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n15nuns ¥8na1s deltamethrin §8wAda gas liquid chromatography i o & u éu
AN uUETeNITIRTITlarUssdudeineadi i s e et ugndes ulud wawd
auldede nansesvdeuauldlivedisinsginuinlien range Tuthsrnududu
0.25-2.50 daansunediadans 1A1 linearity Tuy294AULTUTY 0.25-1.50 Tadnsu #o
fiaddns Tnedien correlation coefficeint () 0.9998 wnausiseusUTIAT r 19NN 0.995 TRy
waiueln (precision) 999353158971 A1 HORRAT waan1smaug (repeatability) aznIg
¥ (reproducibility) 1Ju 1.93 uag 1.66 MUY ATI9ABU robustness Way rugedness
10435015 A1 HORRAT U 1.26 wag 1.55 aud sy Faadldiiu 2 auinaueives AOAC

LA¥NITNTIVADUAINYNF DY (accuracy) YBIITNITIINAT % recovery ba 101.52 % o¢



Tu939 90-110% anunaudiansniusunasinndt 1 %uazlaliiiu 10% vae AOAC AatUIENS
WATERIngiNun1snYas deltamethrin a1unsaldiluisinseiilinagnses wazuaiugn

gousuldnunainisensuaina wazausad iUl duisuinsgiuveiesufufinng

[

moiifiwnIsnees drtinideuazimuinisineasand 3 o

6. AU

manTvaeunuldlivesisimsest  (method validation) unszuiunstudueiy
gnfios mnNNzaNYeI MR TEAnY iethanldinnevishetndluiosufiinng Ssaztae
Timsuimuautiuezdeuly viedodiavesiimslinneitug Aeuflasi@inisinmeilanld
Aneisedns Suduazdesin method validation iileldBudunmgnieswesisnsiiaiy
Rnsgiianndy  viedaulaswnain  reference method  illelimngauduaufeinives
HosURtRns fafuisianusidudesi validation ierdunmstuduinisinseilinanisiinges
filmmgndes wiugh wazsensuls FBnsmaaeuilidmiu method validation azAseUARMEs
anURvedIsnMslases lawn

1) ANugNsaY (accuracy) vangds ANUgNABIYeIsNMTlAT IV inlamlndlAgsiumnuLiasaun

'
P

ign N1371 accuracy Mlalaedwns1esi CRM (Certified Reference Material) aenetios 7 91 wag
WnAamsEIuANNgNAedlugUvaInURaNaAdiMS  (relative error) ¥iSe  ANQNABY
o o & . ! - a 1Y) a1

dUIS (relative accuracy) wagnTmIANUBSIEUANISAUNGY (%recovery) Tunsalnluauisam
CRM wmsnzaulunisinsienlalagldfiagraidiualsuinggiu (spiked sample) #99siitad1ingd
accuracy NALUATOUAUIRANIZTUNDUNIATIEN spiked sample WiNtU N15¥1 recovery Az 3
FTAUATMLTLTY UaZRENUEANTNTUAY 7 %)

2) MINTIVEDUAUULULY (precision) UNIEHT AMLNULIIVOINITIATIENG1G AU Va189 AT
AULANANTBINANITIATIERNLAINNTIATIZNG9 G9 precision V09IBNITIATIEIN 2 dnweue
a . = I o a a a ¢ o = Y] vaa a Y]

A9 repeatability MuMefls AULIUEIAIRAINNITIATIZAEY o Tuannzneinulagldisineanulu
Vel URAnNTsReaiu Weseslleyalfediulasinseiauieiu uag reproducibility visngds A
wugAnINNTIRIEiEn 9 laeldiBweniu fieseiineiu insedieauazinsediu wagvily
el UAnsauazuisiudnaziinszvinlagldtisnaignineaunis  seiuvesruwiugTuegiv
AMULTNTUVDIATFI0E 1N NIATIZY

3) linearity Way range  linearity ¥u188d AIMUEILNITAVBIIONITIATIERNE T IAILATIZYLAD

lanansianeindudndiuiunnududuresd@siinseilugennududuiinimun - @ range

(%
[ 1

MNERE YRANULLTUYRIENTTIAEIndAAUTITuRantanudITugeaainlall  accuracy
precision Wa¥ linearity agluszAunianugndesseusulanudaimun

4) n1511A7 limit of detection (LOD) wag limit of quantitation (LOQ)



LOD v Amnanduduigaiieszililusegiiianmnsonnaiald wes LOQ s an
amnuituduigaitinseildlufiodiaiannsoviina vienesunalaell  accuracy  wag
precision figeusuls (dwsumsmsaaeuanulilivedisiinmeiinngiingifiunmainunslalii
N15¥1A1 LOD wag LOQ)
5) anwily (sensitivity) vnefle anuanunsalumsinanududuiunndsiuiosdign 353
Anneiidanuhgaezausannaienyiaslulnaresnnieduisiannsowenany
duvesansiumnsnafuieannlsignies
6) IS (selectivity Wi specificity) el AuEINTITeIT IR IEETar s g iane
asTifaensarinsest Tnefianstuduiiesdudsynouniduasazanetiu o wiedinmsiaszin
firuannsalunsideninamzansfifesnisazin
7) ruggedness/robustness A9 AINARBUANLATLYBSIBNIMAGEY  9nMsABuANITIaS
AandenveritiAnTulumsinaulnd  nsnEeUM ruggedness YosIRNTIASIEIAENS
Wasuuasimsliesgilisslunnifudnteswasdaunansideundasiiiaty
desnnvesUfiRnsingdifivnisinues a3 WuiesUfiRnislmi Adediiasesinanmn
fhogamdnfasiasiadasidluiufinang fusenideoweuty  uasdufudosinuiFhanedld

Y 1

v a ¢l o & a1 A A o & v a a s &
immﬁﬂqijlﬁﬁqg'ﬂmﬂﬂ@aﬂ LU NUUNUILED0D  ALUUADINNITATIVEDUTUA LAzl UDIIUNANTDDN

Y

a (% 6

g hesanudoyaiseyluaanvidoll  iileliinuasnslalinanfurifsinunmuasdulumunis
muadly wiufmgdunse 2535  n1sesiadevaisesngus deltamethrin §35TAT1EsinNN
17113574 CIPAC Handbook (CIPAC : Collaborative International Pesticide Analytical Council)
FadrsvendliviuatomneaniuiniesionazgUnsaififluiosfifims  FufuFaemaaeuainy
THlevedisimmeiansidauuas  deltamethrin  WilglHludSumsguvesiesujiinng  Taed
mdnesithumaaeauiiinseildun n15AN9n1530 range, N131AN linearity, N3RTIAEOU
AUWLY (precision) 31nA1 HORRAT 983 repeatability wag reproducibility, robustness wag
ruggedness, N13MTIVFDUAINUYN (accuracy) %QUS%Lﬁumﬂ HORRAT w93 % recovery IneLiguniu

NAILINTFINANG

1) A394 Gas Chromatograph (GC) #1m5793nwiin Flame lonization Detector (FID)

2) capillary column %l 5%Phenyl Methyl Siloxane (HP-5) 813 30 AT LWURIAUENA1
0.32 fiadins 11 0.25 llaswas (30m x 0.32mm 1D, 0.25 um film thickness)

3) ipdesdvaniBun 4 fuvs

4) ultrasonic bath



5) 23nUsung auna 10, 25, 50, 250 kar1000 faaans (ml)
6) UUm vum 2,3,4,5,8 waz10 ml

7) vial 9u1% 2 ml

- @Al
1) @13um3gu deltamethrin 98.0%
2) @13 deltamethrin ﬁﬁm’mﬁwﬁugﬂ (technical grade)
3) wandusiansidadngity detamethrin 10%

4) acetone AR grade

- 35015

1. Wau138n15ATIzH deltamethrin
nPERIMENTETIMIITELveNATes GC lunsmusinaiuiueuvesansdudu fil
Column: capillary, HP-5 (30m x 0.32mm ID, 0.25 um film thickness)
Gas flow rate: Helium (carrier gas) 2 ml/min, Hydrogen 40 ml/min, Air 400 ml/min
Split injection: Split ratio 50:1, Split flow 100 ml/min, Injection volume: 1 pl,
Temperature: Oven 240 °C, Inlet 260 °C, Detector 260 °C
Detector: Flame lonization Detector
2. mimﬂ‘%mmmiaaﬂqm‘é deltamethrin
2.1 MSMSULAITALALUINTIY
%’ﬂmimmgm deltamethrin 2 91 (C,, C,) Tldminfiudusutszana 25 fadnsu
(mg) Tadlu volumetric flask ¥11A 25 ml LAy acetone Uszanu 15 ml wenlazaiesie ultrasonic
bath Uszanas 15 w1fl andutandsfisliliuiigamgiives Ufutunsine acetone weilidn
Au Uld vial vu1a 2 ml
2.2 NMSATELATALAILVDIATANULUTUGS (technical grade)
3815 technical grade deltamethrin 10 91 (T~ T,o) Wil Auduoudssana 25
mg Tdlu volumetric flask aum 25 ml 1A acetone Uszana 15 ml weliaganame ultrasonic
bath Uszanas 15 w1fl anduthandefisliliuiigamgiives Ufutunsine acetone welidn

M 11ld vial vu1m 2 ml

2.3 N15ATIVEDUAMUNSDUVDWATDI GC



Wades GC i muslusunsueuauanznsldauly e baseline Al nagou
damsazarunsguitieTessyann 4 1 oA fiuilld peak W3IBAINEAIVEY peak UANFINAIN
Aaderesmsanfnsionu 3 adsliAu 1 % Jaflouatomdeuldiu

2.4 mMInTadeUUinafiuiueuesans technical grade
deides GC wiealdauudn dnansavateunsgiu uazansazans technical grade
WlemsrvaeumUSinaiiuiueunudsy il
Ci, Co o, Tay Co Cos Ty Tos Ciy Cay Ty T oo
a13aEa1811935U C;, C, AoaliAT % Relative Percent Different (%RPD) laitAu 3%
%RPD = [(factor max - factor min)/ factor mean] x 100
2.5 N13AUIUM Response factor
Response factor = (weigh x purity)/peak area %38 f = (S x P)/Hs
S = thwiinves deltamethrin luansazaneunsgy (me)
P =% ﬂ’;’mu%qw‘éﬁummimmgm deltamethrin
Hs = #uiilé peak ves deltamethrin luansazateuinsgIu
2.6 MMM % miaaﬂq‘w‘é deltamethrin Tuasazane Technical grade
deltamethrin content = (Hw x f)/w
Hw = Auiils peak 989 deltamethrin Tuansazans Technical grade
f = Anadey Response factor
w = ﬁmﬁfﬂ%m deltamethrin Tuansazaie Technical grade (mg)
2.7 1 % wos technical grade Aiduwanildiie 10 A mAeALazld % Tuuueuves
technical grade
3. MInTaeuANdudunss (range/linearity)
3.1 NAFDUYINITIA range

3.1.1 99815 technical grade finsuesiduduivey Tlanududusiieg 6 A
dutueaduduay 1 40 Taedaiminliduinm deltamethrin aseunaueasiildau (0.25-2.50
mg/ml) laun 12.5, 25, 50, 75, 100 waz 125 mg aslu volumetric flask 4u1m 50 ml s acetone
Uszanas 25 ml weliavanedae ultrasonic bath Usvanas 15 Wil aanduthundenslSvsud
gaungivies Uuusunseig acetone wehlidniu dild vial vuin 2 ml

2.1.2 Anansazanefiwssuliisesaauainanuudutesluunn



3.1.3 Plot A9 SEWINAMUTLTUVDIENT technical grade (WAUW x) AU response
NU y)

3.1.4 fansangniidudunss

3.2 ¥1A1 linearity

3.2.1 @onAanududuain range Mdudunss 3 aududu

3.2.2 43815 technical grade finsruiesidudiuiveu lhlenududu 6 sedu Ao 12.5,
25, 37.5, 50, 62.5 W@y 75 mg adly volumetric flask vu1m 50 ml 4Hid acetone Useunad 25 ml
weliazanede ultrasonic bath Ussana 15 wifl mntuisndeisliliduiigumgivies Uiy
USUnsAaY acetone wenlmdniu iild vial v 2 ml

3.2.3 anasavanefiwiouliiFesdwuanenududuesluann

3.2.4 Plot N9 S¥WINANUTNTUTDIAT technical grade (AU x) AU response
(R

325 AuaauAl correlation coefficient (r) neusieausud r > 0.995

(AOAC Peer- Verified methods, 1993)

4. ATIvERUAINLIUEN (precision)

4.1 repeatability fla mnsraaeunlndiAesiuszmitayaiiiiasgie Tuedasle
HosUfuRnng fraseafeatiu lussssnanfoitu uanmwaluzuves % RSD Mndoyavimunvens
GRN

0.1.1 Faansumsgiu deltamethrin 2 41 TldminfuiueuUssann 25 mg Talu
volumetric flask M 25 ml Wiy acetone Uszanad 15 ml wenliazatenie ultrasonic bath
Uszanas 15 w1l antiuiandeidliliduiigamnfives USuuiunsine acetone welidniu 1
1d vial vu1m 2 ml

4.1.2 Faensfiedns deltamethrin Insuediduduvueu Wldsefumnududilugag
nsldu 3 sYU (0.5, 1.0 uaz 1.5 me/ml) mnudaduas 10 91lagld volumetric flask aua 25
ml i acetone Uszanm 15 ml wenlazanedae ultrasonic bath Useanas 15 Wil anniuhand
fisliliAuiigumgiivies Ufuusainmsde acetone welidnfu ild vial 1uin 2 ml

413 daansazangunsyulavansazatefiesn (411 wag 4.1.2) LielAsizim
USinmanseanay deltamethrin luansazanesiagng

4.2 reproducibility Aia MsnsraaeuaUlndifAssiusymiedeyaninsieidn lunsesile

el UAnTs gnaseuseniu Turisaifiwanseiu insmaasadudeliude 4.1



4.3 A1 HORRAT 84 repeatability wag reproducibility Inginausin1seensuan Precision

9839 AOAC (1993) gausuii < 2 Analaeldaunisy 1

HORRAT = % RSD experimental / Predicted Horwitz RSD (aumiﬁ 1)
AU Predicted Horwitz RSD m3gns
Predicted Horwitz RSD = 0.66 x 20%%¢ 9 fla@1 C = concentration ration
5. ©1533@9U robustness/ruggedness
5.1 robustness MadeUdeUIINMSUABUANIEzveNATRleleT e Tnewdeu  oven
temperature 910 240 1Ju 250 °C vhnsneasaduLfsaiude 4.1
5.2 ruggedness nadoUasuIINNIsUaBASoslalnszilaeden capillary column
910 HP-5 (30 m. x 0.32mm. ID, 0.25 um film thickness) vJu DB-5ms (30 m. x 0.25 mm. ID,
0.25 pm film thickness) ¥in1suaasauReInUTe 4.1
5.3 #1A1 HORRAT 984 robustness wag ruggedness 1aginaugin15eausuAT Precision U84
AOAC (1993) sauduil < 2 Awiadlaeldaunisit 1
6. NINTIVABUANIUYNADY (accuracy)
6.1 wisuasazane stock tech Willaududuiintuou @ me/ml) Tnedians technical
orade Tnsuthmiiniuduey Tdlu volumetric flask vwim 250 ml sl acetone Uszanas 15 ml
welazanede ultrasonic bath Ussanm 15 wifl antuisndeisliliduiigumgives Uiy
USR58 acetone WAL
6.2 wisuansavany stock sample Uiiarmduduiiniuen (1 me/ml) Tnedadiena
cypermethrin Tinstudmdniiudueu Tdlu volumetric flask auia 1000 ml 1 acetone Usvanal

a v

500 ml welazanede ultrasonic bath Uszanas 15 it anthuandsfisilviduiigumnives
USuUsumsme acetone e lmannu

6.3 @5NNTMUINTTIN WsEAITATZANY 3 sesuinududy 0.4, 1.0 uez 1.64 mg/ml
ATOUARNYINITITUN tny Tun stock tech (4 mg/ml) 2.5, 6.25 uag 10 ml adlu volumetric
flask vu1m 25 ml USuUsunsae acetone

6.4 wisuasazaeiievna origin Tae Tim @rsazans stock sample U3u195 10 ml a9
11 volumetric flask au1m 25 ml $1u7u 10 81 YSUU3URSEY acetone welidniu wdulin

A9 GC LHBUAUNTMLINIFIUIDIATIZIMNUTUN deltamethrin

6.5 LR3UUAITATANYLINONIAT recovery



6.5.1 Ywn arsazay stock sample Usums 10 ml aslu volumetric flask vu1a 25
ml 113 30 91
6.5.2 Y a13azae stock tech (4 meg/ml) Ysuas 2, 4 waz 6 ml agly sample
origin 10 ml 7w3esilly volumetric flask auia 25 ml agneaz 10 91 UuUS1nnsie acetone
el wdniludadiedes GC isufunsnlmsgiuiiedinsesivu3una deltamethrin
6.6 N13UTLLLUAT accuracy 10 % recovery Imaﬁ’]ﬁwﬂ%mma’ﬁaanqwé deltamethrin 7
Jueh origin uaw spike (6.4 waw 6.5) NIMNANAALLAZAILINAT % recovery lngAredagluyie
90-110 % MunNeiNIsRIITANEMSUASATUSINamINNTT 1 % warldiiu 10% ved AOAC (1993)

m'iﬁﬁmmmmumiﬁ' 2
% Recovery = [(Conc.spike sample — Conc.Original sample)/Conc. added] x100 (@un15Hi 2)

STLIAN AAAL 2556 — fuggu 2557
donuiviinmeaes  vieelfuRn1singiiunisinens nguiauinsnvaeuivka Uadunisuan

Y [y

AUNIBUATNAIUINITINEATUAT 3

8. N@ﬂ’]'iVlﬂﬁE]\‘lLLﬁZ%Q'ﬁﬂj
NANTINNADY
1. NANIINAILNIGNNTIATIZA deltamethrin
anmeimngauveaais GC —FID luiesfinsingiifiunisinuns am.3 Ae
Column: capillary, HP-5 (30m x 0.32mm ID, 0.25 pm film thickness)
Gas flow rate: Helium (carrier gas) 2.5 ml/min, Hydrogen 40 ml/min, Air 400 ml/min
Split injection: Split ratio 50:1, Split flow 100 ml/min, Injection volume: 1 pl,
Temperature: Oven 240 °C, Inlet 270 °C, Detector 270 °C

HANIVAABINUIN Chromatogram U8s deltamethrin Tidfidye1au peak sunau

wanaIdl specification/ selectivity Nf AsanslunIwi 1



A7 1 band Chromatogram Uada13azaeuInIg1U deltamethrin

2. Nan1sn1UsUNuaNTaangNs deltamethrin

WAAIIUAISI9T 1

97.56 % FaLAASILANSIN 2

2.1 A1 %RPD U89 peak area @13a¥a18@15UINIE W C1, C2 Ty 3 % 69

2.2 A1 % @1390naws deltamethrin luansagans Technical grade fALadawiniu

5197 1 N3UsELiiuA % Relative Percent Different (%RPD) VBIFATUINIFIUY

std. mg. Area Average %RPD
C1 10.2 86.2 85.55 1.520
C2 10.3 84.9
C1 10.2 83.2 83.95 1.787
Cc2 10.3 84.7
C1 10.2 81.9 82.05 0.366
Cc2 10.3 82.2
C1 10.2 87 86.25 1.739
C2 10.3 85.5
C1 10.2 84.6 84.25 0.831
C2 10.3 83.9
Cl 10.2 81.8 82.05 0.609
Cc2 10.3 82.3

M99 2 AR % @1399ngns deltamethrin Tuansazany Technical grade

@19avany Technical grade

% Technical grade

T1

99.12

T2

96.26
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T3 96.57
T4 98.63
T5 97.54
T6 96.13
T7 98.62

A15199 3 N1IRTIVABVANVBINITIA (Range) AIALVUUU 0.25-2.5 mg/ml

mg/ml Area Lavel

0.25 22.87109 1

0.5 46.32893 2
T8 99.02
T9 96.24
T10 97.48
Aade 97.56
SD 1.216

3. Nan1snsdauAMUluEuUnSe (range/linearity)

a |

3.1 NINTINABUTNTBINITIA  (range) &A1 0.25-2.50 HadnSusioliadans A"
Correlation coefficient () Wiy 0.9974 Fauanslunisnadi 3 uaznInd 2

3.2 nsavvasuadudunss (inearity) finnudu 0.25 - 1.50 fadnsuseladans
1§ 1 Correlation coefficient (1) Winfu 0.9998 Fauanslunsnsdi 4 wazawd 3

LUNEDUSTUN 1 > 0.995



1.0 95.74121 3
1.5 163.20276 4
2.0 22556454 5
2.5 283.67487 6
300
R? = o.@)
250 /
200 /
g 150
100 S
» /
0
0 0.5 1 1.5 2 2.5 3
Amount (mg/ml)

ATl 2 wana Calibration curves ansazane deltamethrin 6 level (0.25-2.50 mg/ml)

a5t & aandudunsa (linearity) Anududu 0.25-1.50 me/ml

mg/ml Area Lavel
0.25 22.87109 1
0.50 45.12040 2
0.75 68.58401 3
1.00 91.07295 4
1.25 115.20618 5
1.50 136.67540 6




Area

160

140

120

R‘ = OW

100

80

60

A

40

T

20

jeses

0.25 0.5

0.75 1

Amount (mg/ml)

1.25

1.5

1.75

Al 3 wana Calibration curves @nsagane deltamethrin 6 level (0.25-1.50 mg/ml)

4, NANTINTIVEDUANNLIIUEG (precision)

12

4.1 Nan1511 precision 71 3 AU 1ABATIVEOUNITNIUGT (repeatability) FaLEAS

Tumns199i 5

M3199 5 Weslduafingiany 7 3 Anududu ann1snaueg ( repeatability)

AULTNTY 0.5 mg/ml AILDINTU 1.0 mg/ml AILTUTU 1.5 mg/ml
n | dwin (mg) | %iinsrany i (mg) | %iinsranu Yo (mg) | %iinsrany
1 501.8 2.96 1000.5 2.77 1500 2.98
2 501.8 2.96 1000.5 2.71 1500 2.88
3 500.8 2.79 1000.2 2.64 1500 2.86
4 500.8 2.89 1000.2 2.54 1500 2.77
5 500.2 2.83 1000.3 2.54 1500.1 2.75
6 500.2 2.73 1000.3 2.51 1500.1 2.76
7 501 2.66 1000.9 2.55 1500.5 2.67
8 501 2.61 1000.9 2.55 1500.5 2.61
9 500.8 2.64 1000.6 2.47 1500.2 2.7
10 500.8 2.55 1000.6 2.51 1500.2 2.68
Mean 2.76 Mean 2.58 Mean 2,77
SD 0.147 SD 0.096 SD 0.112

N3M33@8U precision Mogluguvas repeatability Ao N13aTIvaeuALlnalAgaiy

[

gnindoyaninientduanitalugures % RSD Andeyanavianrein1snaasslaensiail
Mean = 2.70, SD =0.119 (SDx100) = 4.385

Mean

%RSD (experimental) =

nsUsziumn precision laglyd HORRAT;  HORRAT =

% RSD experimental
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Predicted Horwitz RSD
AU Predicted Horwitz RSD A3gns

Predicted Horwitz RSD = 0.66 x 21702102 C) Lﬁa C (Concentration ration) oA = 0.027

HORRAT = 4385 =193
2.273

INMIMAaBIM precision Mogfluzuves repeatability 1#A1 HORRAT = 1.93

LWNEUTINNSEBUSUAN Precision 989 AOAC 835U < 2 kag EU, Codex gausun < 2

4.2 Wan1IN1 precision 91 3 ANUTNTU Laens19aeUN15Y97 (reproducibility)
Adlanslun19199 6

A5197 6 LWsIEUANATIaNU N1 3 ANty 91nN1SYneg (reproducibility)

AU 0.5 mg/ml AULULUY 1.0 mg/ml AULUNTU 1.5 mg/ml
no | dwidn (mg | %itasaany dwifh (mg) %iinsaany | vvdn (me) %TinTIaNy
1 501.8 2.85 1000.5 2.89 1500.6 2.85
2 501.8 2.74 1000.5 2.79 1500.6 2.77
3 500.8 2.64 1000.2 2.54 1500 2.57
4 500.8 2.73 1000.2 2.69 1500 2.67
5 500.2 2.62 1000.3 2.92 1500.1 2.53
6 500.2 2.81 1000.3 2.96 1500.1 2.68
7 501.0 2.63 1000.9 2.76 1500.5 2.73
8 501 2.66 1000.9 2.78 1500.5 2.68
9 500.8 2.76 1000.9 2.71 1500.2 2.61
10 500.8 2.68 1000.9 2.64 1500.2 2.58

Mean 2.71 Mean 2,77 Mean 2.67

SD 0.079 SD 0.131 SD 0.099

N3AI9A0U precision Negluzured reproducibility e n1snsiaaeunslnalAssiuseninsleya

1%

ﬁ%mmzﬁsﬁﬁqLLammasLugiJsum % RSD ﬁ]ﬂﬂﬂi’f@;ﬂaﬁgwmmaqmswmam%ﬁw%’%mitﬁm WHIINNNT
vnasansausn 10 Ju leangsdl
Mean = 2.72, SD =0.103 9%RSD (experimental) (SDx100) = 3782

Mean

nsUsziiumn precision lagly HORRAT;

AU Predicted Horwitz RSD A3gns

HORRAT

= % RSD experimental

Predicted Horwitz RSD




Predicted Horwitz RSD

HORRAT

14

= 0.66 x 21051020 i (Concentration ration) 91 = 0.027

2.271

=2271

9INN1MAABAM precision agluguues reproducibility léin HORRAT = 1.66

LNEUTINNSEBUSUAN Precision 989 AOAC 835U < 2 kg EU, Codex gausuN < 2

5.

WNaN13nTIVEDU robustness/ruggedness

5.1 HANTIAABY robustness IINMIUTUANILTONATRY Ingludeugumail oven

91 240 °c 1Ju 250 °c ﬁﬂLLﬁﬂﬁIumWi’Nﬁ 7

d' s & ea PN Y v
A9 7 LUBSITUANATIINU N1 3 ANULINYUINNAITATIIABU robustness

AU 0.5 mg/ml

ALTUTY 1.0 mg/ml

AU 1.5 mg/ml

n | dwin (mg) %ifinsany | uwin (mg) %iinsaany | twin (mg) %TINTITNY
1 500.4 2.69 1000.6 2.76 1500.2 2.78
2 500.4 2.67 1000.6 2.73 1500.2 2.78
3 500.6 2.69 1000 2.67 1500.2 2.72
a 500.6 2.68 1000 2.63 1500.2 2.67
5 500 2.65 1000.2 2.54 1500.5 2.62
6 500 2.64 1000.2 2.57 1500.5 2.57
7 501.1 2.59 1000.3 2.52 1500.7 2.59
8 501.1 2.63 1000.3 2.51 1500.7 2.52
9 501.1 2.61 1000.6 2.52 1500 2.51
10 501.1 2.62 1000.6 2.52 1500 2.61
Mean 2.65 Mean 2.60 Mean 2.64
SD 0.035 SD 0.094 SD 0.098

N3AI9E0U precision Negluguuad robustness As MsnsIvdeuALlndiAgaiusEnItoyad

ATV TUANKALUIUTEY % RSD 9nToyaianiarein1svaass lngn1sildsu aamgil Oven

270 240 s wadea Wiy 250 asrwaldua laas

Mean = 2.63, SD = 0.076,

nsUsziuAn precision lagly HORRAT;

-

N

&
U

%RSD (experimental)

HORRAT

(SDx100)

= 2.883

Mean

= % RSD experimental
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Predicted Horwitz RSD

AU Predicted Horwitz RSD m3gns

Predicted Horwitz RSD = 0.66 x 21702102 C) Lﬁa C (Concentration ration) t9A1 = 0.026
HORRAT = 2883 =1.26
2.286

INMIMAaesN precision Mogfluguues robustness A1 HORRAT = 1.26

LWNEUTINNSEBUSUAN Precision 989 AOAC 835U < 2 kag EU, Codex gausun < 2

5.2 WaN1SASINEBU  ruggedness 1NATNAABIAILIONTIUABULATOILDIATIZIRN

capillary column HP-5 181 DB-5ms (1.D 910 0.32 mm 14 0.25 mm) Fawandluansnsdi 8

‘:l' s & ea PN Y v
A998 LUBSITUANATIINU N1 3 ANULINYUINNNITATIABU ruggedness

AULTNTU 0.5 mg/ml ANULVNTU 1.0 mg/ml ALTUTY 1.5 mg/ml
n Yot (mg) %iinsaany | wwn (mg) Yo (me) | %finsrany Yo (mg)
1 501.8 2.65 1000.5 2.79 1500.6 2.79
2 501.8 2.63 1000.5 2.85 1500.6 2.8
3 500.8 2.59 1000.2 2.8 1500 2.88
a 500.8 2.62 1000.2 2.75 1500 2.66
5 500.2 2.76 1000.3 2.64 1500.1 2.75
6 500.2 2.75 1000.3 2.71 1500.1 2.8
7 501.0 2.83 1000.9 2.62 1500.5 2.57
8 501 2.52 1000.9 2.68 1500.5 2.49
9 500.8 2.76 1000.9 2.74 1500.2 2.76
10 500.8 2.71 1000.9 2.73 1500.2 2.77
Mean 2.68 Mean 2.73 Mean 2.73
SD 0.095 SD 0.072 SD 0.119

NSAIE0U precision Negluguved ruggedness As MInsIvaeualndifgaiusznintoyad

(%
(%

AT TANKALUIUTEY % RSD ndoyanaunrain1mmaasdlagnsiudsunieslodinen

-

31N capillary column HP-5 O DB-5ms laansadl

Mean = 2.713, SD = 0.095, %RSD (experimental) = (SDx100) = 3512

Mean



16

n1sUszLilueA precision 1agld HORRAT;  HORRAT = 9% RSD experimental

Predicted Horwitz RSD

AU Predicted Horwitz RSD m3gns

Predicted Horwitz RSD = 0.66 x 21051020 i (Concentration ration) 91 = 0.027
— 066 X 2(1*0.5 lOg 0.027) — 22717
HORRAT = 3512 =155
2.272

91NN1MAABAM precision agluguues ruggedness 161 HORRAT = 1.55

LNEUTINNSEBUSUAN Precision 989 AOAC 835U < 2 way EU, Codex gausun < 2

6. HANTATIVAOUAINGNABI (accuracy) NM3UTHUAT accuracy 310 % recovery lagn1si
AUSInaEIeengd deltamethrin 7uAn origin uaz spike WNMANRABLAZAILIAIAT %
recovery lagAsasagluinng ¥es AOAC lawegluri 90-110%  dwmsuansniusunm

110077 1% wagliiu 10% AILandlun1san 9

A5 9 SBATNITRTIANU (% Recovery) 4849 Deltamethrin

Al content (..mg/25ml)
conc.added (15.75 mg/25ml) conc.added ( 23.75mg/25ml) conc.added ( 39.75 mg/25ml)
n Origin Spike Added Origin Spike Added Origin Spike Added
1 9.75 26.50 15.75 9.75 35.00 23.75 10.00 a7.75 39.75
2 9.75 26.25 15.75 10.25 33.75 2375 10.00 50.25 39.75
3 10.00 25.75 15.75 10.25 34.00 2375 9.75 48.50 39.75
4 10.00 26.75 15.75 10.25 33.25 23.75 10.50 51.25 39.75
5 9.75 26.50 15.75 10.00 35.00 2375 10.00 48.25 39.75
6 10.00 26.50 15.75 10.25 34.00 23.75 10.25 52.25 39.75
7 10.00 26.25 15.75 10.5 34.25 2375 10.25 48.25 39.75
8 10.00 27.00 15.75 10.25 34.75 23.75 10.25 49.75 39.75
9 10.00 26.25 15.75 10.5 33.50 23.75 10.25 50.00 39.75
10 10.25 25.75 15.75 10.25 34.00 23.75 10.25 51.50 39.75
Mean 9.95 26.35 15.75 10.23 34.15 23.75 10.15 49.78 39.75
SD 0.16 0.39 0.22 0.60 0.21 1.56




%RSD
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1.59 ‘ 1.50 ‘ 2.14 ‘ 1.77 ‘ 2.08 ‘ 314 ‘

Y%recovery 104.13 100.74

99.69

10.

11.

12.

A7UNAN1INARRILALTRLEUBLY :

[

n1sasvaeuauldlivedisimseningdivnisinuns lina1s deltamethrin 63

Y

a . . A A Y] ada ¢ A Y  aa
wAUdA gas liquid chromatography INBBUSUAMANYULUDIITUATIEVIATUTLLUUAILIT

N9@dRINITIATIERITANNFA 09 wailud wazlaudelie Nan13nTIvaaUAUlYle

a aa

289393LA518RNUILAAN range Tuva9ANNINTY 0.25-2.50 Aadnsuneliadadns a0

a

linearity Tuga9aududu 0.25-1.50 Jadnsu redaaans laadlA1 correlation coefficeint
(1) 0.9998 NQuTEENTUTIAT r WINNTT 0.995 TAuuwduEe (precision) Yed3E AT LAY
HORRAT %84015017U%1 (repeatability) wazn15¥11%1 (reproducibility) 19y 1.93 uay 1.66

AINAINU MIIADU robustness Wag rugedness 29935015 HA1 HORRAT Ju 1.26 wa

[ = 1

1.55 @ua1diu FaAnlalii 2 munueived AOAC UALN1IATIVAUAINNYNABA (accuracy)

Y843I5N1591NA1 % recovery ba 101.52 % agluyis 90-110% asinudiansndusuim

(%
0

11nN37 1 %uazldiiy 10% 89 AOAC fauITN15ILATIENINAAYNITINYAS

¥ 2V 1 1% 6

deltamethrin a1u15ald1dudsiasernlinanndss uwazuiug vausuldmuinauainig

Y

[

gousuaina wazamisadlUldduituinsgiuvesiosljiRn1singliienisinuns

v aov

FinITeuariaLINISINERsai 3 1

AsinasuIlUlduselavl
o aa Y 3 aa 4 a wa [ aa 0 YU Aawv
13snsnsaeu Ul luiBunsguveminalfjiinmsingiivmsinees d1n3dy

LAZIALINTNYATIAN 3 WialiuSNTInssinuINEadusinglnynsinunstuiun

& 4 Y = =
WunNIARZILOBNIALULEADUUY
o Y A

AvaUAN (A13)

LONE15919D9
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13. AnANUIN

Table 1: 1neU9IN1588USU recovery

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

AOAC Peer- Verified methods Program (1993)

Table 2: Expected precision (repeatability) as a function of analyte

concentration

Analyte, % Analyte ratio Unit RSD, %
100 1 100% 13
10 107 10% 1.9
1 1077 1% 2.7
0.01 107 0.1% 3.7
0.001 107 100 ppm (mg/ke) 5.3

AOAC Peer-Verified Methods Program (1998)

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

Concentration (C) Mass fraction (C) PRSDg, %
100% 1.0 2
1% 0.01 4
0.01% 0.0001 8
1 ppm 0.000001 16

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

Reproducibility relative standard deviation calculated from the Horwitz formula
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