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N %’mﬂm'gwmmmwﬂﬁﬂ gas-liquid chromatography (GLC) %1ia flame ionization detector (FID)
dmsuylnsl@u (buprofezin), In3aiuu (pyridaben), wuni-lgwgn3u (beta-cyfluthrin), lewles
wnsu+lnsiluea (cypermethrin+profenofos) waztiilaslnesu (fenitrothion) waginadla high
performance liquid chromatography (HPLC) %iin UV detector @1115ud#ilusa (ethiprole), a1
lpan3a (imidacloprid), s@n13n3a (acetamiprid), Wluyau (fenobucarb) wagginuysou+insily
ea (lufenuron+profenofos) Asaaaaur19ANILTUEUASS (linearity)/429909n1537 (working range)
Tsanutantu 0.2-1.8 ladnsusediadans (buprofezin, pyridaben, beta-cyfluthrin) 429A 3L ULTY
0.02-0.18 fiadnsuneiiaddns (ethiprole) B9AMNUNTY 0.06-0.16 Hadnsuneiiaddns (imidacloprid,
acetamiprid, cypermethrin, fenobucarb, lufenuron Wag profenofos) Waz¥I9ANUTNTU 0.6-1.6
fiadnsurefadans (profenofos wae fenitrothion) léAduUssanSanduius (correlation coefficient,
N r> 0.995 sgluinauisausuai r = 0.995 R3I9EBUAINUTIE (precision) MawUY repeatability wag
within laboratory reproducibility laa1 HORRAT e¢lu39 0.14-0.88 (buprofezin, pyridaben, beta-
cyfluthrin wa e ethiprole) ¥34 0.3288-1.9230 (imidacloprid, acetam iprid k&g cypermethrin
+profenofos) 414 0.34-1.84 (fenobucarb, fenitrothion Wa ¥ lufenuron+profenofos) M $19@8 U
robustness/ruggedness Lifi1 HORRAT aglutis 0.16-0.60 (buprofezin, pyridaben, beta-cyfluthrin
way ethiprole) 479 0.3937-1.8352 (imidacloprid, acetamiprid tag cypermethrin+profenofos) 414
0.36-1.94 (fenobucarb, fenitrothion wag lufenuron+profenofos) ?jﬂlﬁ WU 2 ANULNINANTEUNUD Y
AOAC, EU uag Codex mafﬂaaummgﬂﬁm (accuracy) 16iA1 %recovery 983 buprofezin, pyridaben,

profenofos, fenobucarb wa fenitrothion aglumas 98.2 - 102.0 AaEIsnAiNISEENSUT 98-102%
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ForsaurdmiuarsiduSunauannia 10% vae AOAC warléina %recovery 483 beta-cyfluthrin,
ethiprole, imidacloprid, acetamiprid, cypermethrin wa lufenuron aglutae 98.1 - 102.4 AUy
NATTN5ENSUR 97-103% RansandmSuasitiusinaninnii 1% ves ACAC 33damus WY
1934 (specificity) laifinssuniuresanssy wazuszanaumaulduiusuves buprofezin, pyridaben,
beta-cyfluthrin, ethiprole, imidacloprid, acetam iprid, cypermethrin+profenofos, fenobucarb,

fenitrothion Wag lufenuron +profenofos W 0.2,1.2,0.04, 0.13, 0.34, 0.21, 0.04, 0.40, 0.94, 1.18,

=

0.09 Uag 1.17 NTEAUANUIBIU 95% MUAIRU AITUNANITNAFBUAINGY UAMENYMLIANIZYBITT
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4

ANDY LU

Do D

1dnfiny : m3aeuAuldlavedis ansidnauuas nanduriansdesiumdndngiy anseengva

Method validation of buprofezin, pyridaben, beta-cyfluthrin, ethiprole, imidacloprid,
acetamiprid, cypermethrin+profenofos, fenobucarb, fenitrothion and lufenuron+profenofos as
the active ingredients of insecticide in pesticide products were determined by gas
chromatography (GC) with flame ionization detector and high performance liquid
chromatography (HPLC) with UV detector. The linearity/working range of buprofezin, pyridaben
and beta-cyfluthrin were in the range of 0.2 to 1.8 mg/ml, the range of 0.02 to 0.18 mg/ml
for ethiprole, the range of 0.06 to 0.16 mg/ml for imidacloprid, acetamiprid, cypermethrin
fenobucarb, lufenuron and profenofos and the range of 0.6 to 1.6 mg/ml for profenofos and
fenitrothion with the coefficient correlation (r) > 0.995 which had accepted with limit of the
correlation coefficient (r) > 0.995. The precision of HORRAT values for repeatability and within
laboratory reproducibility were in the range of 0.14 to 0.88 for (buprofezin, pyridaben, beta-
cyfluthrin and ethiprole), the range of 0.3288-1.9230 for (imidacloprid, acetam iprid and
cypermethrin+profenofos) and the range of 0.34-1.84 for (fenobucarb, fenitrothion and
lufenuron+profenofos). The HORRAT values for robustness /ruggedness were in the range of
0.16 to 0.60 for (buprofezin, pyridaben, beta-cyfluthrin and ethiprole), the range of 0.3937-
1.8352 for (imidacloprid, acetamiprid and cypermethrin+ profenofos) and the range of 0.36-1.94
for (fenobucarb, fenitrothion and lufenuron+profenofos) which were within acceptance criteria
of the AOAC, EU and Codex (HORRAT value less than 2). The accuracy of this method was
assessed by recovery studied. The percent recovery of buprofezin, pyridaben, profenofos,
fenobucarb and fenitrothion were in the range of 98.2 to 102.0 considered an acceptance by

the AOAC (98-102%) for analyte concentration more than 10%. The percent recovery of beta-
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cyfluthrin, ethiprole, imidacloprid, acetamiprid, cypermethrin and lufenuron were in the range
of 98.1 to 102.4 considered an acceptance by the AOAC (97-103%) for analyte concentration
more than 1%. This specific method did not have interference from other substances. The
measurement uncertainty of buprofezin, pyridaben, beta-cyfluthrin ethiprole, imidacloprid,
acetamiprid, cypermethrin+profenofos, fenobucarb, fenitrothion and lufenuron +profenofos
were 0.2, 1.2, 0.04, 0.13, 0.34, 0.21, 0.04, 0.40, 0.94, 1.18, 0.09 and 1.17 respectively at 95%
confidence level. As a result, it was the performance characteristics of this method according to
the criteria. This method could be used to determine in insecticide products with accuracy and
precision.

Keywords : method validation, insecticide, pesticide products, active ingradient

6. A1

Usznelneiinsldansirdauuas (insecticide) fusgrsunsvans esanidulszimenunsnssy
astinusasiinanduisihuliselovdlunsmuguuagnsvhaisdagii dWeananudenioves
wAanan1sinuasAlnuasnsUgn Usnnadeyanisiidransidauuadusenined 2554-2560 nuindl
Uunaddnannndrduduilansy wazAnduyarmuinnimiuduuimluusasy @dnanuasegia
M3LNEA3, 2554-2560) IneUsunanazyarinisiidiaeudags uandbiiuinfimsldasidauuanduy
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mainwasdumhsnuiiiuiaveulumsliuinmansaliesgindnfasiingfunsemeninnensinis
Jungidou i wazdioan nuinuaNamn mamEE ISy RTansunsie we. 2535 Lielvua
msleseiiianugndesuusuasfuiiundededu FowfiRmsiedudosimamaaauaugnios
YesiFAATIE Wiemnsaaeumultlivesitiiagy (Method validation) ilelviulainislinses
MdeggniouvanzanfiazilUldemnswmaingusvasd dadunilsludermuamuunnsgiu 1SO/IEC
17025 ldmunnudnvazanizvedslunisnsivgeuanuldliveitie Yrennuludunss
(Linearity)/n529@9uU%19v939n133a (Working range) Aa1ULie s (Precision) AUV YR I3 S
(Robustness/Ruggedness) mmgﬂé’faﬂ (Accuracy) WAEAINNINNIZLANLAS (Specificity) (EURACHEM
Guide, 1998; APVMA, 2004; CIPAC, 2003) ka3t1unUseifiumigisn1eanainisdnsieviauisanluly
aildvdeld Fafueadeiidunsinunisnssaeumulfldvesiiiinmeaseanguinguatsiin
wuaslundnduiansdesiumdadagiiy : ylnsidu (buprofezin), nsaiuu (pyridaben), lun-le
Wan3u (beta-cyfluthrin) 87lnsa (ethiprole) dlialAan3na (imidacloprid), 8¥@n"iin3a (acetamiprid)
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lgwasiunsu+lnsillunea (cypermethrin+profenofos), #luyaisu (fenobucarb), i iilasinesu
(fenitrothion) uaggiuysou+nsilunea (lufenuron+profenofos) Aiginatialasuilnsnsiil el
Fhasendanugndetninzan awisaldiduisnaaeuluesduifinig wasiillvenisiuseniy

WINTFIU ISO/IEC 17025 T3uviaiinanssaueveinslf iin1slun1snsialnssinandus ingdunsiy

NWNTNBAT

7. 3anduns
gunsal/iA3asiie
1. 1394 Gas-Liquid Chromatograph (GC) 71#nsasin$133n%ia Flame lonization Detector

\A384 High Performance Liquid Chromatograph (HPLC) famsia¥awiin UV Detector

won

moauviln Capillary neluindoume 5% Phenyl Methyl Siloxane (HP-5) vunaLdusaudnans

0.32 fadlums ANE1 30 WAT ANVUIBIHAN 0.25 lulasiuns

4. madulyila ZORBAX SB-Phenyl 1u1aaun1A 3.5 um AMe13 150 dadiuns idurigudnan 4.6
Hagung

5. Aeduvlia Luna C18 UINBUAIA 5 pm AN 150 Jaduns Wuraudnans 4.6 1aawns

6. mEaNY HPLC wu1m 4.0 x 250 fadkuns n1eluussasae Octadecyl silain bonded silica gel ¥u1n
5 lulasiuns (Hypersil ODS)

7. pedul HPLC 911a 4.0 x 250 fadiuns n1eluussasie Octyl silain bonded silica gel w1 5
lulasums (Lichrosher100 RP-8)

8. n3ostiazBun 4 fumis (Feldseau 0.1 fadns) Frunsaeusfisund

9. Ultrasonic bath

a0 )

10. M TaUSuInsstn type A 9w 10, 25, 100, 250 wag 500 Jaddns AN1unTaouiguLa?

11. Auto pipette 1@ 10-100 lalasdns, 100-1000 llasdnsuay 1-10 faddnsfriunisasuifisuud
12. Jnines aua 100 Jadans

13. NFUUAINTUNY

14. Vial 3u1n 2 Jagans

15. Syringe 9uU1A 10 UadanT

16. Syringe filters 0.22 lulAsiuns

dsadl

1. d@13u19337U Beta-cyfluthrin 99.0 %

2. @1301M3§1U Buprofezin 99.0 %

3. @13071m331U Pyridaben 100.0 %



4. @1301M351U Ethiprole 99.0 %

5. @1501m331U Imidacloprid 99.4 %

6. @15U1995 U Acetamiprid 98.1 %

7. @1301m351U Cypermethrin 96.5 %

8. @1311M351U Profenofos 99.0 %

9. @130 Ig U Lufenuron 99.4 %

10. #13171M351U Fenubucarb 98.6 %

11. @19019m351U Fenitrothion 98.4 %

12. A19819W BN T Buprofezin 25%WP, Pyridaben 20%WP, Beta-cyfluthrin 2.5% EC, Ethiprole
10% SC, Imidacloprid 35% w/v SC, Acetamiprid 20% w/w SP, Cypermethrin+Profenofos 4%
+ 40% w/v EC, Fenobucarb 50% w/v EC, Fenitrothion 95% w/w Tech @ ¥ Lufenuron +
Profenofos 5% + 50% w/v EC

13. Acetone 4l AR grade lHiduivinazaredmsusiogranansae Buprofezin, Pyridaben, Beta-
cyfluthrin, Cypermethrin+Profenofos e Fenitrothion

14. Acetonitrile vfln HPLC grade M dusnviazatedmsusiegrandnsaus Ethiprole, Imidacloprid,
Acetamiprid wag Lufenuron + Profenofos

15. Methanol 4@ia HPLC grade Tidusviazanadmsudieganansiue Fenobucarb

16. Water wn HPLC grade

17. Acetic acid 99.8%

/M

1. n1sUSun1azAIag Gas-Liquid Chromatograph ¥ Flame lonization Detector (GC-FID)

é”m%’umsaanqw‘é buprofezin, pyridaben, beta-cyfluthrin, cypermethrin+profenofos ag
fenitrothion §ail
ADRNIYIN . Capillary poduingluussynie 5% Phenyl Methyl Siloxane
(HP-5) gunaLdus1AudNaIs 0.32 Tadiums AU 30 WAS
AMULIYEIaY 0.25 lulasiuas
Qm%q:ﬁ injector : 260°C (buprofezin), 270°C (pyridaben), 280°C (beta-cyfluthrin)
250°C (cypermethrin+profenofos), 210°C (fenitrothion)
qmwgﬁ oven : 240°C (buprofezin), 260°C (pyridaben), 280°C (beta-cyfluthrin)
240°C (cypermethrin+profenofos), 195°C (fenitrothion)
qmmﬁ detector : 260°C (buprofezin), 270°C (pyridaben), 280°C (beta-cyfluthrin)



250°C (cypermethrin+profenofos), 250°C (fenitrothion)

Split ratio 50 : 1
USUIRIN1920 . 1.0 lulasdng
ANTRIN . He onsnsina 2 Hadansneunyl (buprofezin, pyridaben

cypermethrin+profenofos wag fenitrothion)
He omsnsiva 2.5 faaansseund (beta-cyfluthrin)
finggaLUaalvl . H, onsnsina 40 fadanseeundl (cypermethrin+profenofos)
H, ®nsnsiva 45 Jadanssioundl (buprofezin, pyridaben
Beta-cyfluthrin wag fenitrothion)
Air dnsinslwa 450 Hedansrounil
Make up gas : N, 8nsImsiva 45 faaanseeuil
NAADUANUNSBUVBUATDY GC nﬂﬂ%’jafﬁauﬁwmﬁlmwﬁ lnen13anansazaneNInggIulIuIN
1 lailasAng 1Wuades GC drfuvans 4 aSsunsetaiuiild peak vesansazaneunsgIuidnfndoriu &

ANUwANANeiulaLAY 2%

2. n15USunIazAag High Performance Liquid Chromatograph (HPLC) %@ UV Detector
é"lvi%"uaﬁaaﬂqw‘é ethiprole, imidacloprid, acetamiprid, fenobucarb ag lufenuron +
profenofos) figl

ADRNLYTN : ZORBAX SB-Phenyl vu1nayn1A 3.5 um A311813 150 aaiuns
WURIAUENA1N 4.6 Tadiuns (ethiprole)

: 250 x4.0 Jadwns id packed with 5 lalasiums octydecylsilane-bonded
silia gel (imidacloprid, acetamiprid, fenobucarb wag
lufenuron+profenofos)

dns1nsina : 1.0 Haddnssioui
wandoud : acetonitrile — 0.5% acetic acid (55+45 v/v) (ethiprole)

. acetonitrile — water (60+40 v/v) (imidacloprid)

. acetonitrile — water (25475 v/v) (acetamiprid)

. acetonitrile — water (70+30 v/v) (fenobucarb)

: acetonitrile — water (80+20 v/v) (lufenuron+profenofos)

RV HRGLEH : 40°C
AINETIAAY : 280 w1 luLums (ethiprole)

: 252 wluuas (imidacloprid)



© 246 unluuns (acetamiprid)
. 245 uluwins (fenobucarb)
: 254 uluwns (lufenuron+profenofos)
UTumsnsan - 10 lulps@ns (ethiprole)
. 5 lulasdns (imidacloprid, acetamiprid, fenobucarb wag
lufenuron+profenofos)

NAFBUAIUNTONVDNATEY HPLC YNATInauyiin1siins1en lagn1sdnaisazaiguinsgiu

[
v A

Vs 10 lulasdns Whiados HPLC dhifumane q aSsaunsesfatuiild peak YDA TALANBUATFIUT

dafameiu anuuanansiulaifiu 2%

3. nﬁmiwaaumml’l%‘lﬁ%ﬁ%Lﬂﬁzﬁmiaanqw‘é buprofezin, pyridaben, beta-cyfluthrin,
ethiprole, imidacloprid, acetamiprid, cypermethrin+profenofos, fenobucarb,
fenitrothion wag lufenuron+profenofos

3.1 ps1vaaureAuludunss (Linearity) /42998901530 (Working range)
U 2559 buprofezin, pyridaben, beta-cyfluthrin tag ethiprole
3.1.1 A1 linearity/working range
W3ELANTAZANENIATEI 6 SERuAudty Snansavansinasgiueaudiduaz 3 91 1
1A383 GC (ﬁm%’umsaaﬂqmé buprofezin, pyridaben wag beta-cyfluthrin) wag HPLC (dwSuansean
qn3 ethiprole) a$ansvsgninanududurosansunsgiuiu response finrsudaiidudunse

AuIAT correlation coefficient (r); r > 0.995

U 2560 imidacloprid, acetamiprid Wz cypermethrin+profenofos

3.1.2 ¥1A1 linearity

wiBnasuInIgu 6 anududu Saansazatsnsgiuduaies GC @wiuanseangn’
cypermethrin+profenofos) wag HPLC (é{’m%’umiaaﬂqwé imidacloprid way acetamiprid) 13898761 U
91nANULTUTBElULIN 11AN3INIENIANTNTUVBIAITUIATFIU (LN X) AUAT response (LN
Y) fansangransmiidudunss

3.1.3 #1A1 working range

FonA1an linearity Mdwdunss 3 anududu udminduwioarsuinsgiu 6 A
LN 5®a'ﬁazmauwmsgwm%’wm%"m GC (@m¥uanseangn’ cypermethrin+profenofos) wag HPLC
(drwfuanseangn? imidacloprid wag acetamiprid) Fusdduatnaududutosluinn mansn
sewinmnududuresasinnsgIu (Wnu X) U response (W Y) Ransantsnsniiudunse lng

AR correlation coefficient (r) Aa9dA1u1NNN 0.995



g 2561 fenobucarb, fenitrothion way lufenuron+profenofos

3.1.4 ¥1@1 linearity

wisnanu1nIgu 6 anududu Saansazaneunssiuduaies GC @wiuanseangn’
fenitrothion) waz HPLC (1w3uanseangud fenobucarb wag lufenuron+profenofos) 383815UaIN
ANuututesluuin 11AN3 M NAUTNTUVDIAITUINTEIU (LAY X) AUAT response (N1 Y)
fnsanvrensmiiidudunss

3.1.5 A1 working range

FonA1an linearity Mdwdunss 3 anududu wdnduwionarsuinsgiu 6 A
udu dnansazansunmsgiudiiaies GC (@wiuanseongus fenitrothion) uag HPLC (@wiuanseen
05 fenobucarb way lufenuron+profenofos) Fesdriuainaududutioslunin 1nansimsening
AU TINATEIU (WU X) FUAY response (WU Y) 91sandnsmiiudunss Taouan
A1 correlation coefficient (r) AslAIINNIT 0.995

3.2 P399A0UAIITIB (Precision)

3.2.1 Repeatability

U 2559 buprofezin, pyridaben, beta-cyfluthrin lay ethiprole

M319@0U Precision WUU Repeatability d4ifun1snaaeuainiesuji@nisideady
fnaaounuieiy in3esiloyaifedtu lunanfeity

thdegendndusiingdunsentinisineasiiiuvesudadosngnuanlidniu dou
fogneiilurenvardenvglnduiedotu dusedefinsviinauiveu 3 seiuanududy
sefuay 10 91 aseunqusiildeu Talu volumetric flask 1uin 25 Tadans iRufshazaisysyana
39910 Ungn dluiwgidieiaias ultrasonic bath Uszam 15 undt aantusieanundeidlifud
QaUUNIYDY uaIANFIINaza1eURWAUTINT wlsansaratgfiegaldasiu vial aunn 2 1addns An
ansaratefiegadases GC IngiieufiunsImuInsgIu (ﬁm%’umsaaﬂqwé buprofezin, pyridaben
uaw beta-cyfluthrin) uag HPLC (@wiuansoangy? ethiprole)

ArurumiAade (mean) d1uldsauun1nsgiu (standard deviation, SD) dauteaiuy
UINIFIWAUNNS (relative standard deviation, %RSD) fsuanl@annuanismaass (9RSD exp) Fudi
AUIULARIN Horwitz's equation (%RSD 1iomit,) WaEUTHUAIY HORRAT (Aina5584 fatiow, 2549) Tny
HORRAT giaeiimliiviu 2 aanaeifiansainves AOAC, EU way Codex

Usziliu Precision lngld HORRAT
HORRAT - %RSD erp. / BRSD omits
A8 Predicted Horwitz RSD msgns

9%RSD, = 0.66 x 2 101020 (F135y repeatability)



9%RSD;

2 1051080 (Fu5y reproducibility)
C = Concentration ratio

LNEUINBBNSUAT Precision
AOAC gausu  HORRAT < 2
EU, Codex  ®ausu  HORRAT < 2

U 2560 imidacloprid, acetamiprid taz cypermethrin+profenofos

Feansumsgu 3 anududu egsar 2 41 asludninesaunn 50 fadans thlvaganesie
fvhazans Tdasluriniausinasuunn 250 fadans Wudviazats 150 fadans @msvaiseengn’
imidacloprid, acetamiprid wag cypermethrin) tagzaslurininuiuinsuun 25 faddns Ulvazarumiesi
vazane ldaslurintnusuinsuuna 25 Tadans Wudviazats 15 dadans @mivaiseengns
profenofos) Luelviagatunie ultrasonic bath 5 u1# YaselvansavarguSuiidgeungiiviesysu
Usunsiedavihazats wenlddaiu wisldnn vial vuna 2 fiaddns dWerluieseidienies GC
Wiy HPLC

(Y a

rdegramdndueiingdunsianianisineasiiiuvesudsdesagnnaulmndiiu diu

q
(%

fregrsiiurasnarmenatlndudomortu Saegrsiinsuusunanduoy 3 mududy og1sas
10 91 TdvanU3uns 50 fadans Wufvinavans Uszana 25 fadans weliazaose ultrasonic
bath 5 u# UdeelviansazareuSuimiingemmgiiiealSulsunnsaigmvinazate werlmdii wusld
10 vial A 2 Taddns nasaraesiegiadiaies GC lnsifsufunsmuinsgu @wiuanseen
Z]Vlé cypermethrin+profenofos) ey HPLC (é’m%’umsaaﬂqmé imidacloprid Wag acetamiprid)

AU ade (mean) d2uldsaiuun1nsgIu (standard deviation, SD) dauldeaiuy
11935 AN (relative standard deviation, %RSD) fidurnildannnanisnaans (%RSD o) Fudi
AIULAIN Horwitz's equation (%RSD pomity) WazUsEIHUAIY HORRAT 1ag) HORRAT siasiianlaitiu
2 MILNUNAINTUIVDI AOAC, EU way Codex

Uzl Precision Taglyd HORRAT

HORRAT = %RSD e / %RSD Hommitz

A8 Predicted Horwitz RSD m1gns
9%RSD, = 0.66 x 2 101020 (F135y repeatability)
9%RSDg = 2 105102 O (Fu5y reproducibility)

C = Concentration ratio

U 2561 fenobucarb, fenitrothion wag lufenuron+profenofos
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Feensuinsgiu 3 anududu egiag 2 91 adudninesouin 50 fadans thlvazaese
fvhagans Taadluratnuinsuuin 250 Sadans Wuivhazats 150 Sadans @wiuanseenans
fenobucarb, fenitrothion waz lufenuron) wazadluwiadnUsuiasvuin 25 Jadans unluavarenlgdavin
avane ldadluraninusinmsuun 25 fadans Wushavans 15 fadans (@msuaisesngqns profenofos)
welviagangse ultrasonic bath 5 unil Yaegliansavaneuiumiingeamaiiiesuuusuinsaeg i
viagans werlidniu widldnan vial vunm 2 faddns e luiesesidewedos GC wag HPLC

(% =

rdegramdndueiingdunsienianisineasiiduvesudsdesagnnaulmndiiu diu

q
[

Fregrsiiduresmarseaaglmndudoiontu dafegrsiinsuusuianiusy 3 mududy eg1sas
10 91 TdvanU3uns 50 fadans Wufvinavanes Uszana 25 fadans weldazaosie ultrasonic
bath 5 w1l YaeelviansazargusuiididgamaiiviesuSudsumsmedniazate welidiiu uusld
10 vial A 2 Taddns narsaraesiegiadnaies GC lngifsufunmuinsgiu @wiuanseen
i]‘vé fenitrothion) wag HPLC (é’m%’umsaaﬂqmé fenobucarb ag lufenuron+profenofos)

ArudruvAade (mean) d2uldsauunnnsgIu (standard deviation, SD) dauldeaiuy
11935 NN (relative standard deviation, %RSD) fidurnilgannnanisnaans (%RSD oxp) Fui
AIUlA9IN Horwitz's equation (%RSD joni,) harUsEIUAIE HORRAT 1ng HORRAT fosdianluiiu
2 MILNUNAINTUIVE AOAC, EU way Codex

Uzl Precision Taglyd HORRAT

HORRAT = %RSD erp. / %RSD otz
A8 Predicted Horwitz RSD msgns
9%RSD, = 0.66 x 2 1051020 (F135U repeatability)
%RSDy = 2 105102 O (Fu3y reproducibility)
C = Concentration ratio

3.2.2 Within laboratory reproducibility

333980 YU Precision WUU Within laboratory reproducibility Fadunisnaaeuain
o FiRnsiieatu fmaaeuaufiodtu tasesdleyaiioadu Tunaiisiudy

ARTERFegatuReItufUte 3.2.1 urardn1eianety Awnmeeds (mean) @y
Lf‘ismmummgfm (standard deviation, SD) d’smﬁ&mmummgmé’uﬁwé (relative standard deviation,
9%RSD) fimuraldannanIsMaass (%RSD oxp) fuiidunadldann Horwitz's equation (%RSD o)
wazUseiiiugig HORRAT lag HORRAT fasdianliiiu 2 ssinusfiansanves AOAC, EU way Codex

3.3 f539d@8U Robustness/Ruggedness

U 2559 buprofezin, pyridaben, beta-cyfluthrin wag ethiprole
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Ansziiiegraduieatuiude 3.2.1 @ 2559) Tneyinsnsinaeu Robustness (Wasy
9ounil/8n51n131Ma) wagns19d0U Ruggedness (WasuASey/Aedu) MulamiAeds (mean) diu
Lﬁmwummgm (standard deviation, SD) d’;mﬁmmumm@mﬁuﬁwﬁ‘ (relative standard deviation,
9%RSD) fiduralldainnani1snaase (%RSD exp) Fuiidunadléiann Horwitz's equation (%RSD o)
wazUseuiiugig HORRAT Tne HORRAT @asilaluiiu 2 snuunausiansanves AOAC, EU way Codex

U 2560 imidacloprid, acetamiprid taz cypermethrin+profenofos

nziiiegraduiieatuiude 3.2.1 @ 2560) Tneyiinisnsinaeu Robustness (Wasy
§nsin1slva/gungil) uazms19a0u Ruggedness (Wanunodul/quugll) AuiumA1ads (mean)
druid89luun1n 351U (standard deviation, SD) @dutdsluuunsg1udusing (relative standard
deviation, %RSD) Aif1uaalAanHaN1INAa (%RSD oxp) Fudiduanleain Horwitz's equation
(%RSD 1onicy) AEUTELUAIY HORRAT lme HORRAT fiaadianlaiiiy 2 aunausifiansainaas AOAC, EU
ey Codex

{ 2561 fenobucarb, fenitrothion way lufenuron+profenofos

WATIZRFIE1NTULREIAUA YT 3.2.1 (U 2561) lneyi1n19m91980U Robustness/
Ruggedness (LiJ"S'sJuqmmﬁ/é’mwmﬂma/Sput ratio/Aadul/solvent/iA38d) AMuaMmALadY (mean)
ﬁamﬁmwummgm (standard deviation, SD) damﬁmwummgmé’uﬁwﬁ‘ (relative standard
deviation, %RSD) fif1uralda1nuan1snaass (%RSD exp) Fufigruaailéann Horwitz's equation
(%RSD hommit,) HaEUSEIUAIY HORRAT 1oy HORRAT fasiimlidiiy 2 muinueinansanaes AOAC, EU
lae Codex

3.4 AFIAABUAINYNABY (Accuracy)

U 2559 buprofezin, pyridaben, beta-cyfluthrin ag ethiprole

3.4.1 .Sy Stock standard ijbqaﬁazawmmg’m buprofezin, pyridaben a¢ beta-
cyfluthrin 5 Sadnfurefiaddns waza1saza1sannsgu ethiprole 0.5 Tadniurefiaddns lnen1sdsans
1nsgIuadly volumetric flask BudiagarsUszanaein Unan tliendeiases ultrasonic
bath Uszan 15 wiit anthuieenindaiddiuiigumgiivies udufnsvhazangauidauzinms

3.4.2 .W3u3 Stock sample Faa15azar86190879 buprofezin, pyridaben &g beta-
oyfluthrin 1 fiadn3usefiaddng wazansazaieannsgiu ethiprole 0.2 fadnfusefiaddns Inonisd
feg1eadlulnines ararealediinaraly nansHIunIIuNTeeg volumetric flask Laudiazany
Us2700 39179 Unn thldwendeieios ultrasonic bath Uszanas 15 wiit anntuthesnundaiiels
Hufigaumniivies udufusvhazansauiednuiung

3.4.3 Wsuansazatsnssuiieaiansmiinassu lnowSsuaisazanennsgiu 6 ey

AU ATEUARNYITLYIIU aly volumetric flask 25 fiaddns Wudiaza1eUssanunTvIn Un

12



an tltigndeiaies ultrasonic bath Uszanm 15 unil anduiosnudsislhbuiignmgives ué
WuivarasaulinUiungs wisasazatefiegndldatiu vial wuin 2 faddns Anansavaieuinsgu
dupdes GC (ﬁm%’umsaaﬂqwé buprofezin, pyridaben wag beta-cyfluthrin) Wag HPLC (1v¥uans
gengyis ethiprole) Mudduadduandosluun

3.4.4 Wwisuarsazatgiionian Origin TiUnaisasais Stock sample 4o 3.4.2 Taly
volumetric flask wu1n 25 §addns S11a 10 91 USudTunsdesvhazarsaudednuiunns weili
iy uwsansaganeldadlu vial wuin 2 faddns dnansazarsiduadedaeifisuiunsmuasgiude
3.4.3

3.4.5 w3suasazaewiioniAn Spike JiUnansazans Stock sample 48 3.4.2 lalu

o

volumetric flask vu1A 25 HadaRT 911U 3 YA YAy 10 41 9ntuifinansazats Stock standard 3
sefuAuLdy Audiduas 10 91 YSudsinsiesharatsauidausung weilidniy uwls
asazansldasiu vial vum 2 faddns dnansavaneduadedaaifisuiunsvuinsgiute 3.4.3

3.4.6 N15U52LUAT accuracy 910 % recovery ﬁ'}ﬁﬂﬂ%mmaﬁaaﬂqw‘ﬁg buprofezin,
pyridaben, beta-cyfluthrin wae ethiprole 71 uA" origin way spike WIMIANREY wAZAIUILAT
% recovery a8 beta-cyfluthrin wag ethiprole fiaseglutag 97-103% AL QERNs A uasidl
USunaumnndn 1% ves AOAC uar buprofezin waz pyridaben agluyia 98-102% AuLnausiiasaun

dmuansNiUTINIINAI 10% Y89 AOAC NGNS

% Recovery = (Copike = Corigin ) X 100 / Coag
C spike = mmLsé’fm’fwuaaa’ﬁaanqw‘éiumaazmEJ Spike
C orign = mmLSﬁu%’waamiaaﬂqméiumsazmEJ Origin
C a4 = mmL%u%umaamiaaﬂqméﬁLﬁuaﬂumiazma Spike

U 2560 imidacloprid, acetamiprid Way cypermethrin+profenofos
3.4.7 wiguasunIgulun1snsert lnen1399a15uInsgIu imidacloprid, acetamiprid
uag cypermethrin Tosinnuitatu 0.08, 0.10 wag 0.12 faansu/daddns (+0.1 dadniu) 98198y 2 91

asludninasuuin 50 Naddss unldazansmeiivinazaty Taasluriainusuinsauina 250 Hadans LAy

'
Y a o

Wiagate 150 1adans wagdea1suInggIu profenofos tuliAanadudu 0.8, 1.0 uag 1.2 Jadnsu/

Taddns (+0.1 Tadnsy) 98198y 2 91 adluradaUsuinsvun 25 Nadans unluazanemesvinazaie 1d

a v o

adlurInTAUSUINSIUNN 25 Hadans WuFIvinazane 15 Jaaass welvazalenie ultrasonic bath 5

v |

w1l YaeelvansazanguSudiudngdenmgiviesdsudsunsmedniavaty werlvdiiuudsldvin vial

A 2 Jadans welluimsziieinses GC @m5uaiseangnd cypermethrin+profenofos) waz

HPLC (dvSuanseanayd imidacloprid uag acetamiprid)

13



(Y (5%

3.4.8 N1340384 stock sample ¥1f081andndnaTngdunsientsnisinuasiiluve wds

[
A a

rosrgnuanlidniu dwsegeiduresnarfosaglinluioweniu dsluliaududu 1.0 fadnsy

&

a v o

/N8adns (+0.1 Taansy) Tdvindnusuins 100 Haaans Wusvinazaty 50 Naaans weliavaienie

[

ultrasonic bath 5 u# UdegliansazareuSuimiiigeamgiiviesuSuusunnsmedivinagaiy w1l
A Tiumasaza1efieg19u 1.2, 1.5 way 1.8 Tadans 1dhuwiniausuinsuuin 50 1aaans 3147y
9819aY 2 9A YPa 20 MALUYAAE 10 WaoUIuUTIsedhazats el iuuiddun
vial 3u1a 2 §a3ans et lulmszisenses GC (ﬁm%"umiaaﬂqwé cypermethrin+profenofos)
ey HPLC (ﬁm%’umsaaﬂqwé imidacloprid &g acetamiprid)

3.4.9 N15wW38 Y stock standard Fe@15u@ 751U imidacloprid, acetamiprid k&g
cypermethrin Isilanuididiu 2.0 fladn$i/fiaddns (+0.1 fadn3u) wagdsansumsgiu profenofos 9
faututu 20.0 Jadansu/laddns (+0.1 fadnu) ldvanuTuins 100 daddns hudavinazans 50

faddns welviazateme ultrasonic bath 5 Wi YaselviansavaneusuiidigaamgiiviesuSudsunns
Adviazay el
3.4.10 YiUaansu1ms§IuaIn stock standard Tude 3.4.9 Usuns 1.40, 1.75 wag 2.10
faddns iwnasluvininuiunsuun 50 fadans lude 3.4.8 Mvdeynas 10 van viinsUTuUTINS
Frevinarate wenlfidndu ulslduan vial aune 2 8adans Tinsigdnysunmaisoengnslu
aTazaNvRHAnS YT B s U UNTININATTIY
3.4.11 n15U52LHUAT accuracy 910 % recovery ﬁwmﬂ%mmmsaaﬂqwé imidacloprid,
acetamiprid uag cypermethrin+profenofos LluA" origin wag spike WIMIALRAY WAZAIUIAIAT
% recovery Ing cypermethrin siadagluaig 97-103% AR E M USRIV IRnAT
1% v®3 AOAC Wag imidacloprid, acetamiprid uaz profenofos ag/luyag 98-102% AsnauaNaA1TUN
dmSuansAiusuaNInng1 10% ved AOAC NGAS
% recovery = (A spike — A origin) x 100 / A add
A spike = U%mmmiaaﬂqméiumiazma spike
Aorigin=  USinmuansesnguisluaisazane origin
Aadd = U%uﬂmawsaaﬂqméﬁLauaﬂumsazma spike
U 2561 fenobucarb, fenitrothion wag lufenuron+profenofos

3.4.12 W3eRa1581M55uIUN15IAIIET 1en15YIaITUINSFIU fenobucarb way

o9

a a o

profenofos TifiAuidutu 0.08, 0.10 wag 0.12 fadnsu/ladans (+0.1 Tadnsu) waza1su1nsgIu
lufenuron ToidiAaaLdud 0.008, 0.01 way 0.012 Tadnsu/laddns (+0.1 Hadnsu) odway 2 1 adly

Janesvuns 50 Jadans unldazansmedivinazane ldasluriainusuiasuunn 250 Hadans Huddvin

avang 150 Hadans wavdeansuinsgu fenitrothion Tiiaududu 0.8, 1.0 wag 1.2 Tadniu/Naddng
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(+0.1 f8dn5Y) agn9ay 2 91 adluwIninUSUIRsILIR 25 Hadans inluazanemedivinazae Tdasluwn

a a

TaUsumsIUNe 25 Tadans Wusvinavaie 15 Naaans wenlwazaiesie ultrasonic bath 5 w19 Uase

v 1

ansavareUFuiiindemungiiesUSuuTunnsaieainazatey welvmdiuwddddvin vial vun 2

Y

faddns et lUInzRnieLAIes GC (@msuaiseangnd fenitrothion) waz HPLC (@1usuansoon
s fenobucarb wag lufenuron+profenofos)

3.4.13 n19m38Y stock sample Undreg1Indnduaiingdunsienianisinensimiy

Y

Yaunadfanvg iiluilamedny J9lrianuldudy 1.0 Jaansu/dadans (+0.1 Jadnsy) ldvinin

a v o

U3ums 100 Nadans LWudvinazate 50 Nadans wenlwazatenle ultrasonic bath 5 w1 Yasal

a1sarargyTumiindaungiiviesdTuusunsareivinazaty welmndniu Yweansavarefiegeun
1.2, 1.5 ua 1.8 Iaddns ldluvindausiasuunn 50 faddns I1uiuednas 2 9a Yaag 20 YIALUT
yaag 10 vILilousuUTIasiefviazate welidifuuisldun vial vue 2 Taddns ey
Ansgsidaeindes GC (@miuaiseangn3 fenitrothion) way HPLC (dwmsuanseangw’ fenobucarb
way lufenuron+profenofos)

3.4.14 N33 stock standard 9981511955714 lufenuron TliAuuty 0.2 Tadnsu/

a o

185805 (+0.1 TadnTu), T9a15019551 fenobucarb wag profenofos TviliAuidutu 2.0 Hadnsu/

a a

1888n3 (+0.1 Tadn3u) wazdeansu1nsgIu fenitrothion Trilimnududu 20.0 fadnsu/liadans (+0.1

a v o

Tadnsu) TdvinUsuims 100 Naddans WuFYinazate 50 Jadans wenlwazatenie ultrasonic bath 5

Wi YaeeliansazaeusuiuingammgiviesuSuusuinsaiesninasate werlianiu

e

3.4.15 YUna1suInsgIuaN stock standard Tude 3.4.14 Usu1ns 1.40, 1.75 uaz 2.10
fiadans nasluvininuInmsvunn 50 fadans ludie 3.4.13 Mvdeyaas 10 vIa MATUTUYUTNS
fredvinazats woiliidaiu uwidldean vial auia 2 fiaddns Teszduuiuinuaisesngndiu
asavansYRINaR S AT sLITisUAUN T LM T IY

3.4.16 N15UTLIUA accuracy 910 % recovery ﬁﬂﬂlm%mmmiaaﬂqwé fenobucarb,
fenitrothion wae lufenuron+profenofos fduen origin Wag spike NIRRT WaTAIUIUA
% recovery g lufenuron #eseglutiig 97-103% aannsiiansandmivansiduiinumnnit 1%
493 AOAC Wag fenobucarb, fenitrothion waz profenofos aglutas 98-102% A1ULNAINRINTUN
dmuansTtuTiamnnin 10% ves AOAC 91ngas

% recovery = (A spike — A origin) x 100 / A add
Aspike=  U3mnuanseenguisluasazany spike
A origin= U%mmmaaanqmﬁumaazma origin
Aadd = U'%mzumsaaﬂqm%‘ﬁLauaﬂumiasms spike

3.5 MFIADUAMNIUNILLAIZA (Specificity)
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20 Blank @1sazanuuInsgIukazaITarateflIog 1wl AIes GC (@miuaiseangns
buprofezin, pyridaben, beta-cyfluthrin, cypermethrin+profenofos wa e fenitrothion) ha e HPLC
(@m3uanseangns ethiprole imidacloprid, acetamiprid, fenobucarb wag lufenuron+profenofos)

f1saulasEninensugTasauLUanUasusunIuanseangnsvise lyl

4. Uszuaatadnubiniuauvaenisnidsuiaanseangnsnguaisnidauuaslun dndaeians
Uasfiun1dndngiiv : buprofezin, pyridaben, beta-cyfluthrin, ethiprole, imidacloprid,
acetamiprid, cypermethrin+profenofos, fenobucarb, Fenitrothion & a ¢ lufenuron

+profenofos 5189 ldiniuauNsEAUANTBNY 95%

JTYLLIAN WaunaIAw 2558 89 Wauiueeu 2559
A01UNIINIMAGDY 11U UANITNUNURAILISTUUATIRAOUANNININ LR YNIINEAT

NeINAUITITENINEANIMSINYAT NTUIYINTIAYAT LUIAIAINT NTUNN

8. NAN1INAABILAZIANTA!

nanMIn1InTRauawldlivetisiinseianseangringuatsiidauu adlundnfasias
Josiumdndngiy U 2559 : ylwsin@u (buprofezin), Insa1iuu (pyridaben), tuai-lngnsu (beta-
cyfluthrin) wazdiilusa (ethiprole) U 2560 : 8lin1laansa (imidacloprid), o2@n1in3a (acetamiprid)
waglginasiunsu+lnsilunea (cypermethrintprofenofos) U 2561 : Wluya1su (fenobucarb),
Willnslnesu (fenitrothion) wazgiuysau+lnsilunea (ufenuron+profenofos) 1a e
AUANBUTLANITA199 biln Linearity/Working range, Precision, Robustness/Ruggedness, Accuracy
way Specificity vhanmeuazUssifiunseensusel

1. aTadeurenududunss (Linearity) /929089401570 (Working range)

U 2559 buprofezin, pyridaben, beta-cyfluthrin laz ethiprole

1.1 wan1s@nwnudn dosmnifudunseagludaeanududu 0.2 - 1.8 fadnsuseiadang
d1115U buprofezin, pyridaben, beta-cyfluthrin kagy29A210LTNTY 0.02 - 0.18 Hadniudoladdns

dm3U ethiprole 19A1 correlation coefficient (1) > 0.995 ﬁqgﬂﬁ 1 agluinauaigausu r > 0.995

[ buprfezin, FIDT A [ pyndsben, FIDT A
[0 Ares=329.855346%Amt-2.4574864 [0 Area=375.939417 Amt-1.885714
R

el Res3(1): 1.005 ® 1 Rel Rest(1): -3.8872e-1

500 buprofezin pyridaben

Comelstion: 0.99987 0 Corelation: 099994

T T T T T T
0.5 1 15 Amcunt[me /i 05 1 15 Amcuntlme./rl 1 6

3 betscyfutnnn, FIDT A O =thiprole, DADT &
[ Ams=318.080808"Amt-4 5328584 [ Ares = 347858383 Amt-3,6262049
R

el Res%(1): 1.081 © 1 Rel. Res%(1): 9.8655e-1

5003 beta-cyfluthrin ethiprole

200

300



31]17; 1 »37988U Linearity/Working range U84 buprofezin, pyridaben, beta-cyfluthrin wag ethiprole
U 2560 imidacloprid, acetamiprid Way cypermethrin+profenofos

1.2 Han3AN¥IT19U9In15IR (linearity) lonansAnwinsil

Results obtained with enhanced integrator
Calibration durves
Eree dmidacloprid ot exp. RT: 2.493
SASsibo3 T TTTTTTTTToTToooo 1 DADl A, Sig=252.16 Ref=260, 100
7 Correlation: 0.go9999
zooo - H Residual Std. Dew. s 5.29975
5 H Formul=a: w = mx + b
H m 10001. 50449
1s00 o x : o 1.-.7=2311
= : x: Amount[nogsull
1000 - ¥ Ares
2
soo
4
0.249
o T T
o K] =
A nourt o

UM 2 uans calibration curves ¥84M3MTIRUYVBINTIA linearity imidacloprid

2gluy34 0.01-0.25 mg/ml

Results chtained with enhanced integrabor!

Calibration Curwves

Area scetamiprid abt exp. RT: 6.934
BO000 J533lco03 T T 4 DAD1 A, Sicg=246,16 Ref=360,100
H Correlation: 0.959998
so0o -] H Residual std. Dewv.: 17.875532
E H Feormuala: v = mx + k
4000 H w: 24413 .27032
A H o —11.18039
=000 3 H x: Aweunt [ngsull
H i Area
zooo
2
1000 H
1 H
0251 §
o . . H
o o1 0z
Amountfncan

+++ End of Report ***

5UN 3 uans calibration curves 84N IRSIRERUYIWBINNTIA linearity acetamiprid

2gluy31 0.01-0.25 mg/ml
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Calibration Curve

cypermethrini, FID1 A
Areas =58 .5542301"Amt -0. 038177

Area —| Rel Res3%6(1) -1.657

o— Correlation: 0.93328
—— T —— —

T “ -
o 0.0S5 o.1 .15 0.2 Armountlme A mil

g‘l_lﬁ 4 1ap4 calibration curves U9ININTIVABUYIVDINTIA linearity cypermethrin

agflu39 0.05-0.25 mg/ml

pofenofos, FIODT A
Area = 154 90243650t +0_ 1773875

Fel Res%({1): -5.319

EREEEL
il Lo Dol o ol

-
o 88

Com=lation: 0.929930
T T

—r—r—r —r—r— — —r— [ —r—r
0.5 1 1.5 2 Armountlme il

JUN 5 uana calibration curves ¥83N1IMSIRUYNUBINTIA linearity profenofos agluya 0.1-2.5 mg/ml

INNITNAABINIYIVDINITIA imidacloprid, acetamiprid Lay cypermethrin+profenofos Laf1

correlation coefficient (r) = 0.99999, 0.99998, 0.99928 ag 0.99990 MUAFU

[

1.3 Nan13AN®1919009n15I89U (working range) Tanan1sAnwIAIL

Results obtained with enhanced integrator
calibration Curves
Area imidacloprid at exp. RT: Z.501
3 x Siq=252,16 Ref=360, 100
1400 4 i 0.99995
5 Std. Dew. 5.83939

1200 - : ow = mx + b
= 10052 . 05264

= —2.651142

: Amount[ng/ull
: Area

1000

soo0

soo 2TTEEE

400
zoo

io.osa

0.
smonrd oot l]

*#*% End of Report *+*

;J‘Uﬁ 6 uans calibration curves ¥99919UBINTITINY working range imidacloprid

ag/lua9 0.06-0.16 mg/ml
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FPesults okbt=mbined with enhanced integratorzs !

Calikbration Cur-res

Area ] sacetamiprid ot =exp. RT: G6.881
[t s - il 2 DADl A, Sig—2Z46,16 Ref—360,100
=so0 - i correlation: 0.99994
5 H Residu=sl Std. De-w. : 15.42523
S000 — H Formals: w = wmx + kb
H Z4366.83Z095
—5.40593
Amount [nosal]
: Area

zso0

zooo

M
[
EREE ]

1500 —
1000
s00

oie1

Amourt[repian

;s‘lJﬁ 7 uans calibration curves 999933U83n131997U working range acetamiprid

ag/luta9 0.06-0.16 mg/ml

Cahlibration Curve

cypermethrini, FID1 A
Area =53.6355223"Amt-0.027551<%

Area | Rel Res3%(1): -4.7856=-1

o — Coraiation: 0.939365

o 0.05 0.1 Armountlme S mil

gﬂﬁ 8 Lan3 calibration curves 1941239093149 working range cypermethrin

2gluy34 0.06-0.16 mg/ml

profenofos, FID1 A
Area =148 . 747854 mt +2. 3432615

Area —| Rel Res%{1): 2.020

0— Comelation: 0.99962
a 0.5 1 Arount[me Al

;J‘U‘ﬁ 9 uans calibration curves ¥03%19989A5 19U working range profenofos
2g/luy39 0.6-1.6 mg/ml
NNTVAABINNYIVBINTIL9U imidacloprid, acetamiprid wag cypermethrin+profenofos 161
A1 correlation coefficient (r) = 0.99995, 0.99994, 0.99965 waz 0.99962 muaRu bae correlation

coefficient (r) > 0.995 agluinaivausu r > 0.995

U 2561 fenobucarb, fenitrothion wag lufenuron+profenofos
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1.4 nan15An¥1923199n150 (linearity) lananis@nwiasil

gﬂﬁ 10 uans calibration curves U89N1IHTIVEDULNVDINTIA linearity fenobucarb
ae/lu9 0.06-0.16 mg/ml

35U 11 uans calibration curves ¥8M3m51980UY Y8N35 3A linearity fenitrothion

ag/lu9 0.60-1.60 mg/ml

g‘llﬁ 12 uans calibration curves ¥99N15952980ULNVDINTIN linearity lufenuron
2g/luy34 0.06-0.16 mg/ml
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35U 13 uans calibration curves ¥8MIR51960UYWBINTIA linearity profenofos

2gluy9 0.06-0.16 mg/ml

INAITNAADINIT19UBIN15TA fenobucarb, fenitrothion tay lufenuron+profenofos 1a @1

correlation coefficient (r) = 0.99891, 0.99963, 0.99972 1&g 0.99990 MIUAFU
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v

1.5 Nan3ANYI99U8In1516U (working range) lakani1sAnwRall

gﬂﬁ 14 ugna calibration curves ¥99%929U89N5LU9TU working range fenobucarb
ag/luY39 0.06-0.16 mg/ml

3‘1]17; 15 uans calibration curves ¥83929U89NN5 MU working range fenitrothion
ag/luY39 0.60-1.60 mg/ml

gﬂﬁ 16 Lana calibration curves ¥09%3903M3 MU working range lufenuron

aglue 0.06-0.16 mg/ml
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gﬂﬁ 17 uand calibration curves U89%19U8INI5LEI1U working range profenofos

9e/lur19 0.06-0.16 mg/ml

INNITNAADINIY9989n1517 97U fenobucarb, fenitrothion waz lufenuron+profencfos 1arn
correlation coefficient (1) = 0.99932, 0.99993, 0.99944 uaz 0.99992 A ua1Au LAA1 correlation

coefficient (r) = 0.995 aglunauaieausy r = 0.995

2. p5rvdeuAILiEd (Precision)

2.1 Repeatability

U 2559 buprofezin, pyridaben, beta-cyfluthrin taz ethiprole

M37I980UAINNIBY (Precision) 15U Repeatability Auidudufisssu 0.5, 1.0 way 1.5
fiadnsusiefiadans (@1wsu buprofezin, pyridaben wag beta-cyfluthrin) wazaruiduduisesu 0.05,
0.10 waw 0.15 adnsurefiaddns @ wsu ethiprole) nanisnaaeunuin liaA1ads (mean) 109
buprofezin Wi1AU 25.38, 25.30, 25.34 %w/w, pyridaben 111U 20.12, 19.97, 19.98 %w/w, beta-
cyfluthrin Wiy 2.50, 2.50, 2.55 %w/v wae ethiprole WU 9.97, 9.89, 9.85 %w/v duideaiuu
UIM3FIUFUINS (relative standard deviation, %RSD) Fewnldanuanismaass (%RSD,,) HiAtoY
Adfieuaaléann Horwitz's equation (%RSDyomit,) Fafun15UsEfiude HORRAT 994 buprofezin,
pyridaben, beta-cyfluthrin wag ethiprole fiAn HORRAT lailfiu 2 (51971 1) egluinausinnseeniuny
LU R91581U89 AOAC, EU wag Codex 153LAS18% buprofezin, pyridaben, beta-cyfluthrin Lag
ethiprole linan1snagau Precision agﬂummsﬁﬁaam%ﬂﬁ d1115U Within laboratory reproducibility

lAnaNISNARRUIULABINU Repeatability
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A15197 1 N3P TI9dOU Precision 284 buprofezin, pyridaben, beta-cyfluthrin wag ethiprole

anstoenu AU repeatability within laboratory reproducibility
idndngiy i
(mg/ml) mean %RSDey,  Y%RSDyionmit, HORRAT ~ mean  %RSD.,  %RSDyomi,  HORRAT

buprofezin 0.5 25.38 1.02 1.63 0.62 25.60 0.66 2.46 0.27
1.0 25.30 0.84 1.63 0.52 25.37 0.72 2.46 0.29
1.5 25.34 0.79 1.63 0.49 25.52 0.93 2.46 0.38
pyridaben 0.5 20.12 0.23 1.68 0.14 20.18 0.89 2.55 0.35
1.0 19.97 0.61 1.68 0.36 20.01 1.92 2.55 0.75
1.5 19.98 0.90 1.68 0.54 20.29 1.00 2.55 0.39
beta- 0.5 2.50 0.68 2.30 0.30 2.47 0.56 3.48 0.16
cyfluthrin 1.0 2.50 1.80 2.30 0.78 251 1.30 3.48 0.37
1.5 2.55 1.44 2.30 0.63 2.49 0.88 3.48 0.25
ethiprole 0.05 9.97 1.64 1.87 0.88 9.96 0.98 2.83 0.35
0.10 9.89 0.82 1.87 0.44 9.84 0.46 2.83 0.16
0.15 9.85 0.65 1.87 0.35 9.82 0.68 2.83 0.24

U 2560 imidacloprid, acetamiprid Way cypermethrin+profenofos

HANIIM999d8U precision ¥84353LA513UNlTRI9nIUTUIUNA15090gNT imidacloprid,

acetamiprid wag cypermethrin + profenofos Tunaniusindnuuas 115U Repeatability Wua1 die

AU TERUULINTEIU (SD) aedl imidacloprid, acetamiprid wag cypermethrin fin3LUuty 0.06,

0.10, 0.14 me/ml @71 profenofos fimanandudu 0.6, 1.0, 1.4 Winfu 1.0000, 0.1725, 0.0565 kay

0.9579 AA1A1uARIALAA B UFLTNS (% RSD) 2.9853, 0.8600, 1.5460, WAy 0.8683 LALAIUIRIAN

HORRAT il 1.9230, 0.5137, 0.7215, uay 0.5730 Aua1@u @3 Within laboratory reproducibility

ﬁmmwmﬁmwummgm (SD) 0.9579, 0.1675, 0.0773 wag 1.0140 fA1AIINARIALAROUSUTNS
(%RSD) 2.8558, 0.8377, 2.1080 way 2.5960 wazAIUIAT HORRAT londu 1.2190, 0.3288, 0.6493

way 1.1308 MuaTsU (15197 2) tneuigensuan HORRAT flsioazidanssil AOAC, EU wag Codex

gou5SUAT HORRAT Ao aluliu 2 asiuisitasng imidacloprid, acetamiprid Lag cypermethrin

+profenofos lvinan1MA@aUveIA1 HORRAT agluinusineeusule

A1397 2 N1IMTIEDU Precision U89 imidacloprid, acetamiprid ay cypermethrin+profenofos

astasiuindndnginy repeatability within laboratory
reproducibility
SD %RSD HORRAT SD %RSD HORRAT
imidacloprid 1.0000  2.9853 1.9230 0.9579 2.8558 1.2190
(0.06, 0.10, 0.14 mg/mL)
acetamiprid 0.1725 0.8600 0.5137 0.1675 0.8377 0.3288

(0.06, 0.10, 0.14 mg/mL)
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cypermethrin
(0.06, 0.10, 0.14 mg/mL)

profenofos
(0.6, 1.0, 1.4 mg/mL)

0.0565

0.9579

1.5460

0.8683

0.7215

0.5730

0.0773

1.0140

2.1080

2.5960

0.6493

1.1308
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g 2561 fenobucarb, fenitrothion way lufenuron+profenofos

M5219d8UAINLLTIEY (Precision) 1M Repeatability AT UTisEU 0.125, 0.250 waw
0.375 Hadnsuseiiadans (@115u fenobucarb, lufenuron way profenofos) LarAUT T uTsERU
0.5, 1.0 uaz 1.5 Aadnsunefiadans @wsu fenitrothion) 91nm151991 3 wan1snaaey wuda fian
HORRAT lsivfiu 2 aglutnauiniseausuniunaaiiiatsanves AOAC, EU wag Codex FaATAIYI
fenobucarb, fenitrothion wag lufenuron+profenofos vnan1snaA#@aU Precision agjiumzu%ﬁaam%’u

17 d1m3U Within laboratory reproducibility lanan1snageuldulfieiu Repeatability

M15199 3 NNSMIIAEBU Precision U84 fenobucarb, fenitrothion kag lufenuron+profenofos

aslasnu AU s

R . Precision

NNAINAAINY LUNYY

(mg/m) Repeatability Within laboratory reproducibility
(HORRAT) (HORRAT)

fenobucarb 0.125 0.77 0.53
0.250 1.11 0.38
0.375 0.63 0.45

fenitrothion 0.5 1.84 1.69
1.0 0.61 0.61
1.5 0.63 0.66

lufenuron 0.125 0.05 0.73
0.250 0.70 0.34
0.375 0.35 0.34

profenofos 0.125 0.75 0.54
0.250 1.13 0.39
0.375 0.65 0.47

3. »33989U Robustness/Ruggedness

U 2559 buprofezin, pyridaben, beta-cyfluthrin Wag ethiprole

37988 Robustness/Ruggedness A1ududuisesu 0.5, 1.0 waz 1.5 fadnfusediaddns
(@1m5U buprofezin, pyridaben way beta-cyfluthrin) wazadnududuiisedu 0.05, 0.10 wag 0.15
findnSusefiaddns @m3u ethiprole) nanisnaaeunuin lAade (mean) vad buprofezin Wiy
24.83, 24.79, 25.01 %w/w, pyridaben 1¥17U 20.13, 19.98, 19.84 %w/w, beta-cyfluthrin 1¥1111U
2.50, 2.49, 2.50 %w/v Wag ethiprole M1y 9.98, 9.90, 9.88 %w/v druileauuinsgIudusing
(relative standard deviation, %RSD) firuiailéainuanisnaaes (%RSDexp) fianteuninfiduals
910 Horwitz's equation (%RSDyomwit) Faun15UsEIuRy HORRAT 494 buprofezin, pyridaben,

beta-cyfluthrin wag ethiprole fiA1 HORRAT lsiifiu 2 (A371971 @) ogluinmuinissouuniuinme
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W1501989 AOAC, EU way Codex 1579tAT183 buprofezin, pyridaben, beta-cyfluthrin wag ethiprole
Tinan1snAgay Robustness agluinauaieausuls d1m15U Ruggedness lananismaasuiiuiediu

Robustness
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A1519Tt 4 NNIPTIIERU Robustness/Ruggedness U84 buprofezin, pyridaben, beta-cyfluthrin ag

ethiprole
anstlasnu AU robustness ruggedness
Adndagiy  dudu

(mg/m)  mean  %RSD., %RSDyomwi HORRAT ~ mean  %RSD., %RSDyomi;  HORRAT

buprofezin 0.5 24.83 1.20 2.46 0.49 25.31 1.35 2.46 0.55
1.0 24.79 0.63 2.46 0.26 25.61 0.65 2.46 0.26

15 25.01 0.63 2.46 0.26 25.42 1.03 2.46 0.42

pyridaben 0.5 20.13 0.81 2.55 0.32 20.24 0.42 2.55 0.16
1.0 19.98 0.67 255 0.26 20.00 0.49 2.55 0.19

15 19.84 0.75 255 0.29 20.20 0.59 2.55 0.23

beta- 0.5 2.54 0.82 3.48 0.24 2.50 0.88 3.48 0.25
cyfluthrin 1.0 2.49 0.96 3.48 0.27 2.51 1.20 3.48 0.35
15 2.50 1.53 3.48 0.44 2.50 0.99 3.48 0.28

ethiprole 0.05 9.98 1.69 2.83 0.60 10.05 1.68 2.83 0.59
0.10 9.90 0.90 2.83 0.32 9.98 0.81 2.83 0.29

0.15 9.88 0.65 2.83 0.23 9.96 0.58 2.83 0.20

U 2560 imidacloprid, acetamiprid Wz cypermethrin+profenofos

NAN157M37948Y Robustness/Ruggedness 1043331A1giildns1an1uTuuaseengnd
imidacloprid, acetamiprid kag cypermethrin+profenofos lunandaginidnuuas 115U Robustness
WU ﬁmmwmﬁmmummgm (SD) Tna i imidacloprid, acetamiprid &% cypermethrin fim
Wudu 0.06, 0.10, 0.14 me/ml d2u profenofos Airanuidudu 0.6, 1.0, 1.4 winfu 0.8235, 0.1320,
0.0954 uag 1.0934 TA1ANUAAIALARDUENTNS (%RSD) 0.2436, 0.6621, 2.5919 war 2.7807 uay
A1u2auA1 HORRAT il 1.5866, 0.3937, 1.2096 way 1.8352 A1uanau @3 Ruggedness SA1AI1L
Lﬁ'mwummgm (SD) 0.8081, 0.1466, 0.0814 wag 0.5303 fiA1A1UAAIAAABUFURNS (%RSD)
2.4311, 0.7369, 2.1141 way 13097 uazA1ulIniA1 HORRAT Lt 1.5657, 0.4382, 0.9866 uas
0.8644 MU (ANT197 5) LnausiweusuAl HORRAT Ssnwazidondiad AOAC, EU thaz Codex gausu
fin HORRAT daslaiiiu 2 fedu3siinsnzt imidacloprid, acetamiprid Wag cypermethrin+profenofos

Tinan1svaaeuvesdl HORRAT aglunasifieusule

A998 5 N15MSI9@DU Precision 189 imidacloprid, acetamiprid Wy cypermethrin+profenofos

ﬂ’]i‘l’]mﬁ’uﬁ’]ﬁﬂﬁmgﬁ% robustness ruggedness

SD %RSD  HORRAT SD %RSD HORRAT

imidacloprid 0.8235  0.2436 1.5866 0.8081 24311 1.5657
(0.06, 0.10, 0.14 mg/mL)
acetamiprid 0.1320  0.6621 0.3937 0.1466 0.7369 0.4382
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(0.06, 0.10, 0.14 mg/mL)

cypermethrin 0.0954 25919 1.2096 0.0814 2.1141 0.9866
(0.06, 0.10, 0.14 mg/mL)

profenofos 1.0934  2.7807 1.8352 0.5303 1.3097 0.8644
(0.6, 1.0, 1.4 mg/mL)

g 2561 fenobucarb, fenitrothion way lufenuron+profenofos

M579@0UAIULIBY Robustness/Ruggedness Autdudufisedu 0.125, 0.250 wag 0.375
HadnSunoladans (d1m3u fenobucarb, lufenuron Way profenofos) LarAId I uTisEaU 0.5, 1.0
way 1.5 fadnsudefiaddns (dmu fenitrothion) 91NAN51971 6 KaN1SVIA@EU WU 3A1 HORRAT 'l
A 2 agluinaeiniseausunanamNiansanves AOAC, EU uag Codex FarATIAT 1Y fenobucarb,

fenitrothion wag lufenuron+profenofos Tinan1snaaeu Precision agluinaingeusula

A3 6 N1IRMTIVFDU Precision V9 fenobucarb, fenitrothion Wag lufenuron+profenofos

ansosiu Ay
Robustness/Ruggedness

ndndagny  idudu

(mg/mU) HORRAT HORRAT HORRAT HORRAT
(1) (2) (3) (4)
fenobucarb 0.125 0.81 1.64 191 1.02
0.250 0.71 1.44 1.43 1.63
0.375 0.36 1.93 0.85 1.40
fenitrothion 0.5 0.75 1.01 1.40 1.92
1.0 0.50 0.99 1.85 0.57
1.5 0.72 1.47 1.48 0.63
lufenuron 0.125 0.75 1.01 1.40 1.15
0.250 0.50 0.99 1.85 0.98
0.375 0.89 0.79 1.10 1.32
profenofos 0.125 0.81 1.65 1.90 1.06
0.250 0.72 1.47 1.48 1.65
0.375 1.34 1.94 0.86 1.41

4. AFIAABUAINYNABY (Accuracy)
U 2559 buprofezin, pyridaben, beta-cyfluthrin lay ethiprole
MTIVABUAINYNABY (Accuracy) laavnAn Y%recovery anududuansazangunsguiiivadly
asazaneiiogedl 3 seRumudiudy seduay 10 81 99nR13eTl 7 Wi %recovery vee buprofezin

uag pyridaben agluyianamin1sgeusui 98-102 % auinueiiasandmivarsndusuuuinndd
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10% V83 AOAC Way %recovery 104 beta-cyfluthrin Wag ethiprole agﬂw&mmm%miaau%’uﬁ 97-

103% ANuNaUTTRaNSANEmTUANSTIIUS NN 1% Y83 AOAC (AOAC, 1993)

A5199 7 N1saIdeu Accuracy U89 buprofezin, pyridaben, beta-cyfluthrin Wag ethiprole

Pesticide Al content %Recovery
(mg/25 ml)

buprofezin 10.0 99.5
15.0 100.9

20.0 100.8

pyridaben 10.0 100.5
15.0 99.9

20.0 100.7

beta- cyfluthrin 10.0 102.4
15.0 102.2

20.0 102.4

ethiprole 1.00 100.5
1.50 100.0

2.00 100.5

U 2560 imidacloprid, acetamiprid taz cypermethrin+profenofos

NAN13ATIVABY accuracy AINAISIT 8 WUTT Y%recovery V04N15ATIMIUTUAITBONGNS
imidacloprid, acetamiprid & cypermethrin+profenofos Tund n st Andauuaslaed imidacloprid,
acetamiprid waz cypermethrin finuidiudu 0.08, 0.10, uag 0.12 me/ml fiaududu 0.08 mg/ml fidn
%recovery 101.1, 98.1 waz 100.5 audsu fieuidudu 0.10 me/ml A1 %recovery 100.2, 100.6 was
100.7 snud sy Aiemnandiudu 0.12 me/ml SAn Y%recovery 1003, 100.7 waw 98.5 Anuasiu @au profenofos

fiaudadiu 0.8, 1.0, waz 1.2 me/ml fifn %recovery 99.1, 100.7 WAz 98.3 AMMAIRU cypermethrin 933n3
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85U 97-103% AUAUNNITUNEMTUANTNRUIIIULINNTT 1% 289 AOAC imidacloprid, acetamiprid

Wwag profenofos TRMIBOUTU 98-102% MBLAMNNATUNEMTUASINUTUAMNNNIT 10% V83 AOAC

A998 N1IMTIEDU Accuracy U84 imidacloprid, acetamiprid wag cypermethrin+profenofos

Pesticide Al content %Recovery

(mg/50 ml)

imidacloprid 0.08 mg/mL 101.1

0.10 mg/mL 100.2

0.12 mg/mL 100.3

acetamiprid 0.08 mg/mL 98.1

0.10 mg/mL 100.6

0.12 mg/mL 100.7

cypermethrin 0.08 mg/mL 100.5

0.10 mg/mL 100.7

0.12 mg/mL 98.5

profenofos 0.8 mg/mL 99.1

1.0 mg/mL 100.7

1.2 mg/mL 98.3

U 2561 fenobucarb, fenitrothion wag lufenuron+profenofos

MIIABUAINYNADY (Accuracy) 1AgnIAT %recovery MNA5197 9 WU Y%recovery VB
fenobucarb, fenitrothion wag profenofos a@jiuﬁdaat,ﬂmsﬁmiaam%’uﬁ 98-102 % MU NITITU
dmuansfiTiusanaannndt 10% ¥es AOAC uag %recovery 8¢ lufenuron agflutisinausinseonsy

7 97-103% ANULNUNNINTAUNFMSTUAISATUSUIUNINAT 1% V89 AOAC

A998 9 N1IMTIEDU Accuracy U843 fenobucarb, fenitrothion wag lufenuron+profenofos

Pesticide Al content %Recovery
(mg/50 ml)

fenobucarb 0.08 mg/mL 98.2
0.10 mg/mL 100.0
0.12 mg/mL 98.8
fenitrothion 0.8 mg/mL 101.2
1.0 mg/mL 99.8
1.2 mg/mL 99.2
lufenuron 0.008 mg/mL 100.0
0.010 mg/mL 100.0
0.012 mg/mL 102.4
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profenofos 0.08 mg/mL 101.7
0.10 mg/mL 101.7

0.12 mg/mL 102.0

5. A5IADUAIIUINNIZLANZ (Specificity)

21nN158A Blank miazmammigﬂuLLazmsasawéfqaﬂN Y 2559 buprofezin, pyridaben,

beta-cyfluthrin ag ethiprole ¥ 2560 imidacloprid, acetamiprid Wag cypermethrin+profenofos

waz U 2561 fenobucarb, fenitrothion wag lufenuron+profenofos Wui1 lATHANUATHYDS Blank
d19010551Uuaza1560879 bl peak 3ulau1suniu peak ¥a4 buprofezin, pyridaben,
beta-cyfluthrin, ethiprole, imidacloprid, acetamiprid, cypermethrin+profenofos, fenobucarb,

fenitrothion W lufenuron+profenofos

6. UszanauAanuliwduay

UszanauAanuliniusuvensmisunaaiseengsnguaisminuuadtunindagansdesiu

[ [

N13A A 3 Wy A19879 U 2559 buprofezin, pyridaben, beta-cyfluthrin Wa ¥ ethiprole U_2560

imidacloprid, acetamiprid tiag cypermethrin+profenofos tag U 2561 fenobucarb, fenitrothion

way lufenuron+profenofos wuituseanaAinulduiuewdu 0.2, 1.2, 0.04, 0.13, 0.34, 0.21, 0.04,

0.40, 0.94, 1.18, 0.09 waz 1.17 fisyduAnudesiu 95% audsu

32



9. a3UNaNIINARRILAT TaLEUBLUY

msmsnaeuauldliveditiinmeianseenqusnguansirdausadundadusianstosiuidn
Angiy (2559-2561) ylnsil@u (buprofezin), lnsawuu (pyridaben), wuan-langn3u (beta-cyfluthrin)
dilna (ethiprole) 8dialaansa (imidacloprid) a@niinga (acetamiprid) lotUasiunsu+lnsiluea
(cypermethrin+profenofos) muyjﬂﬁu (fenobucarb) i dlaslnesu (fenitrothion) WAz UYIOU+
InsHlunea (ufenuron+profenifos) Ineftaatinuldlavesizmenismauanyuzianizd1a lawn
nT9aeut9ATudunss (Linearity)/419u89n13in (Working range) ATIERUANINTIES (Precision)
‘ﬁjjﬂ LU U Repeatability wae Within laboratory reproducibility 74 ‘17?\1 M372ed8YU Robustness/
Ruggedness mnaaummgﬂéfaa (Accuracy) #59@0UANANNIELINEA (specificity) IINNANTT
naaeufandm nuinadnsazenzveinitulumunuriniseuiy fafuisidemmzaniiay

a a

i lUlglunisiesgindnduningiivnisinuasiaegignaes uwiugr afeanudiieiawnnanis

9

nagou Snvaduiseusuluszduaina wazaiunsaiilvvenisiusesiosuuRnisaussuu 1ISO/IEC

17025 19

10. nsiNauIelUTdUslewd

1%

Qddy Y < ada a wva Y a a 6 a [ (3
ﬁﬁUﬁWll’]’iﬂI‘UL‘UU’JﬁVW]ﬁE]‘U“UaQV@Q‘LJQU@ﬂWiiUﬂ?iIMUiﬂ'ﬁ@i’Jﬁ]ﬁ]Lﬂi’]%%ﬂmﬂ’]‘wma@mm%

[ aa va o [y

nUAENITNEATAUNTEITY R TRgduUnTIe w.e. 2535 uagldlunisvesusesinsljUmnismiy

o q

11MIZIU ISO/IEC 17025 sadameunsiiiurieslfuRnsvesnsiinmainunsludiuginnasisly

11. 19NA15919949

finasse atdes. 2549. wUfiAnmeaeuaNugnaBeisiaTsinuaiilag e UAnsde.
NIUINGIPARSNITUNNE NTENTIANTITUE.

dNNUATYININTINEAT NTENTIINEATWAZANNTal. 2554-2560. USunauuazyadin1sunining

FUATIINNNITNEAT. AUALAA: http://oldweb.oae.go.th/economicdata/pesticides.html

[funeu 2561].
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