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Method Validation for determination of the Active Ingredient of

thiamethoxam in Pesticide Products

qnga) AAd Al ongnInay
Sukanya Khomkong Tassanee Atthapornpong
na3deingiiiunisinuns NBIYLAUNITITYNTHANNNNTIAYAT
ABSTRACT

Method validation study of active ingredients in pesticide formulation products, such as
thiamethoxam. The objectives of this study were validated of method to appropriate with the
instrument in laboratory which was developed and adapted from standard method by High Performance
Liquid Chromatography technique within the appropriate condition. The results were found that the
working concentration range and linearity range of thiamethoxam were 0.20 — 1.40 mg/ml, respectively
with the correlation coefficient (r) > 0.998 which had accepted with limit of the correlation coefficient
(N = 0.990 (CIPAC, 2003). The precision of HORRAT values for repeatability and within laboratory
repeatability of the analytical substances by the three levels of concentration were in the range of
0.69 - 0.96 and 0.45 - 0.68, respectively. The HORRAT values tested with robustness and ruggedness of
thiamethoxam which two factors analysis for change that temperature of column and flow rate by the
three levels of concentration were in the range of 0.38 — 0.97 which were followed by the AOAC (2016)
that between 0.3 — 1.3. The accuracy of this method was assessed by recovery studied. The percent
recoveries of the analytical substances by the three levels of concentration were in the range of 98.4 — 98.8%
considered an acceptance by the AOAC (2016) that as 98-102 for analytical concentrations more than 10%.
This specificity method did not have interference from other substances. The measured uncertainty of
thiamethoxam was 25.4+0.43% , respectively at 95% confidence level. As a result, it was the
performance characteristics of this method according to the criteria. Therefore, the method
development could be used to determine the active ingredients in pesticide formulation products with

accuracy and precision.

Keywords : method validation, thiamethoxam, linearity and working range, precision, repeatability,

within laboratory repeatability, robustness and ruggedness, accuracy, specificity, uncertainty
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UNANED
Mnnsinvianulelavesdsiinsevaiseengus nezdnenuaa (thiamethoxam) lundasan
asUostuiindngiiy dingusrasaiiiensiaaouanulelaveisiiaseniiianist unlnaviedaulas
nisiespulisngausuedosdiolunesfifing Weasanasgrunimedey amsmeadeuiini
QﬂﬁTamazmuﬁw poudulanuinainiseansuaIna newadn High Performance Liquid Chromatography

(HPLO) melaanizdlivuizay nulan 319aniidulaunse (linearity) Wagy194989n1579 (working range)

s
2

flnspanuiuaay 0.20 - 1.40 fiadnsuneiiadans fnnduussavsanduius (correlation coefficient, r) 1nn37
0.998 Fanmunsensua1duUsEaANS andusius (correlation coefficient, 1) = 0.990 (CIPAC, 2003) A39@8Y
AURUUEN (precision) WUV repeatability ag within laboratory repeatability ‘ﬁlmmL%wJu 3 5zdu flan
HORRAT agﬂmm 0.69 -0.96 tay 0.45 - 0.68 AIUAINU ATIVABUAINAINU (robustness / ruggedness) lag
Wasutadunsmadeuuuu 2 Jadefe guvpieeduuiusanmaiedouiiveananieud fianuaumy 3 sz
1nA1 HORRAT aglutag 0.38 - 0.97 Feagluinmumfiarsanves AOAC (2016) o 0.3 — 1.3 ATIT@OUATIIGNADI
(accuracy) 910 % recovery ﬁﬂ’aﬂumym]lu 3 9¥AU aE‘JJ'iW'J'N 98.4 — 98.8 GTIJQ@Q'&LWUIN 98 - 102 mmﬂmﬁ?ﬁ
fsend s uansiiusinaannma 10% 983 AOAC (2016) Fadfimmusimzianzas (specficity) lufimssumu
Y9950 U warnIUsTINaA1AL LKL UBUYRY thiamethoxam WA 25.4+0.43% 7isesumud esiu 95%
MnuanIRaeURIna T wandlmiiiuan aadnuazanzresisidulumunae nissonsy Faduisiwani

Falenumnzgauashlvlylunsiiesenansesngyslundndumanslesiumiadngivlaoe g nneuazuaug

ﬂ’lﬁ’lﬂm ﬂ’]i(ﬁli’Jﬁ]ﬂﬁ]‘Uﬁ??ﬂi‘ﬁiﬂ%ﬁ]x‘i’)ﬁ%ﬁi’]”ﬁ msaaﬂawﬁiwavmmmmm szmwmﬂmaumn bbEYS
‘U’N"Uﬁ]ﬂﬂ’li’m ﬂ’J’]iJLLiJUEJ’] ﬂWS‘V]’Wﬂ AUAINU AIUELNABDY AUTINIZLAIZ D ﬂ?ﬁUi”N’]&lﬂ’]ﬂ’J’]ﬁJleI
LL‘HU’E]‘LJGU’ENﬂﬁi’J@

AL
Ussinalnedinislansdostuindndngiiniussrunsvans esnidulssmenunsnssy asUssfiu
wazidndnsfiaindnduiainlssslosulunsemunuiasmavihaedngiis Weanaudemevesnanna
nainunsTinumsnsUgn axdiulanuBinavoyanistneasidndngiitlussmned 2554 - 2560 U3
dansdestuidelsaity 84,415 6 Anvduyani 32,610 aruum fawandunsed 1 @dnnuasesie

A1SLNWAT, 2561)
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A15199 1 Usiaumsihnaslesiumdndngivy 9 2554 - 2560

d1siad
- A15NINIVNY dg1smanuuas  d1sUaenuuaznidn S
- U 57U
(Herbicide) (Insecticide)  1sAWY (Fungicide)

Y yaAl  Jiunar yaAn Jsunar waAn Ui yadn dSaar yaen
2554 112,177 11,480 34,672 5938 12,179 3,875 5511 T 164,538 22,070
2555 106,860 11,294 16,797 3,686 6,972 3,883 3,748 494 134,480 19,378
2556 137,049 14,873 21,485 4,201 10,350 4,828 3,942 514 172,826 24,416
2557 117,645 13,435 13,910 4,013 10,988 4,708 4,832 656 147,375 22,812
2558 119971 11,016 12,927 3,684 11,088 3,839 5,560 787 149,546 19,326
2559 125596 9,688 16,056 3,899 12,915 4,503 6,120 2,487 160,824 20,618

2560 148979 13,686 21,601 6,166 19,923 6,974 7,814 1,096 198,317 27,922

17« AUnnuATEENANITNYAS (2561)

e Tuandmiiug ﬁmﬂ%mmsaﬁaqﬁuﬁﬁmﬁmgﬁﬁmﬂuﬁi’wuaumﬂ oﬁ’qﬁ?umimmu@mmw
SUEN?Hi‘JENﬁuﬁﬂf‘\z]/ﬂﬁ@gﬁ%mﬂmWﬁ%iﬂ%ﬁ@ﬂ@f@qﬁuG]i”lEJ W.el. 2535 T axasiainsyviiauarUsinaensesn
s Mnsnuiiszylhuueanvdoly dWelulandnsumanslesiuifadnsfivifauamuazinnsnsillle
puufisgAnsain nsnaseundndunarsUastufdndagfiyneunisineusenadadud sddo
ﬁaaﬂﬁﬁ’ﬁmsmjmmﬁmmszwmwaa‘u@mmwi’mqﬁﬂwmsmwm et ingifiunisinums nevideinmn
U98N1IHANNIINITNEAT Lﬁwﬁ’a8mu%"uEimjauiumﬂﬁu’%msmm’jmeﬁwémﬁm%i’mqﬁumwma
nanuRs enstunsdeumiiuagatean suvsauauAmnNNSE SR Trgsunsie w e 2535 Tagly
781195571 CIPAC (Collaborative International Pesticide Analyticat Council) LLGi”i%mimﬁ%mm%th
anansovianalavionn Wesnlufiniesdio/gunial vieaaail Jwedyisdaulas mafaulasiseseniu
wawgumqmLﬂumammiwaﬁmmmmmwanmmiﬂvwmamsmmaaummisuimsuammLﬂiﬂ‘vw (Method
Validation) it elniful92135 5w leoggnaesusudt wasunzaunsanuingUszasa dadundsly
YorMUAnILIATEIY ISO/IEC 17025:2017 lafmuanndnunsanizislunisasvaeuanulylavesis fe
AsIRdoUYIInLTuALRSS (linearity) szhmaamsi’m (working Range) ALLIUEN (precision) AINUAINY
suamﬁ (robustness/ruggedness) m’mmmaﬂ (accuracy) WaZAUILNILLAIE (speoﬂoty) saustamnallal
LuLeLYDY N17TA (Measurement Uncertainty) (fiwassa, 2549) uarthundsidiume svnaadaaisinssy
annsntilanulevidels

a1soongslnozinenuey (thiamethoxam) Tundnfamansdeatuidndngity ToiioUssfu
f1dn vhane muRuuasiagiy daeglungy neonicotinoids TnvdnestuuwaaUszamusiuias Tagns
SUNUASSUAS nicotinic acetylcholine TusruuUssamaunauazsilnnasdovesuuasnans fudums
(Kidd and James, 1991) d1w§un1sasaaiinsignatseangns inezdvenuay (thiamethoxam) lundnsaumn
astestufidndngity §35u1ns51ulu CPAC Handbook (Volume O) Taslywadlaun alasuilnsngd
(Gas Chromatography: GC) Wazmatipaminlasunlnsns i (Liquid Chromatography: HPLC) (Maria and Jim, 2017)
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muumm%mﬂumiﬂﬂmmimmaaummisuimammmevmmsaaﬂqwﬁiwavwaﬂme (thiamethoxam)
Tundnsusanslesiuriidadagiis iiolvlaisTinsmeniifianugnaoumngas aunsalsduisveaouly
yosU RN LLaUUWIU“UE]ﬂ’]iﬁUiENGﬂiJiJ’Wlijm ISO/IEC 17025:2017 swsiafisanssausvesesufofinislu
MssRABUIAT T AR A IngSuns e anuns

/AUUNNT
gunsal
1. 1309 high performance liquid chromatosraph fifns1a¥auia DAD wie UV
2. AoduUYin LIChroCART® 60 (RP-18) wu1m 5.0 Tulasiuns aauen 250 adwuns Lguﬁﬂquéﬂaﬂﬁ
(id) 4.0 Uagns
3, indosdianiden 4 fumis @lasedu 0.1 fadn3) Ainunisaeuiisusan
4. Ultrasonic bath
6. UININUTUINTHUA type A VUA 25, 200 ey 500 daddnT FEunTARUTEULAY
7. Auto pipette U@ 1 - 10 daddns frumsaouiisuan
8. Jnunes wua 100 fadans
9. 7 vial VUM 2 UadaNT
10. syringe UM 10 HaaanT
11. syringe filters 0.22 lulasung
GREIGEY
. @1307M351U thiamethoxam 99.65 %
@ uea (HPLC grade)
- dhnduunennlesou (HPLC grade)
. nsaneanaIn (HsPO,)
 frognawdnfamiostuiidndngia thiamethoxam 25 % W/W WG

o B~ W N -

53
1. mMsUFuRtan1IeLA3es HPLC (DAD/UV) dw$unnsnsi9diasnes thiamethoxam
GRLHY, : LIChroCART® 60 (RP-18) vu1# 4.0 x 250 adtuns a1eluussy bonded

silica gel U 5 lulAsIAS

nsnsivia - 1.0 fiaddnsneund

wapdouii - Sasanuvesnsaneanssn (0.1% H3POy) powvIuea (Methanol) (60:40)
qmmﬁﬂaé’uﬁ - 40 paFLaLTYd

AR - 225 WlULUAS

USUMINISEN -1 lulpsans

2. mwaaumammﬂumumqLLaJmsummim (llnearlty/workmg range)
mmimmmu thiamethoxam 99 65 % ‘Lmﬂsmmmsaaﬂqmmauﬂammmmmuﬁzmmﬁ
199970 6 AAIUANYY B 0.20 - 1.40 fadnunedadans lalurinTausuins sua 25 Hadans Wuuniuea
Usrunindanan tiluiweinienades ultrasonic bath Uszann 15 unil fmﬂﬁuﬁwaaﬂmﬁgqﬁﬂﬁﬁuﬁqmmﬁﬁm
waUsuUSIasmsyuea wudlaluvin vial wue 2 faddns ﬁﬁmiazmammgml,%wLﬂ'%laq HPLC #5195
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http://hiq.linde-gas.com/en/analytical_methods/liquid_chromatography/high_performance_liquid_chromatography.html

[

izwmmmLﬁumwuaamiazmammgm (W X) A response (w1 Y) fonsanvsenandudunss uas
A1waniAn Correlation coefficient (r) > 0.990 (CIPAC, 2003)
3. A5I9ABUAULLUEN (Precision)
3.1 Repeatability

$1399@9U precision WUU repeatability s'ﬁaLﬂum'ﬁmaaumﬂ%@ﬂﬂﬁﬁamﬁlﬁmﬁu ﬁmmaau
ety indeafloyaiiendu Tunanfeatu dil

3.1.1 NISHTEUAITUINTFIUGUY 2 8 (duplicate) Fauuey 0.8, 1.0 uae 1.2 fadniune
BGRIH Imssﬁ"qmimmgmﬁﬁmi thiamethoxam U3unad 20, 25 way 30 daandy (+ 0.1 Haansy) lalu
WITAUTIIRT WA 25 Taaans HLEsENIUeAUSINMASIYIN WENMIBLASES ultrasonic bath Uszanas 15wl
Uaa&flmaﬁaumaniumLmaaﬁumwaqLLaaLmummaumawmmm"d'ﬁmm wuslawan vial awin 2 Saddns
NntuBnasazaneiiogawAIes HPLC

3.1.2 milmsmﬁ”sasmmﬁ thiamethoxam 25 % W/W WG ﬁﬂmm%mjyu 0.8, 1.0 hay 1.2
adnsumeiadans miuwLTUay 10 91 Inedeansieendnilans thiamethoxam Usunas 80, 100 uaz 120
fiadnsu (x 0.1 fadn3y) laluriniausunns awie 25 Haddns memimmuaaﬂimmmmm EPELATDS
ultrasonic bath Uszaned 15 Ui mﬂuumaaﬂmmmimawqm‘mqwm USUUSHNMSAEENSIMILR LAt
nsoeHUASEANYNTET YU 0.22 lulasiuns thansazataeies HPLC ImaLﬁauﬁumsmmyuﬁuau@ag
Su"Nmmmymyua”msuya 3.1.1 Ff?‘lJ’JElM’]ﬂlﬂLaﬁl‘EJ (mean) é’;mﬁ'mwummgm (standard deviation, SD)
AINUARTIALAR DUFUWNS (relative standard deviation, RSD) wazUszifiuniy HORRAT 1ag HORRAT madilan
ogluta 0.3 - 1.3 Munami915041983 AOAC (2016)
Uszldly precision Tnely HORRAT

) )

HORRAT = 9%RSD exp. / %RSD Horwitz
AW Predicted Horwitz RSD Aalgins
%RSD — 2 (1*045 log C)
C = Concentration ratio
WNAMNEBNTUAN precision #aU3U HORRAT = 03-13

3.2 Within laboratory repeatability
f9IdDU preC|5|on IWUY within laboratory repeatablllty %ﬂLﬁuﬂﬂi%ﬂaaUﬂﬂﬂMaﬂﬂgummi
W mmaamummﬂu wdesleyaiieatu lunameiuiu 3 amﬁvwmaammmmawa 3.1 unagdiATIen
p1eu Taoi Ui UfUasInTTIuTOUARLYNAMUILTY AuuAads (mean) Aaudsauuinnsgu
(standard deviation, SD) AINARANALAG DUF L M5 (relative standard deviation, RSD) wagUseLdl UMY HORRAT
Tne HORRAT niosiimaglutag 0.3-1.3 sanaumfiansaves AOAC (2016)
4. 957398aUAINAINU (Robustness/Ruggedness)
3\A312MH10879873 thiamethoxam 25 % W/W WG iwuidisatue 3.1 Tnewdsutadenmsvnasy
wuu 2 Jady e guupiiaeduiiudnsnisiedeufivesmandeudl Auwamaade (mean) duidsauy
17103551U (standard deviation, SD) ANLAAIALARBUALINS (relative standard deviation, RSD) uazUsuiiiy
P26 HORRAT Tng HORRAT nasfimaglumag 0.3 - 1.3 auinamfionsanues AOAC (2016)
5. Gl‘i’Jﬁ]ﬁ’e’]Uﬂ’J'liJQﬂ(;{@d (Accuracy)
5.1 Wisey Stock standard
WIENAITATAIEUINTFIY thiamethoxam ATy 3 Sadnsunefiadans (auanden
0.1 fladnsw) adluraniauiunms vua 200 Tadans WuaswYUaUTTINUATIYIA Tagn ihluigimeLeies
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ultrasonic bath Uszanm 15 w1t anutheenundsidimduiionmaives UsuuSunsmeasamiueaaudls
YaUsuns
5.2 1p1383 Stock sample
Wi3EuANTaYaNBI8814 thiamethoxam AuiiNTy 1 Sadndunediadans adumniauiung
YUM 500 Taddns iuassvuealstinaaiwn degn ihlUiemeledes ultrasonic bath Uszana 15 w1l
nmiuheonndsidmbuiioumgiives UuUmnsmemasmueauieiauiines
5.3 WSEUANTaTANLUINTIIY
WA TAYABLIAEIY thiamethoxam 99.65 % flauiaamy 0.8, 1.0 ey 12 Jadniune
findans muasuas 2 91 lediUnansagans stock standard 9o 5.1 U33As 4.7, 5.8 ua 7 fadans Talu
YadaUFinpsiun 25 fadans RuasiuniueaUssanuaien Jagn werlvazanene ultrasonic bath 15 wil
UéaaiﬁmaazmEJU%’UG?hL%ﬁéqmmqﬁﬁadLLfayaLﬁuﬁ'gﬁwazmmuﬁﬁmﬂ‘%mm wuslanan vial vuna 2 faddns
mntulaansaraeiiesnaaiaies HPLC
5.4 iieansazaneiiieman Origin
ﬂL‘lJGlﬂﬁ?ﬁia”mEJ stock sampLe 28 5.2 US11m5 6, 7.5 waz 9 Tadans lalurininusuns
Yunm 25 T088n7 S1uau 10 91 USuUTinesmeasamueaTuielauiuns Lsumimmﬂu vnlUnsosHy
nsvATenIas 2un 0.22 lalasiuns wazuudlan vial vun 2 Taddns thansavaieiaueies HPLC Tneifiey
fuaainesgiluunasrasiivdenls ve 5.3
5.5 Wieuansazaneiilevan Spike
Jinansansazany stock sample 98 5.2 U3ums 10 dadans laluviniausuns vunn 25
1addns 91u7u 3 YA Yaaz 10 91 9 niufuansazans stock standard U310 4.7, 5.8 waz 7.0 Hadans
o898y 10 91 YSUUSmmsmeasamueatuiednyiins worlmandu dlunsessnunszniunsos aun
0.22 lailasiums wazuuslann vial vune 2 faddns thansazaeiniaies HPLC Tadfleufuansiasgiuluun
avsfiineuly 10 5.3
Uszidiuan accuracy 9NA7 % recovery

% recovery = (C ke = Corign ) X 100/ C 5q9
Coe = USHrnuanseangvisluansazans Spike
Cogn = Ustnmuanseengwsluansazans Origin
Cag = Ustnmuansesngviiiivasluansazane Spike

6. MTIVADUANNINNIZLIZ (Specificity)
TngdnansunsgIuiaraIsaza1ef10813w84 thiamethoxam LU A3es HPLC fivnisimunanig
w0sewe 1 AorsanlasnlyunsugnfansduudanUasy ssuniuaiseengys thiamethoxam ol
7. Uszanaumanuilauuuey (Uncertainty)
Uszinaumenaliuuueuvesnisasisaeuniilelavesisiinsgansoongus thiamethoxam lu
wanfausarsUastuiindngity thiamethoxam isgfumnidesiu 95%

STELLIAN
Bus ganax 2562 Augn Augneu 2564
A0UNNINISNAADY

o) URANIINANNURRUITEUUATIIARUANANINGT YN TN YRS NBITERALITITENITNEAN
MSINEAT NFUIINTNBAT LIAININT NTUNNY
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NANISNAABILAZAR50]

nan13ns9douAulYlaveeisiasiznarsmanlsaiy Inesdnonuay (thiamethoxam)
hmﬁmﬁm%mmwﬁaaﬁuﬁﬁmﬁmgﬁ‘u Imammaammé’wmsLaww@mq Taun linearity, working range,
precision, robustness/ruggedness, accuracy, specificity ka¥ uncertainty Uizl,ﬁuﬂﬁﬂam%’ulﬁ?ﬁdﬁ
1. msnsradeurInnduEunss (Linearity) waz3v891133n (Working Range)
ATIAABUYIVDINITTA ( working range) ag grapudulaunss (linearity) WU B29UBINTIR
uaze9nuduLAURTITeY thiamethoxam asﬂuﬁﬁwmmlﬁgu%u 0.2-1.4 findn3umeiiaddns lann correlation
coefficient (r) WU 0.99836 Fawanslunind 1 %qﬁwuLﬂmSﬁaau%’Ummmmgm AOAC #o3iian r > 0.990

(CIPAC, 2003)

Calibration Curves

Area +-| thiamethoxam at exp. RT: 3.880
B DAD1 D, Sig=225,16 Ref=360,100
3000 ’*/ Correlation: 0.99836
2500 P Residual Std. Dev.:  79.25322
3 L Formula: v = mx + b
2000 3 34 m:  2387.71069
3 =k b: -18.86646
1500 2. x: Amount [ng/ul)
1000 1 //" y: Area
COERE
R T T T T T
0 05 1 15
Amountfng/ul]

A# 1 ¥aernuduauns (linearity) wagaiswesn1sin (working Range) YIEITUINIFIU thiamethoxam

2. MIRTIABUANUTIEN (Precision)
ATIERUANNTIEY (precision) %ﬁ%’imswzﬁmiaaﬂqm‘é thiamethoxam APy 0.8, 1.0, 1.2
fadnsuneidadans wua1 Useiduuuy repeatability 1aA1 HORRAT L1/ 0.93, 0.96, 0.69 M1UFIFU
(M151991 2) szl Ui uu within laboratory repeatability 1nA1 HORRAT 1A 0.45, 0.68, 0.54 ALEGU

(57971 2) Sﬁﬂﬁhul,ﬂmsﬁaaﬁummmmgm AOAC (2016) maqﬁﬁwagﬂuﬁm 03-13

157971 2 Precision results of repeatability and within laboratory repeatability of thiamethoxam

repeatability (n=10) within laboratory repeatability

Conc.(mg/mU) 0.8 1.0 1.2 0.8 1.0 1.2
mean (%W/W) 25.00 25.39 24.95 24.61 24.53 24.90
SD 0.57 0.60 0.42 0.27 0.41 0.33
%RSD 2.29 2.37 1.71 1.11 1.68 1.34
HORRAT 0.93 0.96 0.69 0.45 0.68 0.54
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3. NNINTIVAOUAMLAINUVDITIATIZN (Robustness/Ruggedness)

MSATINABUANINAMUBIITIATIZNANT0ONAMS thiamethoxam Tneidsutadunsvagounuy
2 Jade Ao gamniireduufusnsninedeuiivesnaedeudl fanuuy 08, 1.0, 1.2 fadniunefiadans
WU N3iUA sugunnfinedutvosIsTiAT1ev thiamethoxam 11 HORRAT M1y 0.97, 0.62, 0.68
PuEIU (31971 3) MaAsushsininadouivesandoufinesisiinsien thiamethoxam laa1 HORRAT
WU 0.84, 0.80, 0.76 ANEIRU (N5197 4) wazmsAsugamgiineduuiusnimaindoufivesmaindoui
209353151 thiamethoxam 1AA1 HORRAT AR 0.46, 0.75, 0.38 ANAIFU (A151971 5) FawuLna
goUTUNINNINTFTIU AOAC (2016) gaaﬁéﬂagﬂuﬁém 03-13

A15797 3 Results of robustness/ruggedness (change temperature) of thiamethoxam

thiamethoxam

Conc. 0.8 mg/ml 1.0 mg/ml 1.2 mg/ml
mean (%W/W) 25.31 24.93 25.04
SD 0.60 0.37 0.41
%RSD 2.39 1.52 1.66
HORRAT 0.97 0.62 0.68

15197 4 Results of robustness/ruggedness (change flow rate) of thiamethoxam

thiamethoxam

Robustness/Ruggedness 0.8 mg/ml 1.0 mg/ml 1.2 mg/ml
mean (%W/W) 25.18 25.73 25.76
SD 0.52 0.50 0.48
%RSD 2.08 1.97 1.87
HORRAT 0.84 0.80 0.76

a15197 5 Results of robustness/ruggedness (change temperature and flow rate) of thiamethoxam

thiamethoxam

Robustness/Ruggedness 0.8 mg/ml 1.0 mg/ml 1.2 mg/ml
mean (%W/W) 24.96 24.80 24.61
SD 0.28 0.46 0.23
%RSD 1.14 1.86 0.95
HORRAT 0.46 0.75 0.38
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4, mi(ﬂi’Jfﬂa@Uﬂ’NuQﬂg@ﬂ (Accuracy)
PTIVADUAINGNA DY (accuracy) TABIA1 Yrecovery 194 thiamethoxam 7 ALY Y 3 FEHU
$1u 10 91 0 0.8, 1.0, 1.2 fiadnSumeiiadans mussu wum ln %recovery iU 98.8%, 98.4%, 98.4%
U (115197 6) Faeglumraunamnssensuil 98-102 % munumRiansandmiuasiduiinamnn
10% v09 AOAC (2016)

a5197i 6 % Recovery of thiamethoxam

thiamethoxam a.i. content (mg/ml)

No. 0.8 mg/ml 1.0 mg/ml 1.2 mg/ml

origin  add result origin  add result origin  add result

1 0.24 0.56 0.77 0.29 0.70 0.99 0.35 0.84 1.18

2 0.23 0.56 0.78 0.28 0.70 1.00 0.36 0.84 1.15

3 0.23 0.56 0.78 0.27 0.70 0.95 0.36 0.84 1.22

a4 0.23 0.56 0.78 0.28 0.70 0.97 0.36 0.84 1.18

5 0.23 0.56 0.78 0.28 0.70 0.95 0.36 0.84 1.21

6 0.23 0.56 0.79 0.29 0.70 0.95 0.36 0.84 1.15

7 0.23 0.56 0.77 0.28 0.70 0.97 0.37 0.84 1.16

8 0.23 0.56 0.77 0.27 0.70 0.96 0.35 0.84 1.19

9 0.23 0.56 0.83 0.29 0.70 0.97 0.35 0.84 1.20
10 0.23 0.56 0.79 0.28 0.70 0.98 0.36 0.84 1.20
mean 0.231 0.560 0.784 0.280 0.700 0.969 0.358 0.840 1.185
SD 0.003 - 0.016 0.005 - 0.016 0.006 - 0.024
%RSD 1.361 - 2.002 1.725 - 1.670 1.705 - 2.047
%Recovery - - 98.75 - - 98.42 - - 98.45
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5. NIMIIVADUAIULANIZLANZDN (Specificity)

N13ATITABUATINANIZLIILA (specificity) ‘UE]Q’JS’JLF]‘J’]UMﬁ’liE]EJﬂE]V]ﬁ thiamethoxam WU31
1ATUINUNIUVRIATALABUIATTIY ansaz awmama warasazauuuadn (blank) luuwmui@maumu
(i 2 - @) wandlviiugn 3 ammswmmiaaﬂqm thiamethoxam lABauaLDIR0a1TE Y UATEABUALDY
NI ROATEI0E1

mAU '
|
600 i
¥
500 i !
j
400 i
E 1,
200 g !
200 4 i
g
100} -] ]
f
[ — ey |
T T I | P T T o T
2 4 [ B 10 12 3 14 min
i

N - - . e I

mAU [

600

(1 T S— g F .

e e
2 4 [ B 10 : : 4

AT 3 LanalAsUNlASLNSUYBYANTAZaNuRI881e thiamethoxam AluTaNIDUSUNIUNNTIATIEN

mAuq
500 *

400}

e Qe B Mo 6 8 10 12 14 min

ﬂ'WWI 4 uanslasunlasinsuvewvinazatswyuea (Methanol) ‘VllllllWﬂ (peak) umaﬂumsa‘vmamm%m
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6. nsUszanam AN lukulew (Uncertainty)
Uszanmuaianuluuuneuiissiuaind ey 95% veensmusuiualseangns thamethoxam
WU wiawwesrluuuueumsassdeuaailelavedisinseians thiamethoxam 25% WP
6.1 nsdarimiin

A a o A o PR Y] a
6.1.1 NMIADULTIBULATOITY NIzAUAILTOIU 95% Uy, = 3
AANUlLLLRUIENgINNNSER U ULAS BITallA1 = +0.000035 N3y, k = 2.07 (e widnd 0.010 n$)
. 0.000035 5 e
U AMMIERUTBY = ———— = 1.69082 x 10™ n5u

U nmsdeimin (tare and gross) = /2 x (1.69082 x 10~5)2 = 23912 x 10” n3u

mAalaLuuawIENgINIsaRUTiouAIesTla1 = +0.000035 n$al, k = 2.07 (Fariwtind 0.10 nda)
} 0.000035 5 .
Uy 3MNNNTEDUMNYU = T = 1.69082 x 10~ n3y

Uy 3NN158stmiin (tare and gross) = V2 x(1.69082 x 1075)2 = 23912 x 10~ n3u

6.2 N15USUUSUIASASBIWAT

6.2.1 LATBIUNIAMTUAITUINTFIULAL AT
mensliiueuINA RN ngsaaeausulaves Volumetric flask 25 adans

WU +£0.0074 Jadans, k = 2.00
o 4 0.0074 3 aa
Uy MNNNTEDULNYULATIDNILLNTY = 2.00 = 370 x 10” dagans

vaurlynuiinisiasuwlasgamnil 5 °C Usumsideuidamugamaiives organic solvent v 1 x 10°

o - i 5 o an
Uy NMTUABULUAEUYE = (1 x 107) x 25 x 7 = 007217 3aa&ns

U, 9NN5USUUININTVBIEN5F10879 = (/(3.70 x 1073)2 + (7.217 x 10-2)?2

7.2264 x 107 Nadans

6.3 MIVAABUT (repeatability)

AANULLLULBUANN method validation

Uy = —

Vn

SD = ANMUTEAVUNINTTIUYDIANTUINTFIUYEN intermediate precision NAUVNYVU 1 mg/ml BE19UBY

10 91 91NNSATIABUANULTLAVBIITNAEDU

n = UIUGIVDIRIBYY 10 T
u 0:609 1.8973 x 10 nS:
= — = 1. X A
X V10

s
6.4 AINUUTANDVDIATUINTZIU

ﬂ')']llill LL‘UU@UﬁLﬁ@'ﬂqﬂﬂ'ﬁﬁ']ﬂ'l’llm%qm%sﬂaqaq'ﬁ ﬁ]’mSLU%'UﬁaﬂNamiﬁn@aaumimmg’m
(Certificate)

99.65 +0.30%

s
41311955 IULANUUTAND

%50 = 0.9965 +0.003 N34
o & 0.003
ANUU Uy = ——

2.00
= 1.5000 x 107 N3y
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6.5 NsymANuluLuLauSIM (UL
ATENUITAR19TUIEABWUA BUAT U, NLAaLald AT B LA Nl LU uaY

11M5FIUEUTNG (Relative standard uncertainty, Ru)

Ux = ' %
1oy Ru = — e x = A1U9Y parameter Hu
X

aun1s U = CJRu?+Rud+...+RuZ e C = wanlna1innsiasizu

A15197 7 Possible sources of uncertainty in analysis of thiamethoxam

uwndedoya  Unit  Value (x) Uy Ru (Uy/x) Ru’
U g 0.100 23912 x 10” 23912 x 10 5.718 x 10°®
Us g 0.010 23912 x 10” 23912 x 107 5.718 x 10°®
UyoLstd samp ml 25 7.2264 x 107 2.8905 x 107 8.355 x 10°
Ustg - 0.9965 1.5000 x 107 1.5053 x 107 2.296 x 10°
URepeat g 25.39 1.8973 x 10" 7.4729 x 107 5.584 x 107
Uc

e 39\/(5.718 x 1078) + (5.718 X 1076) + (8.355 X 10~¢) + (2.296 X 10~6) + (5.584 x 10-5)

Uc = 25.39+/7.227 x 10~5
= 2539 x (8.501 x 10?)

= 2158 x 10™
6.6 mimé’mwﬂmmuawma (V)
U = 2xuc
= 2x0.2158
= 0.43 %
6.7 iwmuwamsmaauﬁaaéw
NIIFNYIUNANIINOEDU = CzxU WJI’JEJ

Togfl C = wadesien
25.39 %
PNt NINAF@BUAITERNENT thiamethoxam = 25.4 + 0.43 %W/W
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ATUNANITNABDILATUBLEUB LY

MNNIRTIRaeUITiesEanseangys lnexiinenuas (thiamethoxam) TundnfumansUosiu
Mdndngity Iﬂsﬂaaﬂmwﬂ%ﬁmaﬁ% Imamﬂﬁﬂ High Performance Liquid Chromatography (HPLC) MU
mmaammaﬂwmumwumm maqmiaaﬂqwﬁ thiamethoxam Tneneundudunss (Lmeanty) LLaJUN“UENﬂﬁ
o[ (vvorkmg Range) aaiumqmmwmu 08-1.2 uaammamaaam Imsmm f 1NN 0.998 FwnaNnIs
gousU AT > 0.990 (CIPAC, 2003) ASIVABUAIIL LN UEN (precision) Wawuu repeatability wag within
laboratory repeatability 19%5 HORRAT agﬂuﬂm 0.69 — 0.96 uay 0.45 — 0.68 MUAIRU WenTIvdauAINY
AINU (robustness/ ruggedness Imamim?{suwmﬁaLLUW%%TRHT&JUN@éwa’tu?%’imﬁ W laun RRIVEH
AOFUY LAy amwmimaauwaamamaawn w11 AR HORRAT aaiuma 0.38 - 0.97 mumaaiuﬂm
O 3-13 mummmamumummmu AOAC (2016) mimaf\]aaummmmm (accuracy) 9nAN %recovery
7l 3 syduALENIYY aqiwma 98.4 — 98.8% maqiwma 98 — 102 MUNIRITANEMEUANSTITUS I
11NN2158888 10 v89 AOAC (2016) UBNINTH N1SANYIANAIN15aTUAITHEN KAZAIUTINIZIANAS
(specificity) v093334A5 1w a1 T00NMS thiamethoxam nuan Wniavesansnadeudaay lufifinduusunau
fiAvetEs uaniIFinzrasaRsnasiinuenIsIrasTinneasivhnIsmageu n1sUsTInaAIAY
luuwuueuveIn1sin (uncertainty) Wuan ﬂizmmﬂlﬁmmlﬁLLﬁuaumsaaﬂqw§ thiamethoxam 111y
25.4 + 0.43 %W/W fisyduanuidesiu 95% fufunisasadeuaulelavedsinszniimund ?Nﬁmm
Wz mvmlﬂ’[fzflummmev‘wmiﬂamumammaﬂuwamﬂmsmmiﬂaaﬂuﬂwmmmwﬂmmmﬂmq W
asemnuudedounnansnagey snraduiivensulussiuaina LLaummmuﬂUmamiimawawgummi
PaIsUU ISO/IEC 17025: 2017 ln

ansunasuIelUIdUus e vl

[

1. 160LﬂmsmmmﬂumﬁLﬂﬁmmamzwmmaaumwsmammwﬂwaqﬂgwmﬁ dlon1sdu
neidoudiyiuavasesn *mmqm‘ummmmwﬁ’maummmamsmwm AUNTEIVYRA TN IUATE
W./.2535 wazsunuduisuinsgiu mmmmwu‘wLmsJu:wﬂwLm‘waqUQWmssuaqﬂimsmmsmwﬂumu
niinna auMAIgTenIAlenTY wazsnenuiiAseslassaduiiuidete

2. ‘Léz?ﬁumaéumaﬁuausmmi%’mammmwmmigmﬁawﬁﬁ’ﬁmi A1USEUY ISO/IEC 17025: 2017
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