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AR IngdNun1sinens @a15019auuas Cypermethrin AdewmaAiia Gas

Liquid Chromatography Lﬁaﬁuﬁu@mé’wm%aﬁ%‘iLmqgﬁLLazﬂszLﬁuﬁ’aai‘ﬁmaaaadﬁd‘imeﬁﬁd
ANugAFas wiiud wazdinuidedo nansasaasuaulilivedisinszinuii egluinasia
gousUlK fall A1 Range vidaUTumvasasfilinaaouanunsniinseildedisgnd oswazusug oy
Tur9mUNTU 0.25-2.5 mg/ml A1 Linearity #30A1ALELNUSIZINS Response AUUIUNMUBIENT
73 aszivaaeuansavile aglur19mNUduty 0.25-1.5 mg/ml lawilen Correlation Coefficient
(1) 0.9995 SAAusiuEn (Precision) ¥093531AT1WAlHA1 HORRAT wein151Ius1 (Repeatability) 7
SEAUAMIAILTU 0.5, 1.0 uag 1.5 mg/ml winfu 0.28, 0.85 wag 0.43 LAY (Reproducibility)‘ﬁ

FEAUAMUIUUY 0.5, 1.0 waz 1.5 meg/ml 11Au 0.72, 0.81 waz 0.55 AINEIFU ATIVABUANIILTVDY



\A3esile Imamsmgauqmmﬁmm Oven (Robustness) uaIn519daUNsERUANLELTU 0.5, 1.0 uay
1.5 mg/ml fifin HORRAT wirifu 0.82, 1.85 uaz 1.08 Mud1du uaz n5iUdesu Column (Ruggedness)
waamsradeuiiseiuaududu 0.5, 1.0 way 1.5 me/ml fid1 HORRAT winfu 1.53, 0.69 uaz 0.76
AU FINLLNUTUINTFILIBI AOAC FaafiAn HORRAT Liilfiu 2 uaznnsnsiadeuamgnios
(Accuracy) ¥8935n15971A1 % Recovery 161 100.75%, 99.38% LLa99.38% s‘éwﬁﬁiﬁagﬂueﬁm 98-102%
PANTANTTIRUTIIAINNTY 10% Y09 AOAC AeiuTsnmsieseiinglifiuninnuas arstdauuag
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Abstract

The method validation is verified the accuracy and precision in analytical method to
ensure that reliable results. Insecticide formulation analysis laboratory had validated of
analytical methods for the determination of cypermethrin in insecticide formulation by gas
liquid chromatography technique . It was evaluated from Range linearity , Accuracy and
Precision. The range of this method was 0.25 -2.5. mg/ml and linearity which assessment
from the correlation coefficient (r?) was 0.9995 . Assessment of the precision by using the
equation Horwitz's Ratio is the HORRAT of repeatability at 0.5,1.0 and 1.5 mg/ml equal to 0.28,
0.85 and 0.43, respectively, the HORRAT of reproducibility at 0.5 ,1.0 and 1.5 mg/ml equal to
0.72, 0.81 and 0.55, respectively .The optimized condition of gas liquid chromatography by
changing oven temperature(robustness) and changing column (ruggedness) , the HORRAT was
less than 2 . Assessment of the accuracy by % recovery at more than 10% concentrations of
cypermethrin equal to 100.75%, 99.38% and 99.38 % which in 98-102 % , through acceptance

of international standards.
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3) Range wa Linearity 1A Range vangfis 339Auidutuvesan o innsuiaududunian
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5) Robustness / Ruggedness A8 N1INAFDUAIIUAINUUDIIDNITNAADU PINMaURBuaNIY
Lasdndonvediiiintulunisviaudni n1snageunt Robustness / Rugeedness 78935013
Ansiilaenisdsuudadisnmsinseiliiclunnpudntesuardanamadaouulasiiiat
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6) ANYNFDI (Accuracy) vaneils AmgRFBIYesIs Mtz inldrlndlAssiuATiuiase
mﬂﬁqm N1911 Accuracy ¥11tAlagLAT1¥9 CRM (Certified Reference Material) agstioy 7 $1 uay
YnAamsERuANUgnAedluIUTInURANAAENIMS (Relative error) 3o AMUQNABIAUING
(Relative Accuracy) wazn13M1AUesidudnisiundu (%Recovery) lunsdifilianuisant CRM 7

winnzanlunisiesenile Walddegeiinansuinsgiu (Spiked Sample) Fa9giitadnini1 Accuracy

lAtuuAsoUARNIANIETUNRUNILATI¥Y Spiked Sample Wit N15%11 Recovery 28%11 3 sefuAIY
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Julumunsmvauly w.s.u.5ngdunsie 2535 n1snsi9aeuaIseangns Cypermethrin f333LAs1e9
AN T34 CIPAC Handbook 1C (CIPAC : Collaborative International Pesticide Analytical
Council) (Henriet et al., 1985) @esosUszgndliiuademuizauiuinsesdiouavaunsalnily
1% a wa o & = v 1% ada 3 o w . P Y @ ad
WoaUfUnns Aeludssemaaeunultlaveisinsieralsindnuuas Cypermethrin lialdduis
WM 3§1409 U JUANT Inedinsndwmesnuinmaaouiainseilawn n1911A19390159A Range,
N19%11A1 Linearity, N15M529@88UA10 LU (Precision) 91n1A1 HORRAT ¥84 Repeatability,
Reproducibility, Robustness Wy Ruggedness, mamwaaummgﬂéfaa (Accuracy) @aUszIIUAINATT
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1. 1A394 Gas Chromatograph (GC) #053910%1a Flame lonization Detector (FID)



2. Capillary column %l 5%Phenyl Methyl Siloxane (HP-5) 813 30 103 LHuUR1ARENA1S 0.32
Jadwns w1 0.25 lulasiums (30m x 0.32mm 1D, 0.25 um film thickness)

3. Capillary column %l 5%Phenyl Methyl Siloxane (HP-5MS) 813 30 1AS LdUKIANENAS
0.25 Jadums 1w 0.25 lulasuas (30m x 0.25mm ID, 0.25 pm film thickness)

a. pieadsaniBen 5 i

5. Ultrasonic bath

6. WIANIAUIUINT YUIA 10, 25, 250 Kaz1000 (ml)

7. Yws vum 2,3,4,5 az10 ml

8. Vial 911 2 ml

GUEITHY
1. @19um3g1u Cypermethrin 99.5%
2. @13 Cypermethrin ﬁﬁmmﬁwﬁuqq (Technical grade)
3. wansnuansidadngivy Cypermethrin 35%

4. Acetone AR grade

ad
8N13

1. WauIBn15IAsIER Cypermethrin

[

NAABIMANNETNUNZANVDWATOY GC TUNTAINUIU UL UL UYDIATUUTY F9T)

Column : capillary, HP-5 (30m x 0.32mm ID, 0.25 pm film
thickness)
Gas flow rate ; Helium (carrier gas) 2 ml/min

Hydrogen 30 ml/min
Airzero 350 ml/min

Nitrogen 30 ml/min

Split injection : Split ratio 50:1, Split flow 100 ml/min

Injection volume ; 1l

Temperature ; Oven 220 °C Hold time 3 min
240 °C Hold time 14 min

Inlet 270 °C



Detector 270 °C
Detector ; Flame lonization Detector (FID)
2. mimﬂ%mmmiaaﬂq‘wé Cypermethrin
2.1 MIPTENAITALANLNINTFIY

Faa15u19 551U Cypermethrin 2 g1 (C,, C,) Wlddwinfiudusuuszanar 10 me laly
Volumetric flask 3u19 10 ml 1iin Acetone Uszanu 5 ml wgnlwazateeie Ultrasonic bath Uszunau
10 w1t niutendais AR Buiigumniives UsuUimsing Acetone welsidndu wild vial vunn
2 ml

2.2 MIFTUUAITALAYVBIANTANULUTUE (Technical grade)

3815 Technical grade Cypermethrin 10 % (T1- Tao) W lFdwinfiuduoudsyana 25
mg Talu Volumetric flask 9u1a 25 ml 1@s Acetone Uszanal 15 ml wenlwazanudaay Ultrasonic
bath Uszanas 10 w1t 9nduandaislilvifuilgamaiives Ufuusunsiie Acetone Lugiliidniu
ild Vial 9u1m 2 ml

2.3 NIATINARUATIUNSDNTONATEY GC

Wawaies GC muidmualusunsumuauanngmsldenly e Baseline Asil naaoudn
asaraneInsgIudLeTecszina 4 g1 \ilorituiild Peak ¥39ALGIIB Peak UANFANALAAD
yasmsanfasiofu 3 assliiu 1 % Sudeinaiemionldnu

2.4 mMInTdeuUiinaiivivewreans Technical grade

dlewaios GC wiouldauuds dnansazarsunnsgiu wazaisazane Technical grade Lit
pvdeUmUSInaTiuiusun gy feil

C, G, Ty, Ty, Gy, G, Ty, Ty, €y, Gy Ty T,

a1388a18119351U Cy, C, Aaadlen % Relative Percent Different (%RPD) laitiu 3%

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

2.5 N15ANUIUNT Response factor

Response factor = (weigh x purity)/peak area #38 f = (S x P)/Hs

S =t Cypermethrin ium'ﬁaza’mmmgm (mg)

P=% mmu%zjwésuaqmimmgm Cypermethrin

Hs = Wuwilel peak 909 Cypermethrin Tuansazaeunsgiu

2.6 MIAUIUM % @1598nNS Cypermethrin Tuansazats Technical grade



Cypermethrin content = (Hw x f)/w

1%

Hw = uiildl peak w89 Cypermethrin Tuansazans Technical grade

F

Aade Response factor
w = Yinues Cypermethrin Tugnsazae Technical grade (mg)
2.7 1161 % ves Technical grade fiR1uaasldats 10 A mAnedsazle % fudueuves
Technical grade
3. msnTvdeuaIudunss (Range/Linearity)
3.1 YIAABUYINITIA Range
3.1.1 §3a15 Technical grade finsruiofiduduineou Wilanududusineg 6 anududy
anududuay 1 91 Inedeiminlfiusuna Cypermethrin mamqwﬁaaﬁﬁmu (0.25-2.5 mg/ml)

laun 6.47,12.95, 25.91, 38.86, 51.82 wag 64.77 mg adlu Volumetric flask au1a 25 ml L@

Acetone Uszanad 10 ml wenlazatemie Ultrasonic bath Uszanas 10 w1dl antutundenaA Ty

i a v

Mgaungiivies UsuuTunsime Acetone wehlidaiu ld Vial auia 2 ml
3.1.2 fnansazaremmseulisesdasuainanuututagluuin

3.1.3 Plot N3N TENINAUTUTUVD9A1S Technical grade (N1 x) U Response (WA

3.1.4 finsanteiiiudunss
3.2 ¥1A1 Linearity
3.2.1 deoneududuann Rance Mdudunss 3 aruidudu
3.2.2 3815 Technical grade ins1uilasifusuiuou Wianududu 6 sziu fe 6.47,
12.95, 19.43, 25.91, 32.38uag 38.86 mg adlu Volumetric flask vu1m 25 ml Lin Acetone Uszuey
10 ml wgnliagansde Ultrasonic bath Usganas 10 wifl antuisndeisl i uigumgives Ui
USumsae Acetone wenbimnniu dnld Vial vuia 2 ml

3.2.3 Anarsarareiwseulisesaauannanuiudutesluuin

3.2.4 Plot N3 INTENINAMUTUTUVDIATT Technical grade (N1 x) U Response (WU

3.2.5 AuaAn Correlation Coefficient (r) tneusieau$ufl r > 0.995
(AOAC Peer- Verified methods, 1993)

4. M5I9@0UAIULLUEN (Precision)



4.1 Repeatability g n1snsivaeuaulnaifgsiusenitedoyanitasiendn luaseile

WoUuRn1T greaenfediu lussezianfediy waniwalugures % RSD 9NYoyaninuanvesns

Neay

1% '
v a

4.1.1 F9a1511M5514 Cypermethrin 2 g1 Irlddmdnindueudszuna 10 me laly
Volumetric flask U@ 10 ml i Acetone Uszana 5 ml wenlwazatesie Ultrasonic bath Uszuneu
10 w1t pnthuiandsililnduiigamgiives Usuumnsiae Acetone weilidniu 1ild Vial wun
2 ml

4.1.2 Fsa15818819 Cypermethrin insruefiduduiueu Tildsefuaududulugie
nsldam 3 sEU (0.5, 1.0 waz 1.5 me/ml) arududuas 10 s1lngld Volumetric flask vuna 25 ml
/B Acetone Uszanas 10 ml weglazanedae Ultrasonic bath Uszanas 10 wiit annvusisndenisls
Tfufigamgiivies UFuusunsie Acetone welidndu thld vial vuin 2 ml

4.13 easarangunsgiukaraTaranefiegne (4.1.1 uag 4.1.2) Wedinsevinuiunm
anseengns Cypermethrin Tuansazanedioeng

4.2 Reproducibility A® ﬂWimtnaaaummiﬂé’ﬁmﬁ’mwiwﬁaa&aﬁ?Lﬂi’mﬁ%’l Tumdesile
Ve UAnT gmaasuieaiu lutananiiuanetu vhmmeasadudeaiute 4.1

4.3 1A1 HORRAT 989 Repeatability wag Reproducibility Inginausiniseausuan Precision
383 AOAC (1993) sousudl < 2 muialagldaunisd 1

HORRAT = % RSD experimental / Predicted Horwitz RSD aunsii 1

AU Predicted Horwitz RSD mnsigns

Predicted Horwitz RSD = 0.66 x 20051929 |§iggin C = concentration ration

5. #3739@9U Robustness/Ruggedness

5.1 Robustness nadeuasudInnIsasuaniizasnasiasfiodnszy Inewdsu Oven
Temperature 910 240 tJu 250 °C vinsvaaeatuieInude 4.1

5.2 Ruggedness nadevaaUINNIsUasuAsosiiadiassilneUEey capillary column 310
HP-5 (30 m. x 0.32mm.(ID.),0.25 um, film thickness) U1 HP-5MS (30 m. x 0.25 mm.(ID.),0.25 um,
film thickness) YIA1svaastuLAgIiuTe 4.1

5.3 11A1 HORRAT U84 Robustness wag Ruggedness laglnadgin158ou5UAT Precision U919

AOAC (1993) gausuii < 2 Auanlaeldaunisn 1

6. MINTIVADUAUYNABY (Accuracy)



6.1 wisuansazaty Stock Tech Cypermethrin Tiflanududufiuiueou (5 me/ml) Tnedsans
Technical grade Cypermethrin THns1udmindiuuueu ldlu Volumetric flask vu1m 250 ml 1y
Acetone Uszanas 150 ml wenlfazanedae Ultrasonic bath Uszanas 10 undt annturiandenel3li
\dufigaumniivies USuuiamsme Acetone welidndy

6.2 Ww3swuasazany Stock Sample Cypermethrin Tflaauiduduiniuou (1 me/ml) Tnad
feea Cypermethrin nsiuthwifniiuuueu dlu Volumetric flask vuaa 1000 ml ifigl Acetone

a

Uszunad 500 ml wenlvazanesie Ultrasonic bath Usszunad 10 wa annduiiiunsenalAlddud

a v

RaunQiivias USuUSumsme Acetone wghlidniu
6.3 a¥ansmunsgiu laswisuasazats 3 seduiaududu 0.5, 1.0 way 1.5 me/ml
ATUARNYIINITITe1U Tne Tin Stock Tech Cypermethrin (5 mg/ml) 2.5, 5 wag 7.5 ml asly
Volumetric flask w19 25 ml USuUSunsaig Acetone
6.4 wisuansarateifianial Origin ae YwUn a15azaie Stock Sample Cypermethrin
U195 10 ml aslu Volumetric flask vw1m 25 ml §1wau 10 91 Y5ud3annsse Acetone weilidn
fu wdniludadnieies GC WlsudunTwinass ol wiUIna Cypermethrin
6.5 L@%‘auﬂﬁiazmmﬁamm Recovery
6.5.1 YwUm @15aza8 Stock Sample Cypermethrin Usu1as 10 ml aslu Volumetric
flask YU 25 ml $1uau 30 €
6.5.2 UiUn @15azane Stock Tech Cypermethrin (5 mg/ml) Usaneu 2, 3 way 4 ml aslu
sample Origin 10 ml Aiwm3eulilu Volumetric flask vu1a 25 ml 88198y 10 81 YSuUsunsiag
Acetone e liidniu udirludadiades GC WsudunImuInssIuiieliATIEiuIUTIY
Cypermethrin
6.6 N15UTELIUAY Accuracy 910 % Recovery Imaﬁﬁﬂ'm%mmmaaaﬂqmé Cypermethrin 7
\Jue Origin waz Spike (6.4 uay 6.5) NIMIARALLAZAIUINAT % Recovery lngA1sasagluyae 98-
102 % AIUNIINITRAITUIEMTUAIST USRI 10 % 289 AOAC (1993) N15AILIAIY
aunsil 2
% Recovery = [(Conc.spike sample — Conc.Original sample)/Conc. added] x100  ddn19

2

55821981 AanA 2557 — AUy 2558
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1. WANISNAILIITNNTILASIZR Cypermethrin
AnTENmEnzauvasAsad GC -FID TurieauiAn1snglifiunisinuns nquiimuIn1gnsIaaey
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Column : capillary, HP-5 (30m x 0.32mm ID, 0.25 um film
thickness)
Gas flow rate : Helium (carrier gas) 2 ml/min

Hydrogen 30 ml/min
Airzero 350 ml/min
Split injection ; Split ratio 50:1

Split flow 100 ml/min

Injection volume ; 1l
Temperature : Oven 220 °C Hold time 3 min
240 °C Hold time 14 min
Inlet 270 °C

Detector 270 °C
HANISNAABINYIN Chromatogram ¥84 Cypermethrin &gy Peak SUNIU LARING

Specification/ Selectivity i (i 1)
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Acg. Operator ks
Acg. Instr mt
Injection Date XS B

AT 1 wan Chromatogram 184a@138£a1811M3511U Cypermethrin
2. wan1sUSanaiEnseengns Cypermethrin
2.1 A1 %RPD U84 Peak area @15azangansuInggiu C1, C2 IA1liiiu 3 % (915797 1)
2.2 A1 % mﬁaaﬂqwé Cypermethrin luansazane Technical grade fAadewinfu 96.47 %
(157971 2)
3. Wan1InsI9dauYvasmsiauasanuludunss (Range/Linearity)
3.1 N19MT2989UY9989n157A (Range) &A1 0.25-2.5 mg/ml A1 Correlation coefficient (r)
Winffu 0.99994 (nausianAsgIL > 0.995) faas1eil 3 wagnwdl 2-5
3.2 msnsraaeuaududunse (Linearity) fianandi 0.25 - 1.5 mg/ml
16" Corelation coefficient (r) Winfu 0.99995 (1NaUsTNATFIU > 0.995) FaM15147 4 wazn il 6-9

A9 1 N3UsEIiuAN %Relative Percent Different (%RPD) V0313110351 Cypermethrin

std. me. peak area average %RPD
C1 10.19 265.77

268.35 1.928
Cc2 10.20 270.94
C1 10.19 264.94

268.88 2.933
Cc2 10.20 272.83
C1 10.19 270.47

273.14 1.957
Cc2 10.20 275.82

C1 10.19 270.66 272.89 1.640



C2 10.20 275.13

Cl 10.19 272.85
C2 10.20 276.13

274.49 1.195

A3 2 ALRAY % a13eengs Cypermethrin Tuansazans Technical grade

d198a18 Technical grade % Technical grade
T1 94.77
T2 96.21
T3 96.62
T4 97.26
T5 96.38
T6 96.28
T7 97.04
T8 96.85
T9 96.48
T10 96.80
Mean 96.47
SD 0.65

AN5197 3 F29U09N5 TR (Range) AaduT 0.25-2.5 me/ml

AULTUTU (mg/ml) Peak area level
0.25 66.18 1
0.5 140.75 2
1.0 282.39 3
1.5 417.80 a4
2.0 559.32 5
2.5 713.52 6
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AT 2 wana Calibration curves (Range) @1vazany Cypermethrin Peak 71 1 6 level (0.25-2.5
mg/ml)

Al 3 uans Calibration curves (Range) @1vaza18 Cypermethrin Peak 71 2 6 level (0.25-2.5
mg/ml)

o Eaiee B

i
AT 4 wana Calibration curves (Range) @15aza18 Cypermethrin Peak 71 3 6 level (0.25-2.5
mg/ml)



AT 5 wana Calibration curves (Range) @15azany Cypermethrin Peak 71 4 6 level (0.25-2.5

mg/ml)

a1519% 4 Aududunss (Linearity) Anandudi 0.25-1.5 meg/ml

ALTNTU (mg/ml) Peak area Level
0.25 35.22 1
0.50 68.58 2
0.75 103.94 3
1.00 135.73 4
1.25 170.51 5
1.50 204.70 6

Al 6 wan Calibration curves (Linearity) ¥89&15 Cypermethrin Peak 71 1 6 level (0.25-1.5

mg/ml)
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AT 7 wane Calibration curves (Linearity) ¥84@15 Cypermethrin Peak 71 2 6 level (0.25-1.5

mg/ml)

Area

Lastiao

Al 8 wans Calibration curves (Linearity) ¥94@15 Cypermethrin Peak 71 3 6 level (0.25-1.5

mg/ml)

Adi 9 wans Calibration curves (Linearity) ¥84@13 Cypermethrin Peak 71 4 6 level (0.25-1.5

mg/ml)
4. WANIIATIVEBUAMULLUGN (precision)

4.1 Nan13M1 Precision 1nem37380un13M3uT (Repeatability) 1 3 AULNTY (1151991 5)

A15197 5 WesiuANnTIanUaINNTNILTE (Repeatability) 91 3 AududY

AALTNTU 0.5 mg/ml ALY 1.0 mg/ml ALY 1.5 mg/ml
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N dwin (mg)  %ieTenu  wvidn (mg)  %ieTanu i (me)  %RTIany
1 35.88 35.07 71.43 36.91 107.14 35.71
2 35.90 34.97 71.49 35.50 107.17 35.51
3 35.90 34.77 71.54 35.28 107.29 35.81
4 35.97 35.27 71.54 35.50 107.30 36.12
5 36.00 35.15 71.59 35.26 107.36 35.37
6 36.03 35.14 71.60 35.84 107.42 35.71
7 36.10 35.09 71.68 35.84 107.55 35.71
8 36.10 34.81 71.68 35.51 107.58 35.40
9 36.22 35.06 71.78 35.43 107.58 36.02
10 36.33 34.92 72.03 35.29 107.64 35.50
Mean 35.03 Mean 35.63 Mean 35.69
SD 0.15 SD 0.47 SD 0.24

N139533@0Y Precision Nagluguuas Repeatability Aa N139533a0UAUINAIAEITUTENING

1% -Ql'q 6 goj d! 4 gj Yo [y dy
?J@%JJG‘V]’JLﬂi’]%‘lﬁ“ﬁj’]ﬂjﬁLLﬁWNﬁiugﬂ‘Uaﬂ % RSD mﬂmagamwmmaamimmaaﬂmmmu

Mean = 3545, SD =0.29

n1sUsELiuAT precision Iagly HORRAT:

%RSD (experimental)

AU Predicted Horwitz RSD mnsigns

Predicted Horwitz RSD

HORRAT

HORRAT

(SDx100)

Mean

0.81

% RSD experimental

Predicted Horwitz RSD

0.66 x 2005120 5ig C (Concentration ration) l&@n = 0.35

0.66 X 2(170.5 log 0.35)

0.81

1.546

1.546
0.52

1INNTNAGBINN Precision ﬁagﬂugﬂmaq Repeatability 16iA1 HORRAT = 0.52

4.2 Wan1sM Precision 1nen319aaun13v1191 (Reproducibility)? 3 AULUNTY (113199 6)

A1519% 6 WosluATins1any 7 3 Anududu 31nn3viga (Reproducibility)

n AULVNTU 0.5 mg/ml AULTNTY 1.0 mg/ml AUTNTY 1.5 mg/ml
vt (me)  %7IRTI9NY vhwedn (me)  %7inTrany vt (me)  %7inTrany

1 3577 34.84 71.90 35.65 107.30 36.25

2 35.78 35.37 71.92 36.29 107.33 36.23
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3 35.89 35.04 71.95 36.06 107.37 36.47
4 35.97 35.26 72.13 35.36 107.38 3591
5 36.01 34.73 72.23 36.06 107.39 36.15
6 36.33 34.71 72.28 36.60 107.44 36.12
7 36.36 35.48 72.35 35.38 107.45 36.25
8 36.46 35.76 72.55 35.08 107.46 35.74
9 36.49 35.76 72.57 35.09 107.64 35.38
10 36.71 35.67 72.74 35.53 107.67 35.77
Mean 35.26 Mean 35.78 Mean 36.03

SD 0.39 SD 0.45 SD 0.31

N19MIIFDYU Precision ﬁagﬂugﬂmaq Reproducibility fis n1snsI9geuANlnALAgIiuIENINg

(%

UoyaNIATIZVgTIANINALUITUTDY % RSD 9NU0YaaniAr0INITNAReIgIMIEIBTNSIAN 1aIa1NNTT

%

NPaIASIIn 10 Ju laansail

Mean = 35.69, SD = 0.38 %RSD (experimental) (SDx100) 1.06

Mean

n1sUsziiuAn precision 1agly HORRAT; HORRAT % RSD experimental

Predicted Horwitz RSD
AR Predicted Horwitz RSD mnsgns

Predicted Horwitz RSD 0.66 x 2005120 5ig € (Concentration ration) lé@n = 0.35

— 0.66 X 2(170.5 log 0.35) — 1.546
HORRAT = 1.06 = 0.69
1.546

INNITNAFBINT Precision ﬁagﬂugﬂmaa Reproducibility la@1 HORRAT = 0.69
5. WaN19M39988U Robustness/Ruggedness
5.1 NAR59d0U Robustness 9MNNNTUSUANTIZUDUATEN Immﬂﬁlauqmwgﬁ Oven 910
240 °C 18w 250 °C (151971 7)

a s & ea q' I
A1 7 LUDSLTURNATIINUINNATITATIVEBU Robustness 91 3 AULYUVU

n AUTNTU 0.5 mg/ml AULTNTY 1.0 mg/ml AUTNTY 1.5 mg/ml

Umidn (mg)  %NenTIany  Wntn (mg)  %Wamany  uwidn (mg) % WinTiany

1 35.88 35.18 71.43 36.89 107.14 35.44
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2 35.90 34.45 71.49 35.64 107.17 36.64
3 35.90 35.03 71.54 35.39 107.29 35.45
4 35.97 35.73 71.54 35.30 107.30 36.88
5 36.00 35.36 71.59 35.04 107.36 35.72
6 36.03 34.93 71.60 35.59 107.42 36.08
7 36.10 34.83 71.68 35.59 107.55 35.38
8 36.10 36.07 71.68 35.07 107.58 35.27
9 36.22 34.88 71.78 38.58 107.50 36.82
10 36.33 35.03 72.03 35.64 107.64 35.05
Mean 35.15 Mean 35.87 Mean 3577

SD 0.45 SD 1.03 SD 0.60

a

N131333@0U Precision N10gluzUvad Robustness An N130519apUANINAREINUTENINIT0YA

AT TuanIHalugUYes % RSD A1ndeyanivunvein1snaaed lngn1siudey gaumgil Oven 31N

-

240 °C \Ju 250 °C gendai

Mean = 35.60, SD = 0.69, %RSD (experimental) (SDx100) =194

Mean

n1sUsziiuAn precision 1agly HORRAT; HORRAT % RSD experimental

Predicted Horwitz RSD

A8 Predicted Horwitz RSD mnsigns

Predicted Horwitz RSD 0.66 x 2005120 5ig € (Concentration ration) l&@n = 0.35

— 0.66 X 2(170.5 log 0.35) = 1546
HORRAT = 1.94 = 1.25
1.546

INN1INAADINN Precision ﬁagﬂugﬂmaq Robustness @1 HORRAT = 1.25
5.2 HaN1973398@8U Rugeedness mﬂmsmaaaé’aa%%‘msLU?{auLﬂéaqﬁaimiwﬁmﬂ capillary
colurnn HP-5 1w HP-5MS (1.D 910 0.32 mm 1w 0.25 mm) (57471 8)

= f o ~ Y v
A15199 8 LUDILTUANATIANUINNNTNTIAADU Ruggedness 91 3 AYUIUUYY

n AULTNTU 0.5 mg/ml AULTNTY 1.0 mg/ml AULVNTU 1.5 mg/ml

Uwidn (mg)  %¥esanu  Wwiln (mg)  %Wesaany Ut (me) %7NTIINU

1 35.87 33.68 71.46 34.57 107.23 34.98
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2 35.88 34.30 71.50 34.41 107.28 34.96
3 35.97 33.32 71.52 35.06 107.32 33.97
4 35.98 35.02 71.67 34.60 107.35 34.30
5 36.05 34.20 71.75 34.55 107.43 34.05
6 36.08 34.03 72.05 3391 107.57 33.76
7 36.24 36.21 72.14 34.15 107.61 34.00
8 36.26 33.33 72.16 34.17 107.74 34.38
9 36.47 34.04 72.47 33.75 107.76 34.76
10 36.49 34.09 72.66 34.14 107.86 34.33
Mean 34.22 Mean 34.33 Mean 34.35

SD 0.81 SD 0.36 SD 0.41

113059988 Precision N9g/lusuvas Ruggedness Av N13nsIaasuaulndiAeaiusening

Qe

v aa ¢ o 1% N « =
SU'P]%EVV]’JLﬂiqgﬂsﬁqﬁﬂuﬂﬂﬂmaiugﬂmaﬂ % RSD "i]']ﬂma%aﬂﬂﬁﬂ@sﬂ@ﬂﬂ']TV]@a@ﬂi@&lﬂqiLUaUULﬂﬁaﬂua

(%

AAs1z9an capillary column HP-5 WO HP-5ms lgiRneadl

Mean = 34.30, SD = 0.53, %RSD (experimental) = (SDx100) =154
Mean
n15UszLlUAT precision 1aald HORRAT; HORRAT = % RSD experimental

Predicted Horwitz RSD
A8 Predicted Horwitz RSD mnsgns
Predicted Horwitz RSD

0.66 x 2005120 5lg € (Concentration ration) l&@n = 0.35

— 0.66 X 2(170.5 log 0.35) = 1.546
HORRAT = 1.54 =0.99
1.546

INNITNAABINT Precision ﬁagﬂugﬂmaq Ruggedness 1AM HORRAT = 0.99

6. WANIATIAABUAINYNADY (Accuracy) N15UTEIIUAT Accuracy 310 % Recovery lagn15iia
U%mmmiaaﬂqmé Cypermethrin Fdudn Origin Wag Spike mmﬁhm?{mazﬁ']mmm % Recovery
lngenftaglugie 98 -102 % AL N5 RANTUIEMSUATTTIUSUILINN 10 % V83 AOAC
(1993) (M15197 9)

1IN 9 FoUazN1INTIINU (% Recovery) U89 chlorpyrifos
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Al content (.mg/25ml)

(10.36 mg/25ml)

conc.added conc.added

(15.55 mg/25ml)

conc.added

(20.73 mg/25ml)

Origin Spike  Added  Origin  Spike Added Origin  Spike Added
1 11.03 21.57 10.36 11.12  26.44 1555 11.20 3159 20.73
2 10.97 21.38 10.36 11.06  26.49  15.55 11.22 3181 20.73
3 10.98 21.47 10.36 1096  26.66  15.55 11.28 3207 20.73
a4 10.91 21.09 10.36 10.99 2625 1555 11.11 3143  20.73
5 11.00 21.50 10.36 11.10  26.62  15.55 11.11 3161 20.73
6 10.96 21.38 10.36 11.16  26.64  15.55 11.13 3175 20.73
7 11.02 51.54 10.36 11.10  26.62  15.55 11.11 3175 20.73
8 11.01 21.51 10.36 11.06  26.40 15.55 11.14 3178 20.73
9 10.95 21.26 10.36 11.09 26,55 15.55 11.09 3206 20.73
10 10.98 21.49 10.36 11.17  26.67  15.55 11.06  31.65 20.73
Mean 21.42 10.36 11.08 2653 15.55 11.15 3175 20.73
SD 0.007 - 0.006  0.005 - 0.006  0.006 -
%RSD 0.03 - 0.05 0.02 - 0.05 0.02 -
%Recovery
dsunanisaiiuau

1. 2nMSANYIIBNITNTINNATIZR Cypermethrin laeases GC-FID loanmeivungausadl

Column

Gas flow rate

Split injection

Injection volume

1Y

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

Helium (carrier gas) 2 ml/min

Hydrogen 30 ml/min
Airzero 350 ml/min
Nitrogen 30 ml/min
Split ratio 50:1

Split flow 100 ml/min

1 ul
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Temperature ; Oven 240 °C Hold time 3 min
240 °C Hold time 14 min
Inlet 270 °C

Detector 270 °C
an17z@ldwudn Chromatogram w84 Cypermethrin L fi&eyeyau peak 5UNIU waneing
specification/ selectivity i
2. vhnsnsraaeunaldlfuesitiinmet naeglunasifiveusuls fed
2.1 Range %39 U'%mzusuaamiﬁiﬁﬁwmaauawuﬁﬁmiwﬁlﬁaﬁtmﬁ'aa 0.25-2.5 mg/ml
2.2 Linearity 3o Auduiussewing Response AUUSNR8IaNITIITIATIEiNAdRUALTD
¥l Correlation coefficient (1) wirffu 0.99995 inausiausud r > 0.995 (AOAC, 1993)
2.3 N13MTI980Y Precision TugUved Repeatability waz Reproducibility laf1 HORRAT Lvinfiu
0.52 ua 0.69 MUY naITiNERLSUA Precision 189 AOAC (1993) gausy < 2 fatiu 53nses
Cypermethrin Tan1smaaeu Precision agluinausingonsuls
2.4 A13MTI3@0Y Precision Tuguuas Robustness iag Ruggedness laf1 HORRAT iy 0.
69 way 0.99 MUAIFY InaTiNNsEBNSUAN Precision 183 AOAC (1993) sausy < 2 faiu 3531As et
Cypermethrin linan1snageu Precision @&ﬂummsﬁﬁaau%’uﬁ
2.5 N15MII9AOU Accuracy Y84IENITAINAT % Recovery Winfu 99.84 % d1wSuansiid
USaua1nnin 10% wneuat AOAC (1993) eglutae 98 -102% Faidu 383ums89 Cypermethrin Tvina
nsNAEBU Accuracy asﬂumm%ﬁﬂam%ﬂﬁ
3. annsmedey 7 wndwenuiehunusisuanmmsiies fadunanisnaassdldansn
il lfduisuinsgiudmiviasieinaaey A1 % a1seengnivesndndusiaiifidauuas

'
CY v a

Cypermethrin %ieaufjiansingiiiunisinuns ddnideuasimuinisinunsiwen 7 1o

9
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ANANUIN

Table 1: tneuwin15upU5U recovery

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

AOAC Peer- Verified methods Program (1993)

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

Analyte, % Analyte ratio Unit RSD, %

100 1 100% 1.3



formula

10 10! 10%
1 1072 1%

0.01 107 0.1%
0.001 10 1 0

1.9

2.7

3.7

0 ppm 5.3

(mg/ke)

AOAC Peer-Verified Methods Program (1998)

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

Concentration (C)

Mass fraction (C)

PRSDg, %

100% 1.0

1% 0.01
0.01% 0.0001

1 ppm 0.000001

Definitions and Calculations of HorRat Values from Intralaboratory Data,

HorRat for SLV.doc, 2004-01-18
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Reproducibility relative standard deviation calculated from the Horwitz
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