C
o F fie Vsnaansleluiiyusuluansazane fortified sample, 1n./1004a.
O fis Usunauansialuiinusuluansazane original sample, 1n./1003a.
C Ao Y3uneu added sample, un.

ALY Fadle % Recovery agllugae 98 - 102% m1xnaud AOAC

2.3 MIATIVABUAATES (Precision and Reproducibility)

2.3.1 ManIsuaisazatsvesatsidutulalufiyusuiinsivanuugniuuuou e
standard calibration curve lngin3euansidudulalufiyusy fimnududu 0.05, 0.10 way 0.15 fadnsu
siofladdns azanefme lWwnuea WwEwheLA3eq ultrasonic bath 5 w1l Uasslwansazasususiadng
gaumgiiviesUsuUsinnsfowmuea welidniu thansazaredadiedos HPLC-UV agld calibration
curve U84 standards

2.3.2 MIW3ENANTaTaNefIg190IanaM Laluiiyusu ans WP

[y |

WS EUANUINYBIENTATA18A881971 0.05, 0.10 way 0.15 Jaansusaiiadans nada

a o o

nandouat Ialuitvusugns WP fwenlimluiedeaiu Usuna 50, 100 wag 150 Tadnsu d1uiumy

Wuduag 10 91 993U 2 ¥a (Repeatability) asluvin Usuinsuwin 100 daddns azateaie wWn1ues



U31195 35 adans weilndniume ultrasonic bath 5 w1 Uaeelviansarareusumididaamgiivies
USuUTumssig wnuea wardaiiniedes GC uazwioudnyanis Inowdsuieieaiiouaziiiasz
(Reproducibility)

2.3.3 WanwimnUinamsesngvis elufiyusy wWisuifsuiueududues standard
calibration curve 99 2.3.1.2

2.3.5 MIANUIUAINNUNL 1I8N15UTZEUAT HORRAT Auans fsil

HORRAT (Horwitz’s ratio) = % RSD #il&a1nnnsiasess

Predicted Horwitz RSD 91nvgu4)
iio % RSD (relative standard deviation) = SD x 100
X
Predicted Horwitz RSD = 0.66 x 21:051¢)

C Ao 9ATIEIUAMUTNTUVDY analyte

2.4 MIRTIVEDUAINUAINUVDIIDILATIEI Robustness/Ruggedness

2.4.1 ¥nswdsuaiasdiedineitniasamililae Mreduiviadeatu neldane
Goulvagnafieniu (Robustness) wazvhnisusuilasuannzvsaadeadntos (Ruggedess) Aowdsy
9931d7U Mobile phase dsewmuea (80 : 20)

2.4.2 mawIouansavansvesasidudy lalufiyusy finsuaruigrsiiuey ievh
standard calibration curve aufiun1sa1ude 2.3.1

2.4.3 MIFSYUATALALAIDNVDNENTUI Laludinusu ans WP

I a a

WaBnAU LY TavaIefie89il 0.05 0.10 waz 0.15 fadnsudeiadans Tnads
wan ot laluitiusu gos We Awgilidudedeaty Uunm 50, 100 uay 150 fadnu S1uauay
Wuduar 10 91 asluvandausunns vuie 100 faddns avatodie wniuea werldidAudae
ultrasonic bath 5 W Uaeelviansavanguumiingemumagiivies USuusunsme wnuea

2.4.4 Apsrgvuiinaaseenays lalufiyusy
Tnednansazansfegnede 2.4.3 Wia3es HPLC-UV wWisuifieuiuaududuves
standard calibration curve 99 2.4.2

2.4.5 MIAUIUAINNUALI 1I8N15UTZEUAT HORRAT auans sl

HORRAT (Horwitz’s ratio) = % RSD 7ilé@1nnnsiasess

Predicted Horwitz RSD a1nmge))

dle % RSD (relative standard deviation) = SD x 100



X
Predicted Horwitz RSD = 0.66 x 211:05050
C Ao 9RTIEIUAUTNTUVDY analyte
S2EZIALATENUTIINITMAREY

v a wa

JLYLIAYININTNARDY faAY 2555 B9 fugney 2556 o iesuuRnsnquaiuimuisyuy

MTIADUAMNININGITYNITINYAT NFUTETngiiun1sinens dinideiaundadonisndnnig

ATLNYAT NTUIVINITNYAT

8.HANTNAADILAZITAL
msnradeunulivesislinsgiviinuasesngnd laluiiusy Tusdndasiansiidnunas

Tnewnafin HPLC-UV Tnen1swseunmisvaaaios HPLC ud Ailun1snsiadeunsiadeundiunieutes
1304 Inef1uany A1 response factor (f) vaensanusay Lheanneadsliiiufovay 1 waz
FunInsITiesinutuneusieldnantaaes el
1. msmqaaa‘uﬂ‘%mmﬁLujuawaamsaanqwé Technical grade Dinotefuran

PnMsiasesuiiviades e waghidiemedenszuiunsnsadeuaylilives
fnaaosdsldtharsanududuganliuny uazdeuiiaginszuiunisnsivasuauldlfvesisazdes
ns1vUaiuiuewesarsialufivusumnududugs Welisulinamsoongysuiueu Tagld
arsazaonnsgiu lalufiusu aauuians 99.9 9w/ W sndusuuisuiiiou iovnuTmadiuiuey
V83619 Technical grade %dmmmmzqLU@%L%uﬁwhﬁ’U 99.9% W/W 91nnsnaaedlinafsnigned 1
wazdAinduvonvadisud 99.21%

A191991 1 WoslwuAvasds Technical grade Dinotefuran

#19a¢a18 Technical grade Dinotefuran Wosiwura1seangnd
TC1 99.93
TC2 99.68
TC3 99.96
TC4 98.23
TC5 98.40
TC6 98.26
TC7 99.79
TC8 99.01
TC9 99.42
TC10 99.46

128 99.21



SD 0.69

2. namsradeuauldldvasUiunuasaangud laTufivusu gas wp
2.1 Mm3naaeursauludunss (Range/Linearity)
2.1.1 N5M933989YU Range
Range tHunsmasanududunieusinaasilinageufiannsodnsziliogig
gnéfosuazusiugl (BsImssas, 2509) M39TIADUTIWBINITIR (Range) Inedanslsiiiioas 0.025,
0.050, 0.100, 0.200 &z 0.250 Wuin Milasulnunsy fenmusznevd 2 wasidlofiansantefidy
Funse 2nn1591n3mlsErinseuuduvesans (Wnu X) AU response (Wnu Y) (nwusenaudl 3) 1
Prefidudunsseglurarennududu 0.050 - 0.250 fiadn3u/lladdns azflanududunsanngs oz
NWUI191AA199 range Tugineaasdudu 0.025 - 0.250 dadnsu/laaans daA1 correlation coefficient

() WinAu 0.99992

VWD1 A, Wavelength=270 nm (DINOTEF1\085-0601.0)

400 -

2:983 - dinotefuran

S
N

| 300 -
200 -

100 +

mwusznaudn 2 lasunlnunsuves laluiyusy



Z . Calibration Curves

Area | dinotefuran at exp. RT: 3.208
5 5 VWDl A, Wavelength=270 nm
1 Correlation: 0.99992
8000 Residual Std. Dev.: 53.42802
1 J Formula: y = mx + b
6000 m: 40702.24369
] . 4 b: -21.38365
4000 - ; x: Amount [ng/ul]
'j 2 y: Area
2000 4
Or——"—"7 T
0 0.1 0.2
Amount[ng/ul]

AMWUTENBUN 3 NT1MNINTFIUAT Range vevaslaluiinusy

2.1.2 n15R9996dY Linearity
Linearity wildainanuduiusseninsamnududu vieUsumaumsiinaaausudagiu
fingradald Fududreiidudunsa lneidonunananududuiilsan Range deazeglugag 0.050 -
0.250 fiadn3u/Aadans vereaududu §eil 0.050 0.075 0.100 0.200 waz 0.250 dadnsa/fiadans
wuansmsenineaududuvesas (wnu X) fU response (wnu Y) (nmUsznoudl 3) asnuin
2NN Linearity Tugisanadudu 0.050 - 0.250 fadnsu/dadans A1 correlation coefficient (1)

WU 0.99994 FarwnugiBousUANNINTEIN AOAC AeliA r > 0.995

Area 1 dinotefuran at exp. RT: 4.542
10000 - 14 | VWD1 A, Wavelength=270 nm
Correlation: 0.99994
Residual Std. Dev.: 48.96905
8000 +
9 Formula: y = mx + b
6000 - 7 m: 38486,01921
] ; b: -12.26291
] 6 : s
4000 -] x: Amount [ng/ul]
] 5 y: Area
2000 -}
¥
0 0.1 0.2 0.3
Amount[ng/ul]

AWUsEnaun 4 nT1ERsgIueT linearity vesvaslaludiyusu

2.2 N1MTIADUAIULLIU (Accuracy)



ANUNALAENUTENINHANITIATIZIINTBN1TNTIVFOUANNBUUITALNTAN LAIINN1TYI
Accuracy Tnen1siTsuliisunaiinsgiitldfuians1eds anndmedraieadu laefiansanain
% Recovery nugnsiude 2.2.5 andunisiagldarsiiograndndom laluiinusy 10% W/W ans WP
Tiifauduty 3 sedu Ao 0.05, 0.10 uaz 0.15 faandureiadans SuIUeENIEE 10 91 SAdILASeS

HPLC-UV lananisnnaes fgfﬂ(ﬂ’]i?ﬂﬁ 2

o | Y] | a o ¢ =
AN3197 2 N1IATIVABUAIUMNIY (Accuracy) Tudognendnsiae laluiinusy



Active ingredient content (mg/100 ml)

a1nau Concn.(0.05 mg/ml) Concn.(0.10 mg/ml) Concn.(0.15mg/ml)
Origin | Spilke | %Recovery | Origin | Spilke | %Recovery | Origin | Spilke | %Recovery
1 11.40 | 10.77 99.73 11.40 | 32.47 100.43 11.40 | 54.12 98.31
2 11.40 | 10.77 101.72 11.40 | 32.47 100.16 11.40 | 54.12 98.11
3 11.40 | 10.77 100.100 11.40 | 32.47 101.31 11.40 | 54.12 98.58
4 11.40 | 10.77 102.13 11.40 | 32.47 100.01 11.40 | 54.12 98.78
5 11.40 | 10.77 100.31 11.40 | 32.47 99.79 11.40 | 54.12 98.27
6 11.40 | 10.77 98.12 11.40 | 32.47 100.32 11.40 | 54.12 98.46
7 11.40 | 10.77 98.04 11.40 | 32.47 99.61 11.40 | 54.12 98.68
8 11.40 | 10.77 103.27 11.40 | 32.47 100.12 11.40 | 54.12 97.15
9 11.40 | 10.77 100.68 11.40 | 32.47 100.15 11.40 | 54.12 98.87
10 11.40 | 10.77 102.77 11.40 | 32.47 99.13 11.40 | 54.12 98.67
%
Recovery 100.73 100.10 98.39
SD 1.79 0.57 0.49
%
Recovery 99.74
LQ%&J

AINNITNAADILTAINUIUTY 3 SEAU Ao 0.05, 0.10 wae 0.15 NadnSusaliaaans tAA1 %

Recovery WU 100.73, 100.10 waz 98.39 muasu wazlian %Recovery e Wiy 99.74 Jawiu

NEaNFUMUNINTFIN AOAC TuY33 % Recovery 111U 98 -102 3INNNSNARBIASAL A8 NI IEIY

Y04 IAlUAYWIY HINMIINT 3 ARUdLTY

23 N1SRTIRERUAILTIES (Precision/Repeatability and Reproducibility)

Juniseraasurmanulndifiesiuseninanisiasigideyati e Precision/ Repeatability

wag Reproducibility 1ag1 Reproducibility Tduauifgaiu ginseiauiieliny insesleineiiu wagi

nsnageuluiuiiertunseilunisnaassdnludiwiaidus wagn1smaasu Reproducibility ¥i1n1s

™ = a o N A A 19 a wa o I aa
‘V]@Ia@UL‘UiEJ“ULWﬂUI@EJLUaEJUZJJV]@ﬁ@‘U LUaEJumiEN:uEJLLas'wm‘Ugummi Iﬂﬁ]ﬂ?ﬁm@ﬁ@‘Um'ﬂ@ﬂqﬂmmﬁ'ﬂqu

Wuttawfedny @suny, 2554) %aamamaaniugﬂ %RSD U89n15MAa0d Useilulaely HORRAT

equation @unsamuIulaan 98 2.3.5 INN1SNAaBs LaA1 Precision wag Reproducibility A4m15199

3 LATAIS199 4




M13°99 3 N19ATIREBY Precision Tundnsinuaigns WP

Number Concn.(0.05 mg/ml) Concn.(0.10 mg/ml) Concn.(0.15mg/ml)
Wt. of Al. Wt. of Al. Wt. of Al.Content
Sample Content Sample Content | Sample (mg) | % (wW/w)
(mg) % (w/w) (mg) % (w/w)

1 50.2 10.35 101.1 10.45 154.1 10.49

2 51.0 10.29 103.0 10.43 153.3 10.100

3 52.8 10.57 101.6 10.48 152.7 10.52

4 50.1 10.41 100.4 10.52 158.0 10.45

5 52.4 10.40 102.3 10.49 149.8 10.53

6 49.6 10.34 102.8 10.45 151.3 10.52

7 55.5 10.40 102.4 10.54 152.4 10.49

8 49.8 10.75 103.9 10.100 153.5 10.45

9 52.6 10.40 104.5 10.47 152.6 10.46

10 50.4 10.42 103.5 10.47 156.0 10.53
Mean - 10.43 - 10.48 - 10.49
SD 0.13 0.03 0.03
%RSDeyp, 1.26 0.32 0.30
Horwitz 2.07 1.87 1.76
HORRAT 0.61 0.17 0.17

HORRAT
\dy 0.32

1NN15LAT129AA1 Repeatability léUSuaanseangnisesas 10.43 10.48 uag 10.49 (wiin

[%
o Y

foUIUN) AuA

[J

WU AA1AIATOUFUING (% RSDeyp) LWINU 1.26 0.32 g 0.30 MUAWU AIAIY

m?iaué’mﬁm‘mnmwﬁ (9% RSDpomit,) 8111 2.07, 1.87 wa¥1.76 taA1 HORRAT winiu 0.61 0.17 way

0.17 wa¥A1 HORRAT 1ady 0.32 Funusieonsuues AOAC 8ousyu HORRAT < 2 LazUes EU, Codex

gaU5U HORRAT < 2 HINANISNAADUHIUNINNISEBUSUNY 2 WUU




M19199 4 N15953980Y Reproducibility Tundnsiaueigns WP

Number Concn.(0.5 mg/ml) Concn.(1.0 mg/ml) Concn.(1.5 mg/ml)
Wt. of Al. Wt. of Al. Wt. of Al.Content
Sample Content Sample Content | Sample (mg) | % (w/w)
(mg) % (w/w) (mg) % (w/w)

1 50.6 10.58 99.2 10.44 152.9 10.53

2 51.3 10.35 100.3 10.49 153.6 10.52

3 53.0 10.40 105.0 10.45 152.3 10.52

a4 49.0 10.49 101.6 10.72 158.5 10.47

5 52.3 10.69 100.1 10.55 156.3 10.57

6 49.3 10.41 102.1 10.54 151.6 10.57

7 56.6 10.52 103.8 10.68 153.2 10.54

8 49.3 10.77 102.0 10.56 153.8 10.45

9 54.6 10.45 103.9 10.53 152.4 10.46

10 50.4 10.51 107.0 10.49 155.5 10.53
Mean - 10.52 - 10.54 - 10.52
SD 0.13 0.09 0.04
%RSDesp. 1.26 0.88 0.41
Horwitz 2.07 1.87 1.76
HORRAT 0.61 0.47 0.23

HORRAT
\ndy 0.44

91NN1TIATIZINAT Repeatability lausunaaseangnssovay 10.52, 10.54 wag 10.52 (Wntn
lagtniin) AuE1eu JA1AMLATOURURNS (% RSDeyp.) WU 1.26, 0.88 uaz 0.41 MUEIAU A1AIY

Lﬂﬁaué’mﬁwﬁaﬁﬂmqwﬁ (% RSDyomitz) Y1111 2.07, 1.87 Uag1.76 lam1 HORRAT winAu0.61, 0.47 way




0.23 A1 HORRAT Lad® 0.44 Funmeieouiuves AOAC sousU HORRAT < 2 wazaed EU, Codex

gaU5U HORRAT < 2 YINANISNAADUHIULNNNISEBUSUNY 2 WUU

2.4 MINTIVABUAIIUAIIUYDIIDIATIZI Robustness/Ruggedness

Robustness unuawafiuansiiiBnaaeuiaunmusiensivdsuilasannisueanismaaey
WU gaumndl  pH nafild war Rugsedness Junnaud® reproducibility aesnisvagey aeld
AzMegeuUnd U Wasugnaaoy Wasutudinaaey dmiunisnsiaaeudn Robustness waz
Ruggedness 494353tA51g RN lagltAududu 3 sgAU Av 0.05 0.10 wag 0.15 Jadansusreladdng
Auutuar 10 91 Tnenisyi Robustness lvin1sasusnsndau Mobile phase 90 tasewun
uea (70 : 30 ) Wlutiieimmiuea (80 : 20 ) uag Robustness wmaaﬂmmsmﬁ'awgmaauL‘flu
fnfasenau nansnaaeniléfmsd 5

A15199 5 N15M52980U Robustness/Ruggedness 1uw§mﬁmsﬁqm WP

Number Concn.(0.05 mg/ml) Concn.(0.10 mg/ml) Concn.(0.15 mg/ml)
Al. Content % (w/w) Al. Content % (w/w) Al. Content % (w/w)
Robustness | Ruggedness | Robustness | Ruggedness | Robustness | Ruggedness

1 10.32 10.45 10.44 10.44 10.49 10.58

2 10.29 10.34 10.43 10.51 10.47 10.51

3 10.48 10.39 10.48 10.44 10.51 10.53

a4 10.41 10.48 10.52 10.59 10.44 10.48

5 10.39 10.58 10.49 10.54 10.53 10.56

6 10.35 10.41 10.45 10.53 10.100 10.56

7 10.40 10.48 10.51 10.58 10.48 10.52

8 10.74 10.77 10.48 10.55 10.44 10.44

9 10.39 10.44 10.46 10.53 10.43 10.43

10 10.41 10.47 10.42 10.51 10.51 10.51
Mean 10.42 10.48 10.47 10.52 10.48 10.51
SD 0.13 0.12 0.03 0.05 0.03 0.05

% RSDyp, 1.20 1.15 0.32 0.46 0.32 0.45
Horwitz 2.07 2.07 1.87 1.87 1.76 1.76
HORRAT, 0.58 0.56 0.17 0.25 0.18 0.26

HORRAT 1afe Robustness 0.31




HORRAT a8l Ruggedness 0.35

911M15197 5 WU11 dmSU Robustness lé’ﬁﬂLaﬁaﬂ%mﬂma13aaﬂqm§§aaas 10.42, 10.47
way 10.48 Ehminlagimidn) augidu SA1 HORRAT winiu 0.58, 0.17 wag 0.18 laeiade HORRAT
WU 0.31 waz Ruggedness MiandsUsunnanseengnisoray 10.48, 10.52 uway 1051 Wwinse
Bntin) mudnsu fiA1 HORRAT /U 0.56, 0.25 wag 0.26 léALady HORRAT Winfu 0.35 Wile
#19150191nA1 HORRAT a¥Mu31 W1 Robustness/Ruggedness Miunasifisonsuldnanun danes]
#auSUURY AOAC 915U HORRAT < 2 wazwad EU, Codex &auiu HORRAT < 2

9.45UNANTTNABBILATATULULLN

nsnsaeumuldlaveitiase laluiivusy lundnduiansidaunasdngialagldnaiia
High Performance Liquid Chromatography 14@ams29duaiin UV-Detector a8 column wila ACE 5
C18-PFP [§anneiimnzauuedisinsey ol snsnislva 1.0 Sadans/undl Snsndu Mobile phase
dhsemuea (70 : 30) AuE1IAAY 270 wiluing aaungilaedutl 40 semwallua Usunanisida 10
lulasansiatlunisda 4.0 Wi Ysununsde 10 lulasans nsesiaaeuanuldlavesisimsizt Taen
Range idudunsslugasamududu 0.025 - 0250 fadnsurefaddns waze Linearity Tugaeminy
WNTU 0.050 — 0.250 HadnSuseiiadans InaliAn correlation coefficient ® 111U 0.99994 AT
PTIEBUANLLLIL (Accuracy) YesismTziuTiaaseangns Talufiyusu Tundndos wuin 16
A1 % recovery WU 100.73, 100.10 waz 99.74 wazldanade Wity 99.74 aglug9n1sinaainag
gausunIL AOAC 98 — 102 % dmsuusunaianslusiagiaunnndt 10% dwmsunisnsiagaunnuiios
(Precision) ﬁuaﬁ%‘m'ﬁLﬂ‘iwﬁﬂ'%mmmiaaﬂqmélﬂiuﬁvjmu 1@A1 HORRAT winfiu 0.61, 0.17 0.17 uay
|§ALads HORRAT Wiy 0.32 NM3n529d0uAIAILLTs Robustness TéA1 HORRAT wiaffu 0.61, 0.47
0.23 uazléiAniaiis HORRAT wirfu 0.44 v833En1siinTIziUTMaTT00NgNS 1093FNT AT 1%
Uumanseengn’ lalufiyusu Tasn1siiasigyidnngiu e (reproducibility) 1#A1 HORRAT winfiu
0.56, 0.25 0.26 wazldA1iads HORRAT winfu 0.35 %qagjslummsﬁmiaau%’ummﬁy’qﬁu AOAC (AN
HORRAT < 2) dstiu 33iildmsaaaeu lalufiyusu Tun1svaaeuiiidauUasmnain F3uinsgiu CPAC
HANDBOOK Vol L iiefiansaumnsnfitneinineqniu Method Validation aiiléeglunmsisonsuiisan

[

s 3FTseunsodinluituinsgiulunisasiannfevavansesngys lalufiyusu Tundedueians

LY

MdauuasfngveInsTinINIsinuasiidunanazdIuginialaegagndes wiudl wazliussdnsam

10.m5v W Us ol

cal 1

1. awnsai3Bnsnsaiessiiniunsasaeunuldlivedds dmwuaduisunsgiudmsy



weelfjURnsveensinnisinenssludiunaawazadiuginiaieniunuaMn WA agians i
wuadn gy taluiilusy
2. @130UINATIEANLG a1enoAlEnRUISNUIITATIARANUINUDUY LagnudIuUenTU 1

foIn1snTIasIzviUTnalaluiinusy WemuauauANHERduTuasHand ela

11.10n81591489

IIMTIU NBLER WAy algyaun densena. 2549. Anwiminsivaeuanulilivesisnaasuaisluy
wsulundnsueiansiandngiiy. nan1sufufiau Ussdnteudseann 2549 drinideinundade
MINEANNITNYAT NTUIYINTNBAT. 453 U,

U3 wigU3umed. 2537, ansmandngialuusewmalve. dgansansinsinuns. nespiuauiiviay an
NSINEAT NTLIYINTINYAS. 371 U,

=

U5uy. 2553, enanTvInsinens nsdesiumdnuuaiasdmnidngiy U 2553, naunguasdmniine)
AUNITuiAIUIN1T913AVINY. NTUATINITLAEAT. 303 1.

fsuw. 2554, nMsnTvaeumuldlaveisiamani wnaisnsineusuuiinis. a aaduuins
WYWAIR. Jminuvunil. 28 - 29 nsngIAL 2554,
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