ada ¢

Tassnsnataznagauauldlavasisitasizii chlorfenapyr

[ b4

waz thiamethoxam Tundnduaiingdunsiedunisuaans

wEtil Aefnginnn neydnd engaiiu
WEDID1D YRYUITQ UWamading ygydin

UNANED

Frnrsiauisaznaasunnldldvesiziinsziifioniusuiuansdfy
chlorfenapyr wae thiamethoxam lundnfusiingdunsiearunisiadnd aduinaie
high performance liquid chromatography - diode array detector (HPLC - DAD) @11158
Anszinsouiu lagld HPLC column Cig, 250 x 4.6 fiadiuns vuIneyni1a 5 lulasiuns
fv%0 Gemini 19 mobile phase A® acetonitrile: water, gradient elution Hens1n15lua
1.0 fiadansreunyl Anw linearity ¥4 chlorfenapyr Wag thiamethoxam wuindanudy
dunseiseduanadudu 0.10 - 0.80 uag 0.05 - 0.50 fadn3usiefiadans audsu wazld
A1 correlation coefficient (r) 117U 0.9973 kag 0.9995 MIUAIAU N1TNAFBUAIIU LU
(accuracy) Useiiiuann % recovery aglutie 97.56 — 106.65 % wazil intermediate
precision Wi11U 0.63 waz 0.70 % RSD Mua1au naaay limit of quantification (LOQ) v84
chlorfenapyr waz thiamethoxam fiAwiiiu 0.0005 faansusiediadans fufuiarinmuty
ffenummngadlunsdiluesamyTunaasddyi 2 3in Tundesusiigsunsedu
nmsuadnilasely

[y

AdRgY : Chlorfenapyr, Thiamethoxam, HPLC-DAD, 109oun31e

q

[ & o

NGUATIVABUAMNINGIFATLAL TNYIUATIBAUNI1TUATAT d1UNATIABUAMAINEUA
Urdnd nsuledn’d

v ¢
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Method Development and Validation for the Determination of
Chlorfenapyr and Thiamethoxam in Hazardous Substances Products

for Livestock

Sunan Kittijaruwattana, Chusak Ardsoongnearn,

Ongart Boonbanlu, Molthip Booncheewit

Abstract

Method developments and validation for the determination of chlorfenapyr
and thiamethoxam using high performance liquid chromatography - diode array
detector (HPLC- DAD) techniques. The analysis of these compounds can be
simultaneously performed using a 5 um, 250 x 4.6 mm ID, Gemini C;g HPLC column.
The linearities of chlorfenapyr and thiamethoxam were evaluated at the concentration
range of 0.10 — 0.80 and 0.05 - 0.50 mg/mL, respectively. The correlation coefficients
(r) were 0.9973 and 0.9995, respectively. The accuracy (%recovery) and intermediate
precision were between from 97.56 - 106.65 % and 0.63 and 0.70 %RSD, respectively.
The LOQ of two analytes are 0.0005 mg/mL. The result of the method validation
showed that this method is suitable for the determination of two active ingredients in

livestock hazardous products.

Keywords : chlorfenapyr, thiamethoxam, HPLC-DAD, hazardous substances

Veterinary Drugs and Hazardous Substances Assay Division, Bureau of Quality Control

of Livestock Products, Department of Livestock Development.
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Tasansnawwaznagouauldlavesisamsizi chlorfenapyr
wag thiamethoxam lungnfmuaiingdunsnediunisuadn-

unin

wasazdnisunudutamlunisdosdniulaenaon wazdnindymuniuly
uan Insanglunnigingemesssusd Wy amsiivhu Souds Bamdausunsann
Bty denalvinandnlumaidesdnianas winfasiingdunsnedunisuadn iifdmdsenoy
yesasdesiuvierdauias viednisuniu Saduviddumadenddalunisudlodami
uonmileluannisianisringy vieanuiiusnoumsnanduiUadniin gnaudnuaus
yaAINMIIaIATINAnS NI dusaITUNIY Seinmaiulaiigedu Banisuredumagiu
nsnaags daduissndufiesdesdinnsaaeuaunmlneanzUiinamsddymuiissy
Wluoanudnsus etesfunaniznudenisidssadaifonafianudssddunislésu
Sunse mnwdedaeiiuiiviinasnnifundseyld erhliAnnismnds Geasdeliiin
Sunsiese uywd 1 uazdunndon vievniiviinadosniniisyyliagilinnsldnan s
LiussgingUszasinuioinis

nsudadailasuneununglidumhesnuiuiingeuingdunsnesunisuadninig
wizswydATngdunsie wa. 2535 muuivesenenssunsingdunselunsssguaded
19-5/2506 \ilo¥uil 26 $uAN WA, 2506 uazANUTTNANTENTIINYATLALEVNTAl (309
mMstunsdouingdunse Ansuuadniidudfuinueu we. 2509 astuil 31 fiuraw 2549
Tngdntinasadeununmduduadn ildsuneumnelidniunsiauiesl foinsde
5935UNIATIERUUSEAVSMNLaT AN NRAR ST IngSun e

\/O
\| Cl

FaC \N/

Br CN

5UN 1 lassasramnaaiives Chlorfenapyr

Chlorfenapyr tUuansauuaslungu Pyroles famaudfiduaisidnuuaiazans
f1dnls oongudlasnisu warduia aruauuuamansngy IHun wwamienn wasl
yusufidevuauteuly whsgou uazdisdnuds luftvvaneeiin iwu fhe d1lne Fundes
fin s vonandldsannsoaunulsdngiie wasdanauifduasidnlalusamnsia
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JUN 2 lassasnamnaaiived Thiamethoxam

Thiamethoxam tHugngiusaslungs neonicotinoids dnalnlunisesngns Ao
ndnfiunasiuansiludensdudavientsiu asaiivrluoangrsduiusisuiladiia
avifialadu (nicotinic acetylcholine receptor) ¥lifinisavauvesansdousvavoziviia
Trduanndstu dwalfsumussutdoussamluuias uasildsuaseiaiidily andoss
gouuss ngansiue g uazmoluluiign dnvailuaisussiangedy annsaldlddsy
mjmaumaqmﬂﬁmﬁgwaw suiluandenseloan wasly wawium Yaan wita (s

Fatunsnsnaeuyunuamsddyaessinlundn st ingSunsedunisUnde’
Femnudnduilefinunsnsagldlindnfusindannm ngunsadeuamnmendniuasing
dunseaunsUadnd Feiliunsimusasegeunuldlivesisdmsunagaumusunan
anstansriaiiieldlunisaununanwdnSasfluressaiasoly
1. Anquszaed

Wewmwaznageuauldlivesdsiaseyt chlorfenapyr uway thiamethoxam T
HARAua TN dunTIeRuN1sUAdRT mewaiia HPLC - DAD
2. wauv1y

IgdmsuIATIe9 chlorfenapyr waw thiamethoxam TukEANININYTUATIEATUNIT
Urdn
3. Usglewiitldsu

1§33k unsvaaeunuldlinesds awnsalunsiadasien chlorfenapyr uas
thiamethoxam Tundnsiaiingdunsesmunisuedng
4. \AReslauazianinermans

1.1 \wiesilouaztaninenmans

411 \e3esileuazgunsal

4.1.1.1 1A309 HPLC 8% Shimadzu u LC - 20 wieuinininsiain
¥iim DAD

4.1.1.2 HPLC column Cig, 250 x 4.6 Ha@LUAT YUIABYAA
5 lailasing 8% Gemini

4.1.1.3 Micropipette 49 20 - 200 lulasans

4.1.1.4 Micropipette 4um 200 - 1000 lulasans

4.1.1.5 Volumetric flask ¥u1m 5, 10 Laz 25 Hagaans

3
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4.1.1.6
4.1.1.7
4.1.1.8
4.1.1.9

Beaker ¥u1a 5, 50, 250 wag 500 Haaans

Vial HPLC Tansousuun 2 Hadans

Syringe filter 46l nylon aum 0.2 lulasiuns
Disposable syringe wfialsiiwaidu wun 3 faddns

4.1.1.10 Reagent bottle ¥um 1000 adans
4.1.2 Jasinenmans

4.1.2.1
4.1.2.2
4123
4124

4.1.25
4126
4.1.2.7
4.1.28

4.1.29
4.1.2.10

4121
4122
4123
4124

4.1.25
4126
4.12.7
4.1.28
4129
4.1.2.10
41211
41212

Acetonitrile, HPLC grade
Acetonitrile, AR grade
AN3RI§ U chlorfenapyr §vfe DrEhrenstorfer mmu%qwé 99.9 %
A13071M951U thiamethoxam §%o Dr.Ehrenstorfer mmu%qw‘é
98.0 %
#N3UMIIIU cypermethrin §vfe DrEhrenstorfer mmu%qwé 98.2 %
#3073 deltamethrin §9%e Dr Ehrenstorfer mmu%qm‘é 99.5 %
#130%337U bifenthrin §vfe DrEhrenstorfer mmu‘%qw’é 99.5 %
d131191991U lambda-cyhalothrin §%e Dr.Ehrenstorfer mmu'%qwé
98.7%
AIUNTFIU etofenprox §%a DrEhrenstorfer mmu‘%qw’é 99.5 %
@13171%951U alpha-cypermethrin §¥e DrEhrenstorfer mmu‘%qm’é
97.5 %
#3093 permethrin fvfe Dr.Ehrenstorfer mmu‘%qw’é 98.0 %
d130%357U oyftuthrin 890 DrEhrenstorfer mmu%qw’é 99.5 %
ansumsg I flumethrin §9%e Dr Enrenstorfer mm‘u%&jvfé 96.6 %
d13119 551U beta-cyfluthrin §9 o Dr.Ehrenstorfer mmu’%q‘mé
99.0 %
@373 cyphenothrin S DrEhrenstorfer m’mu‘%qw‘é 95.0 %
A30M351U tetramethrin 89 DrEhrenstorfer mmu%qw’é 98.0 %
ANUnTg U s-bioallethrin f9e DrEhrenstorfer mm%qw‘é 99.0 %
AR5 U brodifacoum Bvie fluka mm‘u‘%qm‘é 99.3 %
ANIURTF U triflumuron 890 DrEhrenstorfer mmu%qw’é 99.5 %
a3nIgIu diftubenzuron §%o Dr.Ehrenstorfer mmu%qw’é 99.5 %
Fpeudnsiast ingdunsetislanséd iy chlorfenapyr 240g/L SC
Freg19nan T el TngSuns1oRTarsddsy thiamethoxam
10 % W/W WG)

NAUATINERUANNMNENER TLar TngdunsieaunsUadnd w1 5 370 29



5.

NuiRefiieades

Cao uazan (2005) T@inn1sAne chlorfenapyr ivuidouludregnensndrdauay
Aulpeltimaila High Performance Liquid Chromatography - UV Detector (HPLC-UV) 14
HPLC column ¥iia Cig, 250 x 4.6 adiuns vunounia 5 lulasiuns mobile phase fig
methanol : water (80/20, V/V), 8ns1n15kua 1.0 Aadansdouny, Usunsda 20 lulasdns
AMU1IAAY 260 U TULLAS, run time UsEunas 20 W17 9ldmaanantsniinesaig 9
IFHanMnaweIfiagengaUaLazaused accuracy U 90.6 % Wag 93.3 %,
A1 repeatability 8gTu¥79 1.7 % - 11.8 % Uay 2.8 % - 11.2 % A1UE1AY
A1 reproducibility agluag 2.2 % - 12.1 % wag 2.4 % - 11.5 % WA

Zhang uagzane (2017) 1avI1n15@N9138 dynamic microwave guiuignsana
WUU dynamic microwave A2UANUNTANALUY solid phase §115un1sn1Usuna
chlorfenapyr wag abamectin Tuda0e13917 15 wila Iagldmaiia LC - MS/MS 14 HPLC
column UM Cig, 250 x 4.6 AAFLUAT VUIABUATA 5 lulAsiuns, mobile phase #®
methanol : water (98/2, V/V) Faldnansfmeseing 9 UBY chlorfenapyr Wag abamectin
oA LOD lawiniu 0.8 unlunsusionsy wag inter - day taA1 RSDs aglutae 2.7 - 8.1
%, A1 recovery U84 chlorfenapyr agj'lusma 92.1 - 96.5 % Wag abamectin U 88.6 -
91.0 % Fea1nranIIAasInuiN1slEIEn1satawuy dynamic microwave AIUANUNTS
afAuuy solid phase 1 Pruanszeziialunsaassaslinanisnaassdufiuinela
anunsathlUlglunisneass chlorfenapyr way abamectin Tusiagnanla

Ying uaz Kookana, (2004) lavinns@nsmnusunaensiuuaslungy neonicotinoid
3 9iila l@uf imidacloprid, thiacloprid wa thiamethoxam lusogneiuuaziiagiaii
Inelgmatia High Performance Liquid Chromatography - Diode array Detector (HPLC
-DAD) 1% HPLC column ¥iia Cis, 150 x 2.1 fiadins vu1neunia 5 lulasiuns, mobile
phase fia acetonitrile : water Fashogreiutiuaingae acetonitrile uazfegsinada
#28 Cys Cartridges @ldnannassnnsifimesing o vasfetieiu ldnasai recovery vos
Thiamethoxam, Imidacloprid wag thiacloprid IARaLINAU 82 + 4.2 %, 90 + 4.2 % uag
94 + 1.4 % @anua1au A1 LOQ (Au 5 n5u) winnu 0.1, 0.1 wag 0.01 Tadnsussilansy
ANUEIFU LATHANAADIUDIHI08 9t I ANARIT An recovery U84 thiamethoxam,
imidacloprid tag thiacloprid lanalyiniu 87 + 3.4 %, 97 + 3.9 % wag 97 + 2.6 % A"

(%

LOQ (11 50 fadans) winfu 2, 2 war 0.5 klAsnsuneans

v ¢
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6.

Jasim wazamy (2017) lavinnis@nwmusunaenginuuas abamectin, imidacloprid,
indoxacarb wag thiamethoxam lagldinatia High Performance Liquid Chromatography
- UV - VIS Detector (HPLC-UV) 1% HPLC column ¥ m Cyg, 250 x 4.6 TAALUAT YUA
aun1a 5 lulAsiuns, mobile phase fio acetonitrile : water (65/35, /), 9m31n15 N8
1.0 maaammaum U3ums7idn 20 lulasdns, 9aunnHvea column i 25 E]ﬂﬂ’]L“ZjaL"UEJﬁ
AINEIAGY 258 WIlWLumS, run time Uszanad 11 w1 14 gradient program Faseea
futfuaningae acetonitrile uaziBg1ERRAIE Cis Cartridees Faldnnasmisnines
A9 9 lin linearity, recovery, LOD, LOQ Judiu

Alrahman, (2014) TgvihnsAnunsuudeuuaznisaanefiaes thiamethoxam lu
Aao819uzLTona wazhu lagldinaila High Performance Liquid Chromatography -
Diode array Detector (HPLC - DAD) 1% HPLC column i C18, 250 x 4.6 Jaaluns vun
auNIA 5 iaﬂ,mmm, mobile phase A® acetonitrile : water (60/40, V/V), ons1n1stua
0.7 fladansreund mue1IAaY 254 YILULUAST, run time Useunad 4.05 W nAaed
SEAUAMUUNTY 0.05, 0.1, 0.25, 0.5, 1.0 way 5.0 Aadnsunenlansu A1 recovery 193
FI0819ULLVBNALYINAY 99.4 % WagAu YAy 88.5 %, % CV Uoani1 4 % Lay 11 %
MINEIRU A repeatability 8glumae 1.27 % - 4.77 %, LOD wag LOQ HAwi1fiu 0.02 uay
0.06 faansusonlansu Aua1AU

FW/Antung
6.1 NISATUIULAZNITRTENAITLAL
6.1.1 msfniiemUiinaasiivsdesds

U314 57192#8a%a = VF x Conc. x 100
P
P = . g v
e VF = U3unsues volumetric flask L%
Conc. = ANULTNTUEATNENABINTT HadnTusdeliadans)
P = AUUIANTVDIANTNABINTYI (%)
VWS : INEINTIAUARIAAGEUIUNITTY = = 10 %

a o

6.1.2 383 stock standard solution chlorfenapyr AMuLuTY 1.0 Jadnsu

v =

fefladans: 49815119551 chlorfenapyr Ussanas 25 Sadndu (Sudin
dmiinase) aslu volumetric flask vuna 25 dadans USuUsunsie
acetonitrile (§1%15U ne@eu condition)

6.1.3 Le3uu working standard solution chlorfenapyr @213 L% U< U
0.1adnSuseliaddans: Utun stock standard solution USu169
1 §adans aslu volumetric flask au1a 10 Tadans YSuusuinsaie

acetonitrile (115U nag@au condition)

v ¢
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6.1.0 \mSeu stock standard solution thiamethoxam @774 L9 N U
1.0 dadnfusefiaddng: F9a15u10951U thiamethoxam Uszuia
25 fiadnda (Sudintnidngse) aslu volumetric flask au1m 25 adans
USuUsumsame acetonitrile (@wsunageu condition)

6.1.5 Ln383 working standard solution thiamethoxam A28 LNV U
0.1adnSuseliaddans: UiUa stock standard solution USu105
1 addns aslu volumetric flask au1n 10 Haddns USudsunnsaie
acetonitrile (893U nagou condition)

6.1.6 @38U mix standard solution AT 0.1 Haansuneliagaans: Tiun
stock standard chlorfenapyr solution Usu1ss 1 fiadans aslu
volumetric flask vu1ma 10 addns wazULlUm stock standard
Thiamethoxam solution USu1ms 1 fadans dSudsuinsaae
acetonitrile (§1%3U nagaU condition)

6.1.7 n151A38u standard solution chlorfenapyr (stock A) A 1LY 1T U
4.0 findnfusiefiaddng: Feansunsgu Uszana 101 + 10 dadndu
(Fufininutnase) aslu volumetric flask vunn 25 iadans iy
acetonitrile asluuszanm 20 faddns W1l sonicate 10 w19l wausu
TileUSunsAae acetonitrile (895U calibration curve)

6.1.8 N15LAT8Y standard solution chlorfenapyr (stock B) A1 LU 3 U U
2.0 Tadnfusiefiadans: deansuinsgiu Ussnnal 51 + 5 fadndu (Gudin
dminase) aslu volumetric flask vun 25 fadans LAY acetonitrile
agsluuszanal 20 fadans Unly sonicate 10 w1l warusulwlausunns
Y acetonitrile (@SUNAEDU accuracy)

6.1.9 Lm38u standard solution chlorfenapyr AuLUNTW 10.0 Hadaniuse
fiadans: Taiedenanduaiingdunsiefidaisd1fy chlorfenapyr
240 n3usiodns SC Uszunal 1042 + 104 fadnda (Cuiiniminass) ag
Tu volumetric flask au1a 25 Haddans USudSuinsaie 80 %
acetonitrile (§1unaaaU range)

6.1.10 N15Lm384 sample solution chlorfenapyr ANALUNTY 2.0 Hadnsune
LGRIEE %’afﬁaaEJ'Nwﬁmﬁm%i’mqé’umwﬁﬁmiﬁﬁzy chlorfenapyr
240 n3usiedns SC Uszunad 208 + 20 fadndy (Fufindwiiness) adu
volumetric flask Y19 25 T8dans USuUSu1nsaie 80 % acetonitrile
(15U accuracy)

3
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6.1.11 n15LM3 84 standard solution thiamethoxam (stock C) A3 1HLUU T U
2.0 Tadnfusefiadans: deansuInsgiu Usnial 50 + 5 fadndu (Gudin
dmiinase) aslu volumetric flask vunn 25 fadans LAy acetonitrile
asluUszunas 20 Tadansuily sonicate 10 w1l warusulilausunms
¢8 acetonitrile (@1SU calibration curve)

6.1.12 115LM5 8% standard solution thiamethoxam (stock D) A3 14 L U YU
1.0 findnfusofiaddng: Feasuinsgiu Ussunn 25 + 2.5 fadniu
(Fufininuitnase) aslu volumetric flask 1unn 25 adans iy
acetonitrile asluuszanm 20 faddns W1l sonicate 10 w19l waIUsU
TlaUsunsaie acetonitrile (195U accuracy)

6.1.13 19384 standard solution thiamethoxam AULLUTY 5.0 TaanSum®
faddns: desegrandndnmiingdunsiofaisdrdey thiamethoxam
10 % WAW WG Uszunad 1250 + 125 fiadnda (Tuitnimiines) adlu
volumetric flask vu1a 25 fiadans YSuUsuInsnae 80 % acetonitrile
Adlunsnageu range)

6.1.14 n13w38U sample solution thiamethoxam AMMLUNTU 1.0 Tadnsuse
fiaddns: desegrawdndnmiingdunsiofaisddn thiamethoxam
10 % WAW WG Uszanas 250425 fadndu (Cufintindnass) adly
volumetric flask vu1a 25 fadans YSuUsSuInsaae 80 % acetonitrile
(@935 accuracy)

6.2 J/N1INAADY

6.2.1 vnasd condition FnwUasmuiives Cao wazame (2005) Fl4d HPLC
column Cig, 250 x 4.6 adLuns vu19YN1A 5 lulATiuns 5o
Kromasil \flosanvea§iAn15laidl HPLC column fana1n Falévinis
nPaed HPLC column 7iiTluresufiinng léiuA HPLC column Cyg, 250
x 4.6 fiadiuns vurneunia 5 lulasuns 8% Gemini lngvinisvaas
working standard solution finududu 0.1 fadndudefiaddns 149
condition M5 1

151991 1 Condition faulamnuisves Cao wazmme (2005)

Parameters Condition
Mobile phase: Methanol : water (80 : 20, V/V)
Flow rate: 1.0 Jadanseaunl
Injection volume: 20 lulasans
Detector: DAD 260 W1lutuns
Run time: 40 uii

v ¢
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6.2.2

nnapd condition FALUaMIIZURY Jasim wasani (2017) F9ld HPLC
column Cig, 250 x 4.6 fiadiuns vu1nayniIa 5 tulasiuns 8o
NUCLEODUR® tileaa1n#iosufj@naslaidl HPLC column danana 344
HPLC column Cig, 250 x 4.6 Siadwunas (D), 5 lulaswas Be Gemini
Fnsnaassiu working standard solution finanududy 0.1 fadnu
Hofadans Ine 14 condition mupisnedi 2

M1519% 2 Condition ARUaIIsAIL Jasim wazanly (2017)

Parameters Condition

Mobile phase:

Acetonitrile: water (65: 35, V/V)

Flow rate: 1.0 Hadanseoauni
Injection volume: 20 lalasans
Detector: DAD 258 W1luling
Run time: 40 U
6.2.3 NadsualINaINIsalunisazatsvesfiegafifiansddyie
chlorfenapyr 240 n¥usadns SC uazdlng1efiflansd1fyde
thiamethoxam 10 % W/W WG 1@ 81%51, acetonitrile, 20 %
acetonitrile waz 80 % acetonitrile lun1sazanefiagns innnududu
0.1 fiadnfusolaaans
6.2.4 NAABULINVBINITILATILY (range) lmaLm3 e calibration curve

a a
H1T9N 3 ATERTYU

chlorfenapyr Tianududueglugg 0.01 - 5 Tadnfusieliadans uas
calibration curve thiamethoxam Trfianuiduduagluyie 0.005 - 2.5
fiadnfurefiadans lnondoun1un1s199 3 lnednanududuay
2 injection

solution @TUNAABU range U4 chlorfenapyr Wag thiamethoxam

No. Stock 10 mg/mL Stock 5 mg/mL Final volume Final Conc. Final Conc.
chlorfenapyr thiamethoxam (80%ACN) chlorfenapyr thiamethoxam
(uL) (uL) (mL) (mg/mL) (mg/mL)
1 5 5 5 0.01 0.005
2 10 10 5 0.02 0.01
3 20 20 5 0.04 0.02
4 40 40 5 0.08 0.04
5 50 50 5 0.10 0.05
6 100 100 5 0.20 0.10
7 200 200 5 0.40 0.20
8 400 400 5 0.80 0.40
9 600 600 5 1.20 0.60
10 800 800 5 1.60 0.80
11 1000 1000 5 2.00 1.00
12 2000 2000 5 4.00 2.00
13 2500 2500 5 5.00 2.50

3
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6.25 nagauAI NLtTuLdunse (linearity) lTmeiaS ey calibration curve
chlorfenapyr Irislaanududusglugag 0.1 - 0.8 HadnTusieliadang
(0.1,0.2,0.3, 0.4, 0.5, 0.6 Laz 0.8 adniuneiiaddns) wag calibration
curve thiamethoxam Tianuidudueglugie 0.05 - 0.5 dadnude
fiadans (0.05, 0.1, 0.15, 0.2, 0.3, 0.4 uar 0.5 fadnfusiefiadans)
WEEUFIM1597 4 Tapdaaududuas 2 injection ¥n1svadey 3 Su

thiamethoxam

UrArnunlafinvesasuinsgrusazautudulyasnansinmien
correlation coefficient (r) 1Na9IN1SEBUSU r > 0.99 (AOAC, 2016)
AT 4 NTRIBY solution dnsunAdaU linearity 909 chlorfenapyr uag

No. Std. stock A Std. stock C Final volume Final Conc. Final Conc.
4 mg/mL 2 mg/mL (80%ACN) Chlorfenapyr Thiamethoxam

(uL) (uL) (mL) (mg/mL) (mg/mL)
1 125 125 5 0.10 0.05
2 250 250 5 0.20 0.10
3 375 375 5 0.30 0.15
a4 500 500 5 0.40 0.20
5 625 750 5 0.50 0.30
6 750 1000 5 0.60 0.40
7 1000 1250 5 0.80 0.50

6.2.6 N1INAEDY accuracy chlorfenapyr Wag thiamethoxam

6.2.6.1 1391 standard addition chlorfenapyr 7 aududu 3 szév
Ao 036, 040 way 044 dadnsSunolafans way
Thiamethoxam 91 0.18, 0.20 wag 0.22 Jadnsunaladans a4

fdumounisioununisei 5 lneshauaududuas
7 41 9 8z 2 injection ¥N1SNAABY 3 TU LNATINITEDUTU %
recovery 8g/lug39 90 - 107 Uag % RSD < 2 (AOAC, 2016)
5197 5 NswSey standard addition ves chlorfenapyr e thiamethoxam

No.

Chlorfenapyr

Thiamethoxam

Final Vol.
(80% ACN)

Stock B Stock sample Total Conc. Final Conc. Stock D Stock sample  Total Conc. Final Conc. (mL)
2meg/mL 2meg/mL (mg/mL) (Std+Stock sample) 1mg/mL 1mg/mL (mg/mL) (Std+Stock sample)
(L) (uL) (mg/mL) (uL) (L) (mg/mL)
1 400 500 Stock B 0.16 0.36 400 500 Stock D 0.08 0.18 5
sample 0.20 sample 0.10
2 500 500 Stock B 0.20 0.40 500 500 Stock D 0.10 0.20 5
sample 0.20 sample 0.10
3 600 500 Stock B 0.24 0.44 600 500 Stock D 0.12 0.22 5
sample 0.20 sample 0.10

3
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6.2.6.2 nImAmANULTuAiviueuves stock sample chlorfenapyr
way thiamethoxam fiaudadu 0.20 fadnsusefiadans uas
0.10 fiadnfusiefiadans A sy Feilduneunisiniouniy
A5 6 TnevinAnududusiuau 7 81 9 8 2 injection v
ASNAFOU 3 TU LNAUTNNITEBNSU % RSD < 2 (AOAC, 2016)
57l 6 NMsmeAuLfuTiLive el fee13 chlorfenapyr way thiamethoxam

No. Chlorfenapyr Thiamethoxam Final Vol.
Stock sample Final Conc. Stock sample Final Conc. (80% ACN)
2 mg/mL (mg/mL) 1 mg/mL (mg/mL) (mL)
(uL) (uL)
1 500 0.20 500 0.10 5

6263 N15N1AIAIINLT U T U LU uOUYe S standard solution
chlorfenapyr (stock B) wag standard solution thiamethoxam
(stock D) inasidud 0.2 fadnSurefiadans uwas 0.1 Jadnsuy
Rofladans Muady Felldunounisnioudiniged 7 Ing
W3NS 3 97 9 8y 2 injection kagvinsnagey 3 Tu
LNUIINITEBUSU % RPD < 2 (AOAC, 2016)
g7l 7 nsmeenududufiniueuues standard solution chlorfenapyr Lae

thiamethoxam

No. Chlorfenapyr Thiamethoxam Final Vol.
Stock B 2 mg/mL Final Conc. Stock D 1 mg/mL Final Conc. (80% ACN)
(uL) (mg/mL) (uL) (mg/mL) (mL)
1 500 0.20 500 0.10 5

6.2.6.4 NMINAFDUY precision VaY chlorfenapyr

n1sTNseg1snuduty 0.4 fiadnsureiadans: 99
éhasmwﬁmﬁm%i’mqé’umwﬁﬁmiﬁﬁﬁy chlorfenapyr 240
n$usoAngs SC Usvanm 83 + 8.2 faandu (Tufindminasa)
a9lu volumetric flask au1m 50 Aaddns LAN 80 %
acetonitrile aslUuseuna 40 fadans U1l sonicate 10 w
WSS US1MI#aE 80 % acetonitrilesuau 10 41 9 ag
2 injection YINN1SNA@DU 3 U LNUTINIT8RUSU % RSD < 2
(AOAC, 2016)

3
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6.2.6.5 NMINAFDY precision Va9 thiamethoxam
NNSLATEURAIDEI9AIIUTNTY 0.2 Aadnsuseladans:
Fr08190A0 Fuai T duns1effiarsd iy thiamethoxam
10 % W/W WG Uszanas 100 + 10 fiadnu (Suitntndn
939) a9ly volumetric flask au1m 50 Hagaans LAy 80 %
acetonitrile aslUussunas 40 Hadans unlU sonicate 10 w19
WEUSUIRLEUSRSEaE 80 % acetonitrile $11AU 10 $1 9
8% 2 injection ¥A1SNAEDU 3 TU LNUIIN1ERUSU % RSD <
2 (AOAC, 2016)
6.2.6.6 MInAdayU LOQ V83 chlorfenapyr ey thiamethoxam
TneLm3ey standard solution stock B wag stock D ﬁﬂim
Fudu 0.0005 SadnSuseiiadans Suniousiui 7 91 9 au
2 injection \NA9INTSEBUTU %RSD < 2 (AOAC, 2016)
6.2.6.7 MISNAAOUAURLNITLITARETTINAdU (selectivity)
1AgLEAIANNEINITOVDINITUENYBIETS (resolution) VB4
a157Aninazinansevusealsiiagne 1eun cypermethrin,
deltamethrin, bifenthrin, lambda-cyhalothrin, etofenprox,
alpha-cypermethrin, permethrin, cyfluthrin, flumethrin,
beta-cyfluthrin, cyphenothrin, tetramethrin, s-bioallethrin,
brodifacoum, triflumuron tag diflubenzuron ﬁﬂ?ﬁm“ﬁwﬁu
0.4 faansunollagans
6.2.6.8 N1INAABYU robustness ¥4 chlorfenapyr tag thiamethoxam
Junsmegoumuamuvedisindednsdsuudastade
Mdlunisnaaeuudiazdlinanismageumilouiunsely Tng
PaFusing q DFIn15197 8 UaLIWRUNITNAFBUANTTDS
Youden’s ﬁﬂmﬁiﬂﬂﬁ 9 TnawmSeu standard solution stock B
waz stock D finududy 0.4 HadnSuseiiadans Funsoy
$1uau 2 % 8 2 injection

v ¢
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M15097 8 parameters Nlglun1svadeU robustness

Factor Units Limits Level (-1) Level (+1) Norminal value
Vial (A/a) - - amber = A Clear = a -
The column temperature (B/b) °c +5 20 =B 30 =b 25
Percentage organic solvent (%B) in % +1 29 =C 31 =c 30
the mobile phase at start of the
gradient (C/c)
(%B) in the mobile phase at end of % +2 28 =D 32 =d 30
the gradient (D/d)
S w9 acetonitrile (E/e) - - RCl = E Daejung = e -
The flow rate of mobile phase (F/f)  mL/min +1 09 =F 1.1 = f 1.0
The wavelength of detector (G/¢) nm +5 253 = G 263 =g 258
AN9197 9 WHUNITNAEBU Robustness #es Youden’s
Parameter FIUIUNIINAGHDY
1 2 3 4 5 6 7 8

Vial A A A A a a
The column temperature B B b b B B b b
Percentage organic solvent (%B) in the mobile C C C C C C C
phase at start of the gradient
(%B) in the mobile phase at end of the D D d d d d D D
gradient
§va ves acetonitrile E e E e e E e E
The flow rate of mobile phase F f f F F f f F
The wavelength of detector G g g G g G G g

WA S T U \Y w X Y Zz

v ¢
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7. Wan1Inagau
7.1 nan1snnesRnLUasnINisues Cao uagaug (2005)
Gemini #Hanunadt 10 waggui 3 - 7
ANSNT 10 NANITVIAARY chlorfenapyr lag thiamethoxam

Iagly HPLC column ?jﬁa

Han1sna&dau Rt (min) Area Tailing K Prime Theoretical
factor plate
@130173557U chlorfenapyr 111 3366991 1.0 1.5 10300
#13017357U thiamethoxam 3.2 6991196 0.6 0.0 354
225%%nm4nm (1.00) g MU
s00] g LO§/L00
175 §
5 Gl
150 5
125
| 0
100 25()» 8 g
75+ N
50 © Q
E 0
251 g u 07 [yl
0 §\£ 4\\ ‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\
T U P 00 . /3 1 T Y
5UN 3 Chromatogram ¥83a131IA5g 1 JUN 4 Spectrum YesEBNTIU
chlorfenapyr chlorfenapyr
mAU mAU
[260nm,fmm (1.00)
R 318100 f
§
200+ é mS
g MEN o
= N
150 = !
100] 10
50+
of‘KLL 4
‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\
o M0 B0 W0 W0 W0 W w0 3
0.0 ‘5,0 10.0 15.0 20.0 25.0 30.0 35.0 o
U1 5 Chromatogram ¥84a151IR5g 1 U7 6 Spectrum vo31511ASgIY
thiamethoxam thiamethoxam

v ¢
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7.2 Han1snnassAwlasnIudsued Jasim wazany (2017) ngld HPLC column
8vio Gemini lANAMINANTINN 11 waeFUN 7 - 10

MI599 11 HaN1TAEeU chlorfenapyr tag thiamethoxam

Wan1INagay Rt (min) Area Tailing k Prime Theoretical plate
factor
A@19019937U chlorfenapyr 23.2 3187280 1.0 0.1 18368
1901993714 thiamethoxam 3.1 6962220 1.3 0.0 6466
ITI;SLl;nn‘mnm(l.OO) © mAU
100—: §
] s -
75 6
200
50 0 8
V] N
] L 1004 N
25i g
o A H
‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘
; P T e 1 ;N N1 N N .
E‘Uﬁ 7 Chromatogram ¥89@13119931U chlorfenapyr gﬂﬁ 8 Spectrum VBENTUINIFIUY
chlorfenapyr
m?sgnMnm (1.00) § mAU Eg
12504 ‘jé 307100 A
g 10004
1000 2 0
£ 0
c N
750 \
500 500’
250
0 5 *& 0
‘2.‘0”"3.‘0”“4.‘0‘“‘5-‘0””6-‘0””7-‘0‘ N
00 0 X0 B0 X0 MBI 300

g‘dﬁ 9 Chromatogram V8981301035 1U

thiamethoxam

‘gﬂﬁ 10 Spectrum VaFITUIRNTIIU

thiamethoxam

7.3 wausulasu condition Tud wielwlianumanzauNasnaaaualsnavlaluasii
a U g van A o an . P

ey F9l935NRAwUaInNuITUee Jasim wazAuy (2017) WeanseazIa by
NINAEeU B4la condition fINNTINN 12 UALHANITNARBUAITUN 12

NAUATIVEBUAMNNENER TUar Tngdunsreaun1sUad
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»1519% 12 condition MNgaLAUN1TAGOU chlorfenapyr Wag thiamethoxam

Parameter Condition
HPLC column Gemini C18, 5 lulasiuns, 4.6 x 250 Jadiuns
Mobile phase: Acetonitrile: water (65: 35, V/V)
Gradient program Time (U1¥9)  Acetonitrile DI water
0.01 30 70
1 80 20
2 80 20
5 100 0
7 30 70
15 30 70
Flow rate 1.0 Jaddns/ui
Injection vol. 10 lulasans
Run time 15 w1l
mAU
1258nm,4nm (1.00) >
900-] " §
800- £ <
] 3 2
700 £ %
600—; é “88
500
400-
300-
200-
100- g
] ~
07 = L L
-100-
00 25 50 5 100 125 15.0min

'g“d‘ﬁl 11 Chromatogram ¥4 chlorfenapyr Wag thiamethoxam

7.4 NANSNARRUAINAINSENNSAYANTeegaTilansddnyfie chlorfenapyr
240 ¢/L SC uazietafifiansdfnyfie thiamethoxam 10 % W/W WG Tagld
‘Jﬂ, acetonitrile, 20 % acetonitrile wag 80 % acetonitrile Tun1sazany Tna
MINAFDURIFUT 12 - 27 wagm3nadl 13 - 14 Fenmsmaaeundiazidenty
80 % acetonitrile Tun1sazanadetvialy

v ¢
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m

750 s PDA I
df\\oi%ﬂ&wx 8
2
500;
250;
0 -
L S L A U
0 10 20 30 40 50
31J17‘i 12 aNWUEYDIRI981S g‘dﬁ 13 chromatogram ¥84 chlorfenapyr avangluin
Y
chlorfenapyr azangluin
| T ImAU
750 s PD?
g
5
i o
500
250;
o - =
e N L R S R S
0 5 10 15 20 25 30
51J17‘i 14 FNWUSYDIFIDLNS gﬂﬁ 15 chromatogram ¥84 chlorfenapyr avaely
Y
chlorfenapyr azanelu 20% ACN 20% ACN
C%( P ew«/m { 780 F PDA
i TR g
€0/ AN ,
500+
250;
0 o Ak
L L |
— 0 5 10 15 20

SUT 16 Snwaizrosiiegng g‘dﬁ 17 chromatogram %84 chlorfenapyr azanglu
Y

chlorfenapyr azanelu 80% ACN 80% ACN

v mAU
S (ot fexn A r 750,

PDA|

Chlorfenapyr

T T T T T
0 10 20 30 40 50

JUN 18 dnunizuoeiiegn

'gﬂﬁ 19 chromatogram @84 chlorfenapyr azaglu ACN
chlorfenapyr azanglu ACN

3
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AN 13 NANITVAFDUFI0E197a5d Aty chlorfenapyr 240 nusiodns SC

Foans Rt (min) Area Tailing k Prime Theoretical
factor plate
WUl 1 (D)) 5.2 6902017 1.1 0.7 2701
WUUTI 2 (ACN) 5.2 3926807 1.0 0.7 2023
WUUTI 3 (20%ACN) 5.2 6788932 1.1 0.7 2612
WUUT! 4 (80%ACN) 5.2 6852101 1.1 0.7 2316

Tihe 780 PDA
]mtf’\v“eﬂ/\OKO\v"] :
D1 ] 2
500 3
250
0H——
T 7 - T T T I T
0 10 20 30 40 50
SUT 20 Snwazvesiiegng U1 21 Chromatogram %84 thiamethoxam agangluti
Y

thiamethoxam agangluiin

750 PDAT

T

\ /\\0\\(\4( \)L'\ufow"i

90 ACN 500

Thiamethoxame

250

0 e
T
0 10 20 30 40 50

SUTl 22 dnwaizesinetis
thiamethoxam azanelu 20% ACN 20% ACN

E‘U‘ﬁ 23 Chromatogram 84 thiamethoxam azanglu

mAU

7507 PDA

500

Thiamethoxame

250

7 7 7 7
0 10 20 30 40 50

JUN 24 dnunizvoeiiegn

. Ui 25 Chromatogram 984 thiamethoxam agaiglu
thiamethoxam aganelu 80% ACN v

80% ACN

v ¢
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7507 PDA

500

250

-
=
1 Thiamethoxame

0

e L S e e A e
0 10 20 30 40 50

3UN 26 anvuzvo BN gﬂﬁ 27 Chromatogram 984 thiamethoxam azanglu ACN
thiamethoxam agaelu ACN

MITNAN 14 NaN1TNAFURIDE1INA5AIAY thiamethoxam 10 % W/W WG

Foans Rt (min) Area Tailing factor  k Prime  Theoretical plate
WUl 1 (0I) 11.4 3146840 1.0 2.7 145133
WUUT 2 (ACN) 114 3118265 0.8 2.8 128059
WUUT 3 (20%ACN) 114 3164251 0.8 2.7 122679
WUUT 4 (BO%ACN) 114 3186354 0.8 2.8 120642

75HaN1ISNAA@DU range U0 chlorfenapyr Way thiamethoxam lagLasew
calibration curve chlorfenapyr a1atdugulug29 0.01 - 5.0 Aadnsuso
fadans way calibration curve thiamethoxam ludAnuuvulugag 0.005 -

2.5 4adnsSunolaansans Iﬁmamﬂugﬂﬁ 28 - 29
A1519% 15 HANITAGOU range U89 chlorfenapyr wag thiamethoxam

Chlorfenapyr Thiamethoxam
Concentration Area Concentration Area
(mg/mL) (mg/mL)
0.01 171560 0.005 178618
0.02 414775 0.010 364209
0.04 631140 0.020 733978
0.08 1260477 0.040 1462859
0.10 1557991 0.050 1682940
0.20 3113325 0.100 3692831
0.40 6161946 0.200 7274090
0.80 11250026 0.400 14138976
1.20 13656238 0.600 20379333
1.60 14971228 0.800 24687777
2.00 15913364 1.000 27810081
4.00 18623608 2.000 35654839
5.00 19063075 2.500 37645888
Slope 4046225.13 Slope 16311985.12
Intercept 3405.74 Intercept 3822794.78
r? 0.76312 I 0.87885
r 0.87357 r 0.93747

3
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Chlorfemapyr Thiamethoxam

25000000 50000000

y = 4E+06x + 3E+06 45000000 y = 2E+07x + 4E+06
20000000 RZ = 0.7631 40000000 R? = 0.8788
35000000
g 15000000 30000000
@ ©
Z :?)25000000
10000000 20000000
15000000
5000000
10000000
5000000
0
0 1 2 3 4 5 6 0
0 0.5 1 1.5 2 2.5 3
Conc. (mg/mL) Conc. (mg/mL)

gﬂﬁ 28 calibration curve fl9annsnageU range Euﬁl 29 calibration curve ﬁlé’mmwmaau
989 Chlorfenapyr range U89 Thiamethoxam

{lesanseduiivegeu range nuinfisziuainududuaes chlorfenapyr

1.2 fiednSurefiadans uas Nszsiumnududures thiamethoxam 1 Sadnsusie

fadans tuluimnuldidudunss SeUsuandrsnisiasiesildu 0.1-0.8 way
0.05-0.5 fladnsuneilagans muaIau

7.6 HanN1INA@DU linearity W83 chlorfenapyr ag thiamethoxam lagln3yu

calibration curve chlorfenapyr farrududulugag 0.1 - 08 fadnfuse

1adans way calibration curve thiamethoxam T#aA1uLYuYuluY9 0.005 -

0.5 fadnsuseliadans Winanumsei 16 uazgui 30 - 31
M50 16 HanN1IAdaU linearity U9 chlorfenapyr Wag thiamethoxam

Chlorfenapyr Thiamethoxam
Conc. Day 1 Day 2 Day 3 Conc. Day 1 Day 2 Day 3
(mg/mL) (mg/mL)
0.0993 1687653 1793757 1756744 0.0498 1629548 1659313 1645763
0.1986 3453236 3453235 3370409 0.0996 3227105 3283626 3287795
0.2979 5104424 5168480 5167447 0.1494 4889347 4909192 4935937
0.3972 6728673 6793719 6852300 0.1992 6458945 6542291 6660214
0.4964 8315580 8403422 8523037 0.2988 9767824 9785253 9965181
0.5957 9695356 9837019 10142191 0.3984 12872344 12907121 13162176
0.7943 12429593 12122898 12724778 0.4980 15747287 15738322 15807779
Slope 15553532.10 Slope 31796818.54
Intercept 436714.96 Intercept 160344.64
r 0.99464 r 0.99901
r 0.9973 r 0.9995

3
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Chlorfenapyr Thiamethoxam
15,000,000 y = 15,553,532.100x + 436,714.962 20000000 y = 31,796,818.500x + 160,344.644
R? = 0.995 R — 0.999
10,000,000 15000000
< []
5,000,000 & 10000000
5000000
0
0.0000  0.2000  0.4000  0.6000  0.8000 0
Conc. (mg/mL) 0.0000 0.2000 0.4000
Conc. (mg/mL)
a:' . . Ry x| . . av v
gﬂw 30 calibration curve 7laanTsvegeu E‘U‘Vl 31 calibration curve Nl@anTsvegeu

linearity 984 chlorfenapyr linearity 984 thiamethoxam

INANTIA 10 NFAT r wudaden > 0.99 AstiuFsagulaionis
NadU linearity ¥99 chlorfenapyr Wag thiamethoxam Huilanududunse

7.7 Nan1INA@U accuracy e chlorfenapyr tag thiamethoxam léfwa%maa‘uagj
Tutneust 90 - 107 % AeA15199 17 - 18
A1519% 17 WAN1SNA&OU accuracy U chlorfenapyr

No. Chlorfenapyr
Day 1 Day 2 Day 3

0.36 0.40 0.44 0.36 0.40 0.44 0.36 0.40 0.44
me/mL me/mL mg/mL mg/mL mg/mL me/mL meg/mL meg/mL me/mL

1 0.36 0.41 0.46 0.35 0.38 0.43 0.34 0.38 0.42

2 0.36 0.40 0.46 0.35 0.39 0.43 0.34 0.38 0.43

3 0.35 0.41 0.45 0.35 0.39 0.43 0.34 0.38 0.43

a4 0.35 0.41 0.46 0.35 0.38 0.43 0.34 0.38 0.43

5 0.35 0.41 0.46 0.36 0.39 0.43 0.34 0.38 0.43

6 0.36 0.41 0.45 0.35 0.38 0.43 0.34 0.38 0.43

7 0.36 0.41 0.45 0.35 0.38 0.43 0.33 0.38 0.42

Mean 0.36 0.41 0.45 0.35 0.39 0.43 0.34 0.38 0.43
SD 0.003 0.003 0.004 0.002 0.004 0.002 0.001 0.002 0.001

%RSD 0.75 0.70 0.78 0.48 0.91 0.43 0.30 0.56 0.30

%Recovery 97.56 103.85 106.07 105.66 100.90 102.99 102.34 104.39 106.65

v ¢
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A1519% 18 WANTNAGOU accuracy U chlorfenapyr

No. Thiamethoxam
Day 1 Day 2 Day 3

0.18 0.20 0.22 0.18 0.20 0.22 0.18 0.20 0.22
mg/mL  mg/mL mg/mL mg/mL mg/mL meg/mL mg/mL mg/mL mg/mL

1 0.18 0.21 0.23 0.19 0.21 0.23 0.18 0.20 0.22

2 0.18 0.21 0.23 0.19 0.21 0.23 0.18 0.20 0.22

3 0.18 0.21 0.23 0.19 0.20 0.22 0.18 0.20 0.22

a4 0.18 0.21 0.23 0.19 0.20 0.23 0.18 0.20 0.22

5 0.18 0.21 0.23 0.19 0.21 0.23 0.18 0.20 0.22

6 0.19 0.21 0.23 0.18 0.20 0.23 0.18 0.20 0.22

7 0.18 0.21 0.23 0.18 0.20 0.22 0.18 0.20 0.22

Mean 0.18 0.21 0.23 0.19 0.20 0.23 0.18 0.20 0.22
SD 0.001 0.001 0.002 0.001 0.001 0.001 0.001 0.001 0.001

%RSD 0.44 0.54 0.77 0.57 0.45 0.61 0.32 0.53 0.38
%Recovery 100.30 104.79 104.94 105.84 103.89 104.18 101.60 104.71 106.27

7.8 HANSVIAGDU precision ¥4 chlorfenapyr Wag thiamethoxam lANAALATTS
727 uay 28
7.8.1 Nan1MAABY precision TunsiiasigiuTunaansdday chlorfenapyr

A1519% 19 Wan1svageu precision IumﬁLﬂiwﬁmﬁmmmiﬁ’lﬁm chlorfenapyr

No. 240 g/L sample SC

Day 1 Day 2 Day 3

1 218.33 219.38 217.54

2 218.94 220.33 215.80

3 217.56 220.31 216.63

a4 218.55 219.28 216.89

5 219.63 220.08 219.08

6 218.15 219.48 216.22

7 218.71 219.32 216.24

8 218.99 220.29 217.09

9 217.74 219.25 215.27

10 218.24 220.59 215.67

Mean 218.46 219.83 216.64
SD 0.63 0.53 1.10
%RSD 0.29 0.24 0.51

*SC = suspension concentrate

»1519% 20 intermediate precision Tun153As1zimUsunuasdnn chlorfenapyr

Sample Conc. (g/L)

Mean conc. (g/L)

%RSD

7

218.31 (n=30)

0.63

NANATIIEOUALNNENFR UL 0

SUASIEAUNITUA

q

v ¢
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7.8.2 HANINAADUVBIIBE1A Thiamethoxam N1AIUINTY 0.25 mg/mL
MI597 21 Wan1TvAgeuy precision TunsiATIENIUTUENTEIATY thiamethoxam

No. 10 %W/W sample WG
Day 1 Day 2 Day 3
1 10.12 10.10 9.96
2 10.10 10.10 9.94
3 10.12 10.14 10.06
4 10.05 10.11 9.96
5 10.13 10.11 10.00
6 10.14 10.10 9.93
7 10.06 10.10 9.99
8 10.16 10.10 9.99
9 10.06 10.12 10.04
10 10.19 10.03 9.89
Mean 10.11 10.10 9.98
SD 0.05 0.03 0.05
%RSD 0.45 0.29 0.51

*WG = water dispersible granules

P1399 22 intermediate precision Tun19tAT1EIMIUINNE5E1ARY thiamethoxam
Sample Conc. (g/L) Mean conc. (%W/W WG) %RSD

7 10.06 (n=30) 0.70

7.9 Hamsmagey LOQ lenadaguil 32
»15799 23 LOQ 984 chlorfenapyr wag thiamethoxam

Compounds LOQ (mg/mL)
chlorfenapyr 0.0005
thiamethoxam 0.0005
mAU
1258nm,4nm (1.00)
o D
] 3 @
] w =
5.0-| £ B
0 : =
2 3
] £ 2
2.5+ = (@)
4 =
0.0;
2.5
O P o e

g‘dﬁ' 32 chromatogram 984 chlorfenapyr Wag thiamethoxam

3
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710 HANISVAFOUAIUSUNIZLINLIIROEITTNAGU (selectivity) wuiuile
NAgoUAY condition LAEIAU chlorfenapyr ag thiamethoxam Wa2@11150
e N cyphenothrin, cypermethrin, deltamethrin, tetramethrin, cyfluthrin,
beta-cyfluthrin, diflubenzuron wag triftumuron usliflanssaladidl Rt ieafy
chlorfenapyr wag thiamethoxam Ienadsnnsnsdl 24 LLasgﬂﬁ 33-140

AT 24 LEAIANNINNIZLNZAIRREANTANAdBU (selectivity)

Compounds Rt (min)
chlorfenapyr 10.5
thiamethoxam 55
cyphenothrin 9.21
cypermethrin 9.96
deltamethrin 9.62
tetramethrin 9.67
cyfluthrin 8.96
beta-cyfluthrin 8.54
diflubenzuron 8.99
triflumuron 9.48
mAU mAU
12,5 258nmAnm (Z.00) o 258nménm (1.00) o
o o
I <
100] < 75 z
o] (]
5 E
75] B g
0 5] 0
5.0
o
(e}
25 R
Q
0.0+ p
-2.54
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7.11 HANIINAABUANNAIIUTBIIS (robustness) Tuflefinisiudsundastladofild
Tunsvedeunuin nsdeuulas flow rate fnasienisnaaey chlorfenapyr
ma‘ﬁqﬂ LaznIsiUasuula wavelength Hafn@N15NAFBY thiamethoxam
mﬂﬁqm sesasAe flow rate ldtanummssi 25 L.Lazgﬂﬁ 41 -42

AN 25 effect Y99a15d1A%Y chlorfenapyr ag thiamethoxam
a1581A8y A B C D E F G

chlorfenapyr -0.00253  0.00045  -0.00113 -0.00102 -0.00023 0.48500  -0.00040
thiamethoxam 0.00273  0.00089  -0.00033 -0.00117 0.0011 0.02148  0.02497

Chlorfenapyr

G(wavelength)
F(flow rate) NN
E(Brand ACN)
D(% MP end) |
C(% MP start) |
B(Column temp.)

A@E vial) 1

-0.10000 0.00000 0.10000 0.20000

gﬂﬁ 41 Effect ¥93a15d1A5y chlorfenapyr

Thiamethoxam

G(wavelength) I
F(flow rate)
E(Brand ACN) |
D(% MP end) |
C(% MP start)
B(Column temp.) |

A@E vial) |

-0.10000 0.00000 0.10000 0.20000

gﬂﬁ 42 Effect v99a15d1A% thiamethoxam

v ¢
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8. @3Unan1naasg

PNNINAFOUAITAIAY chlorfenapyr ay thiamethoxam Tufieg1sNanS U
Tngdunsefunsuadnd lWnansmaaou linearity 71924 0.01 - 0.8 uag 0.005 - 0.5
fadnsudaliadans LA r 1M1 0.9973 wag 0.9995 MIUAIFU NITNAADUAIIULIL
(accuracy) Useiluann % recovery agluyis 97.56 - 106.65 % uaxdl intermediate
precision 111U 0.63 tag 0.70 % RSD Aua16U A1 LOQ yoaTaaevilnmiify
0.0005 fadnsusefiadans nmsvedeu selectivity nuinansaLenasivagousanain
asiimnitasinansznusenisvagey feiuissenaiiaumuizanlunisnsas
AR89 chlorfenapyr (SC) kag thiamethoxam (WG) Tun@ndmuaingdunsieniunis
Urdnd TwiBimeniule

9. daiauBmu

10. NaAnTTUUITNA
YevUANgSIIENTdinaTIaaeuRmANELAUAFRT Afansanlidiiunisly

Yeuvszanas 2562 Wwihilveal fRnns naunsivaeuanmendnis fvomasiunis
TRl nSgaluied
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