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5. UNANED

n1sasvaeuauldlavedisimseinguarstesiudidnlsaiiv carbendazim thiophanate-
methyl benomyl inallalasuilnnsilveamaltaussaus g (High Performance Liquid
Chromatography, HPLC) wag tolclofos-methyl tebuconazole azoxystrobin nageual8AilaLid
amalasunlnne @ (Gas Liquid Chromatography, GLC) Wan1svnaaes Working range wag Linearity 161
A (correlation coefficient (1) 1¥11U 0.99998 0.99996 (carbendazim) 0.99994 0.99991 (tolclofos-
methyl) 0.99964 0.99964 (tebuconazole) 0.99995 0.99995 (thiophanate-methyl) 0.99985 0.99949

(azoxystrobin) wa g 0.99955 0.99835 (benomyl) A 1UE1AU (N9 89U5TUAOAC = 0.995) A1
Selectivity/Specificity Liifinnssunauainasuuition Accuracy i 3 seuaududy Yssdiuann
%Recovery LAl U 99.9, 99.4 100.0 (carbendazim) 101.5, 99.5 99.5 (tolclofos-methyl) 98.8 99.2
99.1(tebuconazole) 99.9 99.7 99.1 (thiophanate-methyl) 98.4 98.7 98.0 (azoxystrobin) wag 99.1
100.3 100.1 (benomyl) A1u&18 U (naudiaaudu AOAC 98 - 102) Precision 7 3 szfuaududy
UsgLiluain repeatability, within laboratory reproducibility, robustness/ruggedness AR HORRAT
WA 0.874 1.066 1.028, 1.028 0.779 0.986 ag 0.662 1.093 1.102 (carbendazim), 0.498, 0.325
0.504, 1.064 0.666 1.115 wag 0.355, 0.306 0.416 (tolclofos-methyl) 0.26 0.79 0.30, 0.60 0.16 0.28
kae 0.52/0.59 0.34/0.35 0.39/0.51(tebuconazole) 0.33 0.28 0.36, 0.22 0.28 0.41 waz 0.32/0.23
0.36/0.24 0.32/0.40 (thiophanate-methyl) 0.39 0.26 0.32, 0.36 0.34 0.59 & ¥ 0.56 0.30 0.40



(azoxystrobin) wag 1.80 1.29 0.42, 0.86 1.26 0.42 wag 01.51 0.89 0.42 (benomyl) AUFINU WANIT
pT1eRrunaTansu ( AOAC A1 HORRAT flaausu < 2 waz Codex,EU A1 HORRAT figausu < 2)
LazA1 Uncertainty 117U +0.54(carbendazim) + 0.30(tolclofos-methyl) + 0.52(tebuconazole)

+1.01 (thiophanate-methyl) + 0.27(azoxystrobin) W8z + 1.47(benomyl)



Abstract

Method validation of fungicide group, carbendazim thiophanate-methyl benomyl
using High Performance Liquid Chromatography, HPLC and tolclofos-metyly tebuconazole
azoxystrobin using, Gas Liquid Chromatography, GLC. The results was described as follows:
Working range and Linearity was correlation coefficient (r) as 0.99998, 0.99996 (carbendazim)
and 0.99994, 099991 (tolclofos-methyl) 0.99964 0.99964 (tebuconazole) 0.99995 0.99995
(thiophanate-methyl) 0.99985 0.99949 (azoxystrobin) t & &  0.99955 0.99835 (benomyl),
respectively (Accepted by AOAC r >0.995). Then specificity, the both fo them did not interfere
from impurity because methods have Specificity and selectivity. Accuracy considers %Recovery
and the concentration using 3 level. %Recovery as 99.9, 99.4, 100.0% (carbendazim) 101.5, 99.5,
99.5% (tolclofos-methyl) 98.8 99.2 99.1(tebuconazole) 99.9 99.7 99.1 (thiophanate-methyl) 98.4
98.7 98.0 (azoxystrobin) and 99.1 100.3 100.1 (benomyl), respectively (Accepted by AOAC
,%Recovery of 98-102). Precision considers repeatability within laboratory reproducibility
robustness/ruggedness and the concentration using 3 level thus the assessment using HORRAT
value. The HORRAT value as 0.874 1.066 1.028, 1.028 0.779 0.986 and 0.662 1.093 1.102
(carbendazim), 0.498, 0.325 0.504, 1.064 0.666 1.115 and 0.355, 0.306 0.416 (tolclofos-methyl)
0.26 0.79 0.30, 0.60 0.16 0.28 and 0.52/0.59 0.34/0.35 0.39/0.51 (tebuconazole) 0.33 0.28 0.36,
0.22 0.28 0.41 and 0.32/0.23 0.36/0.24 0.32/0.40 (thiophanate-methyl) 0.39 0.26 0.32, 0.36 0.34
0.59 annd 0.56 0.30 0.40 (azoxystrobin) and 1.80 1.29 0.42, 0.86 1.26 0.42 Wn 01.51 0.89 0.42
(benomyl), The results are accepted (Accepted by AOAC HORRAT <2 and Codex, EU < 2) Lastly,
uncertainty value as +0.54 (carbendazim) + 0.30 (tolclofos-methyl) + 0.52 (tebuconazole) +1.01

(thiophanate-methyl) + 0.27 (azoxystrobin) and + 1.47 (benomyl)

6. A1

Uszmdlnefinsldansidaidos Welsaila (Fungicide) fusghaunsuans 1esain
Usselnedulssmeiivsznavendmnvasnssufundn asmindes Welsaitvddinsthaldlunis
waniie Wieanadsmevomannaiinunsnsugn MnadRviinamstdiashdaidon Welsad
581I9U 2555-2559 Wudwﬂ%mmmiﬁﬂlﬁ’hﬁLLuﬂﬁuLﬂuqﬂ%u ¥ 2559 fimstdnansidades Welse
Wyaeds 12,915,972.25 Alansu Anduyacn 4,503,371,999.98 v (d1inaruauiivuaz ian n1sinues
,2555-2559) anstasturndnlsaiiviivarsvdauafimnunlunudseiifunsfneansidinisldunsvans
16 uwn carbendazim tolclofos-methyl tebuconazole thiophanate-methyl azoxystrobin L & ¢
benomyl carbendazim LHuansiaiilungy benzimidazole:MBC Hdmsurdndoslufivsdingieg (u

ansfififiwuiunans SRwdeundu (LDs) 19U 15,000 me/kg MeRne (v11) 11nA37 10,000 mg/kg



A o o

a1 tolclofos-methyl Luansngal organophosphate Uszamlsigady senguiiileduiiagn uaslvinalu
nsUesiulsaie dRwadsunau (LDs) n19U1n 5,000 mg/kg N19EINTR 41nnNa1 5,000 me/kg TdA1dn
Tsafivfioglufu tebuconazole Wuarsirdaidos triazole THluntsfnudosniivinlfiAnlsadie
thiophanate-methyl LﬂuaﬁiLﬂﬁiuﬂdu benzimidazole, carbammate: MBC ﬂismmaméﬁu@aﬂqwé
TrnalunisindanazSnenteanulsane ﬁqwéiumsﬁﬁmiﬂﬁé’w ANWABUNGU (LDsy) 11719UN 7,500
mg/kg MR (1Y) U1ANTT 10,000 me/kg (UFWM, 2537) azoxystrobin Buanstestuidnden
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A5398N8U Oundmansiella mucida wag Strobilurus tenacellus FRVURARUIIVIDAUINIAUVUIN

dnfinulavaluludnglsy azoxystrobin gnduasizviasusniag as.a3alamlesingg Ngudideuuwd

Jealott’s Hill Tu Bracknell (UK) @15fwuad azoxystrobin And1uvey B—methoxyacytate %aagj"[,umi
28NN591n919 oudemansiella mucida wag strobilurus tenacellus kag benomyl Wuarsteeiu
Mdatesn welsaigminunldlul 1968 Tneguei fanuduiivdegduniduazdnilifinszgndunds
Tngangldifou Tanuduiivisedniidesgnieuy Ineda1 LDy, u1nndn 10,000 fadniu/Alansu/
T dmiunyneass
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Sniadihlilaisinsevinviuvady wazUaonde agaudu 353AT18MNINIg1UVRY carbendazim #1135
~ 1% . & =~ & A o oA a A ] 2 & w
fin15l4ans dioxane Tudumauniswisuans wasiumsuiuainansyiatiluansnousss ludunse
! Y a va -d' a a r-:ll a t:’!( LY Ya & = k24 v o 0 1
AorUfURNU ievdnifemansenuiasiafuiuginsied Jelaldasdmiagaredilminauwnuans
Dioxan iiA2 uUaenfeuinndin wuin carbendazim @vu1saazairelaluin 7 24 °C
dimethylformamide 5 ¢/L acetone Wag ethanol 0.3 ¢/L d@auda1s8usazaelaiiosnin 0.2 ¢/L
(AgroChemical, 1993) 3INN15ANWIAITALANENINUA WU ethanol Fvanseengnseanuliffign
Weuwinansagalenudsuinsgiu gIdeddimiarsazaredundudvitazanglunisinidesiudu
methanol \Jusiu wazdmsuansviindus fideldfnwansfiazansdenazaondouiu wazaniiunis

avadauAuldlaveisnadeunudonuAfieg U89 Method Validation

7. 5aun1s

- gunsal
1. \A384 High Performance Liquid Chromatograph Sisasaadusiin DAD w3e UV
2. \A394 Gas Liquid Chromatograph §ifnsiadusiin FID

3. AoaNlvila C-18, Eclipse XPB-C18 ¥u1% 5um 4.6 x 150 mm



a, AoauLYin Capillary neluAdaunae 5 % phenyl methyl siloxane (HP-5) A211872 30 LIRS
Wuruaugnaaniely 0.32 Tadwns Anuruvesildy 0.25 lulaswns

wiestvaziBen 4 fuma @eldsedu 0.1 fiadnsu) fikunisaeuiou

Ultrasonic bath

IATAUZIIAS VA 10 25 100 500 waz 1000 addns (class A) fikunisaeusdio

YUs U9 2 3 4 5 way 10 Tadams (class A) NEIUNSARUMIBU

A e A

Auto-pipette 911a 1-10 Taddns MNUNIT@BUTIBY
10.  Unnes wunn 100 adans
11.  Vial u1a 2 Uadans

12. NEA1¥NTY 0.22 lulASluns



- @Al

1. d13U1M351U carbendazim 99.0% tolclofos-methyl 98.7% tebuconazole 99.34%
thiophanate-methyl 98.92% azoxystrobin 99.5% &g benomyl 98.0%

2. A0 aNaRAY carbendazim 50% W/V SC tolclofos-methyl 50% WP tebuconazole 43%
W/V SC thiophanate-methyl 70%WP azoxystrobin 25% W/V SC wag benomyl 50% WP

3. d@13a¥an8 Methanol HPLC grade Ethanol Acetone Wag Acetonitrile
a. WUs1eanlessu (Deionized water)
- 3513

o § o o ada Q‘ 1 L
n1susuanIzAsesdmsuAneInInsaseuaultldvesisiiaseianseangnsnguaislasiu

manlsaiylundndiaeiaislesiundadngiiy

1.1 ANNEURUATY HPLC fam1919 1

Table 1 condition HPLC for analytical active ingradient of carbendazim thiophanate-methyl and

benomyl
Active Mobile column Mobile Tempera Wave Flow rate  Stop
ingredient length (mY/min) time
phase phase ture
(min)
(ratio) (°0)
carbendazim H,0:MeOH C-18 40:60 45 280 1.0 4
Thiophanate H,O:ACN C-18 50:50 40 269 1.0 4
-methyl
benomyl H,O:ACN C-18 30:70 40 290 1.0 a4

1.2 @nMzip3e GLC
USuAsmsnslvavesialunsimsesisdd
H, gm51nN15kua 40.0 Nadansaaunil
Air Pn31N15ka 450.0 Jaaansaeunil
N,  8msinsvia 45.0 Saddnsmeaui?

wazALlunsUTuanznIaslunTIATIEa1s0NgNSRAaTYLALARNIAT A15I97 2






Table 2 condition GLC for analytical active ingradient of azoxystrobin tolclofos-methyl and

tebuclonazole
Active column Oven Injector Detector Split ratio Flow rate Run time
ingredient (mU/min) '
°O) °O) °O) (min)
azoxystrobin HP-5 240-280 275 290 50:1 2 8
(30°C/min)

tolclofos-methyl HP-5 220 250 250 50:1 2 4
tebuconazole HP-5 230 270 270 50:1 2 6

2. miﬁma]aaummli’ﬂﬁmmﬂ%mmaﬁaaﬂf]‘vfé
2.1 as1vaeurenududunss (Linearity) uwagada9vaansin (Working Range)
2.1.1 Linearity/Working

2.1.1.1 W3BUEITUINGFIU 5-6 S8AUAIUTINTY carbendazim 14 0.001 - 0.250 mg/ml
thiophanate-methyl 14 0.4- 1.40 mg/ml benomyl 1% 0.010 - 0.250 mg/ml tolclofos-methyl 14
0.001 - 2.500 mg/ml tebuconazole 14 0.120- 0.280 mg/ml wag azoxystrobin 14 0.10 — 2.50 mg/ml

2.1.1.2 thansazaredaduaiosiodinsedt (GLC, HPLO) Tan1izrena3aadanisnad 1
LAy 2

2.1.1.3 @519n 979581 9AUTNTUVRIATALABNINTFIU (LNY X) AUAT response
Wnu Y) Aansaundrennududunss uazdAwiaa correlation coefficient (r) > 0.995

2.2 NMINTIRABUANUYNADY (Accuracy)
2.2.1 NMLe38Y stock standard

Lm%mmiazawmmgm carbendazim 0.2 mg/ml thiophanate-methyl 0.5 mg/ml
benomyl 1.0 mg/ml tolclofos-methyl 5 mg/ml tebuclonazole 5 mg/ml i@ & azoxystrobin 5
mg/ml 1ng %’amimmgmaﬂummfm%mm avangawarsazatsUszanal 3 Tu 4 993UsNInTuIn
Un3n wazilUiendaeA3ad ultrasonic bath 15 Ul Ing thiophanate- methyl a¥ane acetonitrile
benomyl aza8 methanol lLag tolclofos-methyl tebuconazole way azoxystrobin a¢any acetone
d1¥U carbendazim 1Ry ethanol 40 ml ¥nlUwgdawa3 e ultrasonic bath 30 Uil wazify
methanol 40 ml 1wg1siadn 10 W9l viseaunInazazatenun Uaselvansazareuiudiingemmgivies
wazuSuUsunsidu 100 ml

2.2.2 NMIeIUENTazas stock sample



WMIUNAITAZAIUAI8879 carbendazim 0.05 mg/ml thiophanate-methyl 0.5 mg/ml
benomyl 1.0 mg/ml tolclofos-methyl 1 meg/ml tebuclonazole 1 mg/ml W& ¢ azoxystrobin 1

mg/ml lagin3suansazalsiuaelnule 2.2.1



2.2.3 awBsuansarateiievUiinnuaseana
WM3BuANTATANBNIATEIL 3 - 6 sERuAduty AseuAquYaldu 910ty e
a1sazany Stock sample o 2.2.2 Talu volumetric flask wu1a 25 08303 $1u2u 3 40 YAay 10 61
ntufinansazane Stock standard 3 seduaududy anududuas 10 41 USuUsinsae Fin
Mazaneaud@lnUining werlitndu wisansazareldaslu vial auia 2 Haddns dna1sazasltn
wwdeslnetiiouiunsmanmsgu
2.2.5 n13UT2LIUAT accuracy 911 %Recovery
%Recovery = F -0 x 100
C
Lﬁa F Ao YSuaanstuansazane fortified sample, mg/ml
0 Ao Usunaansluansazane original sample, mg/ml
C A9 USuw added sample, mg
AAINYNADY Aadld %Recovery agllunae 98 — 102% AuiNaal AOAC
2.3 N1509I3d0UANILTIEN (Precision)
2.3.1 Repeatability

U

M339d8U Precision WU Repeatability Fn.dun1snaaeuainiesujuAnisiaeafiug
= Y A A = @ = Y

nAgUALLREITY InTRellayafediu luansy iy
FIANTUINTFIU 3 SEAUAUNTY Seauay 2 91 Tdaslu volumetric flask Wndvinazany

%

Uszanaunsevin Ungn Wnluiginieiases ultrasonic bath Useaia 15 uail andudieenuidaiial

@ a

Wungumgiivies uaANdvnaraeaul@linUsunng wusmsazanediegdldadly vial vun 2 Iaddns
ihdotandndausiingsunsienisnisineesitiiuresudedesagananlidifu diu
fethsiidureanadonagiidudoiieatu faedsiinsuimnauiuey 3 sefuanuduty
s¥iuay 10 91 AsauAquYaTilieu Tdaslu volumetric flask WndaviaransUszanmaiswin Jagn
ihluiwgndeiaies ultrasonic bath Usganm 15 unit 9ndutioemndaiidliiduiigamgiives udufu
Aviazateaudelnlinnns wusansazangdiagndldasly vial vue 2 Taddns Bnansazanadingie
tebuconazole WiA3ae GC duasazaefi0e19 thiophanate-methyl n5a3die Syringe filter 2uA
0.20 pm Aeudaiiiaies HPLC Tnewfleudunsimanmsgiu
2.3.2 Within laboratory reproducibility
M373d8YU Precision WUU Within laboratory reproducibility Fadunisnaasuain
v fRnsiieatiu guaaeuaufediu tnseadleyaifioadu Tunaidieiudy
Ansgsidegauideaduiute 3.2.1 udagiiaseideiu duaumAieds (mean) du

e uuN1ngU (standard deviation, SD) d@uidssuuannsgnuduing (relative standard deviation,



v

%RSD) fiural@aInNan1SNAaee (%RSD oxp) fuiiduadldann Horwitz's equation (%RSD omits)
wazUsziliuniy HORRAT Ine HORRAT fioslimnluiliy 2 mutnadsiiansanves AOAC, EU wag Codex
2.4 9133980U Robustness/Ruggedness
ATILRADE 1 TURBIAUAUTD 3.2.1 11N1TMTI98@U Robustness/Ruggedness 1aein1s

Waguulasdeulyursedeluis wu Wasugungil, Sasinislva, wn3esile wazaeduil Wudu
AMuramAady (mean) druldsauunnsgu (standard deviation, SD) @audeauusnnsgiudusing
(relative standard deviation, %RSD) fid1usasldarnuaniIsnaass (%RSD oxp) Fuiimruraldann
Horwitz's equation (%RSD o) hagUSELUAIY HORRAT Tne HORRAT fiasilAlaiiiy 2 aisineua
WA150U1999 AOAC, EU thag Codex

Usziliu Precision lagld HORRAT

HORRAT - 9%RSD crp. / %RSD 1iomits
A8 Predicted Horwitz RSD mnsigns
9%RSD, = 0.66 x 2 1051080

(@MU repeatability)

%RSDg - 2 (1-:051og Q)
(d93U reproducibility)
C = Concentration ratio

\NETIBBUSUAN Precision
AOAC gausu  HORRAT < 2
FU, Codex  #aufu HORRAT < 2
2.5 N1IATIVFDUANURNIZLAL (Specificity/selectivity)
2m Blank miazmsjmmgmuazmsazmaé’hashu%m-ﬁ'aq GC Lﬁaﬁmiwﬁmsaaﬂqwé
tolclofos-methyl tebuconazole azoxystrobin wag HPLC il a‘imiwﬁa’liaaﬂq‘w‘é carbendazim

thiophanate-methyl benomyl #9158 lAsININKNSUAITAsBULANUABNTUNIUANTORN NSV B LY

3.m3Uszanaannuliviueuvensnsasuanuldldveditimnmeinguanslesiumdnlsaiialy
nansdauiansUesiumindngiy carbendazim uag tolclofos-methyl
UsziilufissiuanuiBesiuil 95% Fiwassal, 2549)
stz UAzanUTNITNARDY

[
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nanMIn1snTvaeumullilivesisinneiasoongvinguans testuriidalseialundnios)
a15U09iuf1dnda iy carbendazim tolclofos-methyl tebuconazole thiophanate-methyl
azoxystrobin kag benomyl lagn1 AuanwzlaNIzA1ee laud Linearity/Working range, Precision,
Robustness/Ruggedness, Accuracy Way Specificity vhanmeuarUsyifiunsoensusel
1. NANTSATIFEBUY AT UEUATS (Linearity/Working Range)
Linearity léannnsimanuduiusseninianududuresansinaaeuiudyyiuinsaiald dedeu
nsagldduiiuualiufiagidunselilfuniian Taefitasveanisaaey carbendazim e 0.001 -
0.200 meg/mlaenaAnadudy fell 0.001 0.050 0.100 0.150 waz 0.200 me/ml an1sNAdaU Léen
correlation coefficient (r) 1¥11A1U 0.99996 waz tolclofos-methyl Ao 0.010 - 2.500 mg/ml Y&18AIM
Wudu el 0.010 0.500 1.000 1.500 waz 2.500 me/minan1snaaay lian correlation coefficient (1)
Wiy 0.99991 ludau Working Range Wunsnageutisnnnuifudunsdugawesnisidau Tnefigag
Y9ININAGBU carbendazim Ao 0.050 - 0.150 me/ml veneaILdudy §ail 0.05 0.750 0.100 0.125
way 0.150 mg/ml Wan1snagaay A1 correlation coefficient (r) LyinAu 0.99998 wag tolclofos-
methyl #9 0.50 - 1.50 mg/ml veneAuady feil 0.50 0.75 1.00 1.250 waz 1.50 me/ml nan1s
naaeu 16 correlation coefficient (r) Wiy 0.99994 21nen () Aildvesasisaasiidnuinndi 0.995
FeUNUNEOUTUNINNINTFIU (IMTUAOAC 1 > 0.995) wae Linearity/Working Range tebuconazole
wuYRANUludunsives agludisannududu 0.4 - 1.4 mg/ml uay thiophanate-methyl aglugag
st 0.12 - 0.28 mg/ml I correlation coefficient (r) > 0.995 flagudi 1 eogluinasivensy
r>0.995

Linearity U84 azoxystrobin Tianududuassutisanududu 0.10 - 2.5 SadnSusreliadans

InedlaAn correlation coefficient (1) 1y 0.99985 way benomyl Thaauduidunsslugianinududuy
0.01 - 0.25 mg/ml TaadlAn correlation coefficient (r) L¥i1AU 0.99955 @21 Working Range 98+
azoxystrobin T 919aduidunsaludlsaanuidudy 0.25 - 1.5 me/ml laedian correlation
coefficient (r) WU 0.99949 wag benomyl Trmnududunssludisaadudu 0.02 - 0.20 mg/ml
1awdlAn correlation coefficient (r) infiu 0.99835
2. HANNIATIVADUANIUYNABY (Accuracy)

mwmfuaaummgﬂéfaw%ammLLﬂuﬁuﬁwiﬁmﬂmiﬁﬂm CRM wag@ne recovery Tuga9ige
voenshru lunisageultaududu 3 s¥AU Ae carbendazim 0.02 0.10 0.14 mg/ml, tolclofos-
methyl 0.20 1.00 1.40 mg/ml, tebuconazole 0.80 1.00 1.20 mg/ml, thiophanate-methyl 0.16 0.1
0.24 mg/ml, azoxystrobin 0.50 1.00 1.25 mg/ml Lag benomyl 0.05 0.10 0.15 mg/ml UIUDLNAY

10 91 ¥NNTIASIZALAEAATLATDINDIATIZY LHANISNAADY HIA1S197 3

A1919% 3 N1TATIEOU Accuracy 71 3 TEAUAIMLTLUY



Pesticide Al content (mg/ml) %~Recovery

carbendazim 0.02 101.5
0.10 99.5
0.14 99.5
tolclofos-methyl 0.20 99.9
1.20 99.4
1.40 100.0
tebuconazole 0.80 98.83
1.00 99.18
1.20 99.07
thiophanate-methyl 0.16 99.90
0.20 99.66
0.24 99.11
azoxystrobin 0.50 98.4
1.00 98.7
1.25 98.0
benomyl 0.05 99.1
0.10 100.3
0.15 100.8

%recovery mnaduduansaransmspuiidnadiuasazarefednadl 3 szduauitudiu sefuas 10
1 9MNA397 3 WU oglutaanasinseensud 98-102 % amnaeifiansandmiuasfiiuiunm
111N77 10% U89 AOAC (AOAC, 1993) uag CIPAC (CIPAC, 2003)

3. MIRTIIARUANILLTIET (Precision finw1 Repeatability Wag Within Laboratory
Reproducibility)

Funsenumanududuszausneg Taemsvingn Taefl Repeatability vhnsanenlag
Ansgvideyadilutuuagiianfioatu dau Within Laboratory Reproducibility Anwlagisufunanii
NAADU Tun1smegeuldAuuty 3 SeAU Ae carbendazim 0.05 0.10 0.15 mg/ml, tolclofos-
methyl 0.50 1.00 1.40 mg/ml, tebuconazole 0.8 1.0 1.2 mg/ml, thiophanate-methyl 0.16 0.20
0.24 mg/ml ,azoxystrobin 0.50 1.00 1.50 mg/ml tae benomyl 0.05, 0.10 wag 0.15 mg/ml 91AN1T
AR Wu:iwai';ut,ﬁ"mLuummigmé’(uﬁm‘ (Relative Standard Deviation,%RSD) fifuaadldainnng
NARBY (%RSDeyp) fistfesninfidnuindéan Horwitz’s equation (%RSDgwi) FatunsUsyiiuse

HORRAT agluinausinseausunuinaeifiansanves AOAC wag EU, Codex

A15199 4 N15ASIAFBU Precision TufIv81NANNUNa1TUINUAIRLSANY

A Repeatability Within laboratory reproducibility

aslosiu . Y
. Wty mean %RSDey,  %RSDponsz HORRAT — mean  %RSD.,  %RSDhoniz  HORRAT
Mandnginy

(mg/ml)




carbendazim 0.05 43.87 1.31 1.50 0.87 43.21 1.54 1.50 1.03

0.10 44.40 1.59 1.50 1.06 4351 1.16 1.50 0.77

0.15 44.17 1.54 1.50 1.03 43.88 1.47 1.50 0.98

tolclofos- 0.5 47.44 0.73 1.48 0.50 46.57 1.57 1.48 1.06
methyl 1.0 47.16 0.48 1.48 0.32 46.95 0.98 1.48 0.66
15 47.60 0.74 1.48 0.50 46.25 1.65 1.48 1.11

tebuconazole 0.8 43.67 0.39 1.50 0.26 43.87 1.36 2.27 0.60
1.0 43.53 1.19 1.50 0.79 44.10 0.36 2.27 0.16

1.2 43.47 0.45 1.50 0.30 43.92 0.62 2.27 0.28

thiophanate 0.16 69.34 0.46 1.39 0.33 0.16 69.65 0.47 0.22
-methyl 0.2 69.23 0.39 1.39 0.28 0.20 69.28 0.58 0.28
0.24 69.32 0.50 1.39 0.36 0.24 68.83 0.86 0.41

azoxystrobin 0.5 25.28 0.173 1.87 0.39 24.57 0.16 1.87 0.36
1.0 25.30 0.114 1.87 0.26 24.64 0.15 1.87 0.34

15 24.96 0.138 1.87 0.32 24.96 0.15 1.87 0.59

benomyl 0.05 49.50 1.67 1.87 1.80 48.89 0.78 1.87 0.86
0.10 50.59 1.22 1.87 1.29 50.92 1.20 1.87 1.26

0.15 51.90 0.41 1.87 0.42 51.90 0.41 1.87 0.42

PInMsveaasiiseiuaudiudy 3 s2du A1 Repeatability 984 carbendazim léUSunasanseen
qwé%aaaz 43.87 44.40uag 44.17 (w/w) ANUAISU A1UINAT HORRAT 11U 0.847 1.066 way 1.028
AINATFU Lazey tolclofos-methyl liUSutanseengnssesas 47.14 47.66 waz 47.60 (W/w)
AIUEIFU ANUIUAT HORRATIVNAU 0.498 0.352 wag 0.504 ANa1AYU d1un13A1 Within Laboratory
Reproducibility 184 carbendazim léUSutmatseengnisosay 43.21 4351 uar 43.68 (Ww)
AUEIRU A1UIEAT HORRAT Ay 1.028 0.779 way 0.989 m1uanfu wazaes tolclofos-methyl 1o
USinaansoangniiesas 46.38 46.95 way 46.22 (w/w) Muddu A1uaniAn HORRATWINRY 1.064
0.666 WAz 1.115 MNFINU NANTAADUHIUNMIINITEBNSU 2 1AS§IU (NAUTT AOAC A1 HORRAT
fluausu < 2 uavves EU, Codex A1 HORRAT flausus 2)

M98 UAIULNIEY (Precision) 115U Repeatability A21atduduyszdu 0.8, 1.0 wag 1.2

) % !

fadnsuseiiadans (tebuconazole) WarANITUTUNTEAU 0.16, 0.20 Loz 0.24 Jadnsunoladans
(thiophanate-methyl) nan1snageunuin ldaade (mean) 783 tebuconazole Wiy 43.67, 43.53,
43.47 %w/v Way thiophanate-methyl AU 69.34, 69.23, 69.32 %w/w dauﬁauuummgmé’uﬁwé
(relative standard deviation, %RSD) firuiaildarnwanisvnass (%RSDeyp) fiandosninfiduaale
9101 Horwitz's equation (%RSDyomitr) 9 9 HJun15UseLiiudie HORRAT ¥4 tebuconazole Way
thiophanate-methyl fifn HORRAT — itAu 2 (157971 4) aglutnaminissensunuinaeifiansan

299 AOAC, EU uag Codex 1531AT184 tebuconazole wag thiophanate-methyl Tinan1snaaeou



Precision aeflutnauifisensulsl d113u Within laboratory reproducibility lénanisnaaeuogluinas
N5URUSULTULALIAY Repeatability
4. MIRTIVEDUANNAIVIUYBIIDIATIEN Robustness/Ruggedness

Robustness /Ruggedness LﬂuﬂmamﬁaﬁwmaaﬁﬁﬁLﬂswﬁdwﬁmmﬂwuﬁiamiLﬂﬁauLLan
anzvesnisnagsunsolyl lunisnaaesdldvinisnaasulnedsuaninzdnies d1mdu
carbendazim 1Hudnsn1511aa1n 1.0 mUmin 18y 0.8 mU/min @ tolclofos-methyl Wasugaumgi
90 220 18U 230 ssrBuaira wasimslenzilasnsedliadinssidniadesinisnaesdl 3 sz

AIILTY LWULALIAU 1597 precision (ANTD 3) Wan1sNAaBsRlansly a1319% 5

M15197 5 N15M51980U Robustness/Ruggedness U108 19ManA U carbendazim wag tolclofos-

methyl
astlostufnda Vi’an Robustness Ruggedness
o LUNYY mean 9%RSDeyp %RSDpomiz:  HORRAT mean %RSDeyp %RSDhomiz.  HORRAT
e (mg/ml)
carbendazim 0.05 43.57 0.99 1.50 0.66 43.57 0.99 1.50 0.66
0.10 44.28 1.63 1.50 1.09 44.28 1.63 1.50 1.09
0.15 44.22 1.65 1.50 1.10 44.22 1.65 1.50 1.10
tolclofos- 0.5 46.75 0.52 1.48 0.35 46.75 0.52 1.48 0.35
methyl 1.0 47.57 0.45 1.48 0.30 47.57 0.45 1.48 0.30
1.5 ar.77 0.61 1.48 0.41 ar.77 0.61 1.48 0.41
tebuconazole 0.8 44.10 1.19 2.27 0.52 43.72 1.34 2.27 0.59
1.0 43.83 0.76 2.27 0.34 43.79 0.79 2.27 0.35
1.2 43.58 0.88 2.27 0.39 43.68 1.16 2.27 0.51
thiophanate- 0.16 68.69 0.67 2.11 0.32 69.77 0.48 2.11 0.23
methyl 0.20 68.59 0.77 2.11 0.36 69.31 0.50 2.11 0.24
0.24 68.76 0.68 2.11 0.32 68.92 0.85 2.11 0.40
azoxystrobin 0.5 23.60 0.13 1.87 0.56 25.11 0.24 1.87 0.56
1.0 24.37 0.18 1.87 0.30 25.38 0.13 1.87 0.30
1.5 24.64 0.14 1.87 0.40 24.77 0.17 1.87 0.40
benomyl 0.05 49.04 13.8 1.87 1.51 49.04 1.38 1.87 1.51
0.10 50.59 1.22 1.87 0.89 50.97 0.85 1.87 0.89

0.15 52.04 0.41 1.87 0.42 51.90 0.41 1.87 0.42




InMIMeaesTisyRuamudLdy 3 S2fU A1 Robustness/Ruggedness 483 carbendazim
I§USunmansoengdioras 43.57 44.28 uaz 44.22 (w/w) AUSIFU F1uaniAn HORRAT Winfy 0.662
1.093 wag 1.102 AUaI9U wazves tolclofos-methyl Tiusunmuanseangnssosas 46.75 47.57 uay
47.83 (w/w) m1Ua1au A1uINA1 HORRATWINAY 0.355 0.306 Lag 0.416 ANUAINU NAN1TNAABUNIY
nATiNIsENTUT 2 1NASgIU (Nt AOAC A1 HORRAT laaniu < 2 uazwes EU, Codex AN HORRAT
fyausus 2)

5. NANNTATIVFDUAINNRNILLINEIN (Specificity/selectivity)

Anwlandnans blank a1suasgIu wagdegsuAnimaiva 6 ¥da fenusumnszaniosnn
TasnInsunsuvesasmsgiuiifinfiugnesnainiudaiau warhidfinvesasduunsuniumsiasei

a. Uszanauranuliiuiuouresmamuiinuasesngusnguastidausadundo s
nquansdesdunidnlsafiay LA Uncertainty ¥04 carbendazim tolclofos- methyl azoxystrobin
benomyl tebuconazole Wag thiophanate-methyl MU +0.54, +0.30, + 0.27, 50.6 + 1.47 +0.52

ey +1.01 N5EAUANUTBNY 95% MIUAGU

9. AgUNaNIIMARB LA TaLAUDUIUL

nsnsvaeuaNuldlaveisiwseinguansdesiuidnlsaiiy lundndusiarslesiuiigmg
& gﬁ ¥ carbendazim tolclofos-methyl tebuconazole thiophanate-methyl azoxystrobin L & ¢
benomyl Fmagauiiewaiauiadainlasuiinns @ (Gas Liquid Chromatography, GLC) waginaila
lasunlnnsiflveunalaussauggs (High Performance Liquid Chromatography, HPLC) Tinanas
yadeUTiinIgNABILiLgIgs 9InnInTIRae UL TUALATS (Linearity), n5aadeutisuesnisin
(Working range), MIADUAILLI B [Precision (Repeatability, Within laboratory reproducibility,
Robustness Wa e Ruggedness), mmaaummgﬂﬁaa (Accuracy), #5398 UAINULANIZTLINLI
(Selectivity, Specificity) LaznT19a0UN1TUTZUIUAIANUIILUUDUTOINITILATIZH INNANITNAADY
fanan wuiaudnvazanvesiRduluamunasinioniy fuiuisiidaumnyaufiazilld
Tumsiesesinanstasiingifiuvnsinuasldetnagndes wiud adsanuiideiioudnanismaaey 3n

vaduiivensuluszavanna wazannsathluvenisiusesissufjifinisnussuy 1ISO/IEC 17025 10

10. nmsunasuIwlUIgUsL el

1%

Qddy Y & aa a va Y a a L4 a [ (3
’Jﬁuﬁ'lll’]iﬂhﬂﬂU’JﬁVIWﬁE)USUENV@QUQU@ﬂWiiUﬂ?il%‘Uiﬂ?iﬁ]i’m’)Lﬂi?gﬁﬂmﬂ’lwwa(ﬂﬂOJ“VI

a Y va o LY

Trgiifynsnuasunsy vy aRingdunsie w.e. 2535 wagldlunisvesusewiosdfufinisniy

v 9

119337 ISO/IEC 17025 safiaweunsiiiuviosf iinsvesnsidnimainunsludiuginadely

11. 1@NE1991989
U3 wrisU3umed. 2537, ansmdndngilulszmalne. deansansinsinues.
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OF MEASUREMENT) : On the Job Training $ufi 20 $u21Au 2560 a1 naside
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