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ABSTRACT

The collaborative study of ametryn in pesticide product. The method was adapted some
parameter from CIPAC Handbook vol. H. This method was determined by GC-FID using Capillary column
HP-5. This procedure was the first step from join up the participating laboratories, homogeneity testing,
stability test and document that the procedure was the same step for 2 days. Finally was evaluated of
the test results of the participating laboratories with outlier statistic by Cochran’s test, Grubbs’ test and
HORAAT. The results from 16 participating laboratories of ametryn 80%WP (WP1, WP2), ametryn 80%WG
(WG1, WG2) and ametryn 50%W/V SC (SC1, SC2). The test results of all 16 participating laboratories had
HORRAT values 0.67-1.15 acceptance criteria of 0.5-2.0 based on AOAC (2016). The results obtained in
this parameter was acceptable. This method can be used as a standard method of Department of

Agriculture.

Keywords : collaborative study

! dnifeuasimuinisinuasiuni 1

! Office of Agricultural Research and Development Region 1
2 diiiduuagiannnisinuesiond 2

? Office of Agricultural Research and Development Region 2
* dtimidouagiannnisinuesiond 4

® Office of Agricultural Research and Development Region 4
¢ diindfouagiaunnisinuasiuad 5

* Office of Agricultural Research and Development Region 5
S diinidenagiannsinumsiund 6

® Office of Agricultural Research and Development Region 6
s dniniduuaziannnisinuasiund 7

® Office of Agricultural Research and Development Region 7
7 dniniteuegiannnsinunsiuad 8

" Office of Agricultural Research and Development Region 8

304



uNAnLa

A15@N®1573 Collaborative study 114’3%3wmsﬁwﬁmﬁm%m3Jaaﬁ’uﬁﬁmﬁmgﬁ% ametryn 10un1s
WanmufuiefnwiBmImaaeuiidauUasifunsusen1saniBunnsgiu CIPAC Handbook Vol. H Tng33divin
nsswdnuluinaia GCFID mewaudaninedun HP-5 %”“umauﬂ1iéauﬁﬂwﬂﬂav‘l’ﬁmi%’uaﬁmﬁawﬁﬁami
neaeunnautudedefunassasiaveswdniom ?\]@ﬁ\‘i@l’JE]EJNVIG]ﬁE]ULLaUL@ﬂﬁ’]{LWﬂUMBQUQUG}ﬂ’Ii%QVH
nagoudunoududua 2 fu ms‘divLuuwamimaawawmmwms‘mLmiw AIBNIATIVFDUAT
Outl erimﬂ%am Cochran’s test, Grubbs’ test wagA1 HORRAT HAN1SNAAUYDINOIUFTANT 16 U
191591704 ametryn 80 %WP (WP1, WP2), ametryn 80 %WG (WG1, WG2) ey ametryn 50 %W/V SC
(5C1, 5C2) NAMINAREULBIVDIUT RN 16 Lma‘mmaawwmﬂgummmm HORRAT aaiwm 0.67-1.15
AN ATV AOAC (2016) finmumeouiueyil 0.5-2.0 Faunaz ammmmmumummwamu
U5 IEVedeU ametryn 1/1mumﬁ’;mmﬂﬁuLﬂmﬁmmj;mmimaawaqmmmmimwﬂﬂ

ANYAN : NSAN®IIY

AU

FAaszmvasoongrsosiviu (ametryn) lundndumingdunsenianmainuns ﬁivulﬁu CIPAC
Handbook Volume H (Dobrat and Martijn, 1998) 187§ Gas chromatography ae slﬁtj Column glass
mwgwmnmiwm ametryn Tuuszwelveiinisnageunieis Gas chromatography ﬂammwwmiyw
mmaammmmmmwwmﬁLﬂ‘wmml@Laaﬂmmmmm‘wuﬂLﬂjmﬁmaaummmmaLLavmmaaummmmaa
suamﬁimwaaﬂgumLmEJ’mmN‘UQUmmimmﬂqm%’mquwwmimwm NBINAILITITENIINEANIINITNEAT
nsu3ginisineas diandilaundssiiunanisadd wuandudsiomnzay SahisdurinsAnusauiu
(Collaborative Study) Inefmdenvesufifinismanindguaziontu $1uau 16 wng

wIouda08197 Tarseengns ametryn lnsuuadu 3 gasvesndniug gasas 2 #0879
5911 6 9879 aslivesufoRnsnsenisidnvhiuy tuadilannvesufoRnisundsedunalaglyadad
bANNZEURMIU Guidelines for Collaborative Study Procedures To Validate Characteristics of a Method of
Analysis (George and Latimer, 2016)

n13911 Collaborative study Jendu multi - laboratory method validation Lﬂumimaaummgﬂmyaﬂ
suaﬁ’%’imswﬁﬁamysaﬂuaxmL%aﬁaﬁqm%wﬁuaqﬁmsaﬁ’nﬁumsmm%umau (protocol) ununmfseuiuamal
3R EVTENUNNTY collaborative study fanuundedouaziduiiseusulusysuurund Giwissed | 2549)

Ametryn ﬁé’ﬂwmxmqmﬁéwqﬁqﬁ

Chemical name: N2-ethyl-N4-isopropyl-6-methylthio-1,3,5-triazine-2,4-diamine
Common name: ametryn
CAS RN: 834-12-8
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Structure:
N

1B
Y

CHsS NHCH,CHj

NHCH(CH3),
Molecular weight: 227.3
Empirical formula: CoH17NsS
Activity: Herbicide

asanmlussaumAuazannieiidunsauasansens Lﬁﬂﬂﬁﬁ%ﬁﬂlﬁiﬂﬂa%ﬁiﬂﬁmiﬂLLﬂI pH 1 LAZAIUN
pH 13 LLazaaﬂaﬁa%ﬂﬂﬁy’wLLm (Turner, 2018)

M50 collaborative study pdstiiitelnleiasnzanlunsiesien ametryn LLazLﬂuﬁaam%’wm;ﬁ
LﬁlEJ’J‘ZT’eNVlﬂﬂﬂﬂﬁl’m LLazﬁﬂlﬂiﬁgLﬁuTﬁ%mmgmﬁuaaﬁmﬂg‘jﬂ’ﬁmﬂuéauﬁuaaﬂiﬁﬁnmimwm LAYAIUVRY
Uitnensunely

ASAHUNS

®
[l
>
ol
2

o

NG gas chromatography finndaiansiatauia flame ionization detector (FID)
. ﬂaauusuum capillary m%ﬂumaa‘uma 5% phenyl methyt siloxane (HP 5)
wideianiden ¢ sumus (Felaszsu 0.1 fadnd) Frunsaeuiiounan

. Ultrasonic bath

. 1IUINRTTUA type A YU19 10 way 50 fadansTrnunsaouLiiouLas

. Jnunes wunm 100 fadans

-vial Y119 2 Tadans

0o N O 1 AWN -

. syringe YU1A 10 {addng

—
(@]

. syringe filters 0.22 lulasiunas

. @13019931U ametryn purity 99.32 %
. ametryn 80% W/W WP1

. ametryn 80% W/W WP2

. ametryn 80% W/W WG1

. ametryn 80% W/W WG2

. ametryn 50% W/V SC1

. ametryn 50% W/V SC2

. Acetone AR grade

e T e e S S X
coO N O 00 A W DN -
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35013
1. aaqumausulﬂamawgwmmi
mLLUUmauwmilfuﬂiwlﬂmmwguwauh n1s@nw1saiu (collaborative study) ) sl
AUTINTLATLONTY
2. wmaaummﬂulﬁalﬁmﬁu (homogeneity test)
naaeuasiuilefefuresiiesns Imaejmﬁ’ga&hmw random TuLLﬁazqmmamamﬁm%
fog19ay 10 930 AFITUATIENMIUTIIAL ametryn Imwmaamwzﬁmmas 2 41 thuaiilasmaaeuala
WANANITZIIITI8 (between sample variation) Toelwada One-way ANOVA (Analysis of Variance) A F
fisunilaneaussnn F critical fiszdunnuidesiu 95%
3. m'ﬁmmaaummmmawammm'ﬁwmimwawgummimm
T,msJLaamﬁmJmimaauﬂmumﬂmawawawgummnmnwmﬂgumwumﬂazﬁ Jeingilfiy
nevideRanTadunisaavnamaineas nadrmsinuasladaiiu

v

NFIAULNVUVDY ametryn 1ae3s Gas chromatography & condition ¢13il

Capillary column : HP-5 (30 m x 0.32 mm (i.d.) film thickness 0.25 um)

Oven temperature : 210 °C

Injector temperature 250 °C

Detector temperature : 250 °C

Split injector : Split ratio 50:1

Carrier gas : Helium 2.0 mU/min

Gas detector : Hydrogen 40.0 ml/min
Air 400.0 mU/min

Make up gas : Nitrogen 40.0 ml/min

Injection volume : 1l

Run time : 5 min

3.1. NIMFENAITALAILUINTFIU ametryn
%ﬁawmmgw ametryn Tﬁ;ﬁﬁmmmiaaﬂawé 10+2 mg 91U 2 1 (Cy, Cy) adlu
IR TAUsINAs 10 ml azatenie acetone Y3103 5 ml wenlmanfunae ultrasonic bath 5 unft Uaselnans
Ufusatonmaiivies Usuuiunslutu 10 mlae acetone wenlaniy wudlawin thludawniaies GC-FID
3.2 NSWSENATATANUFIBENS
si'i’q&haéwqmamﬁmeﬁi’mﬁﬁwwmsmwm ametryn g3 WP, WG uag SC Tniusuna
miaaﬂqm 50 +10 mg Froensas 1 91 adlurandnusuas 50 ml avaneme acetone U3unms 25 ml el
1WA UAY ultrasonic bath 5 U1 Uaaalwmsﬂsummmmwaq USuUsunaslmdu 50 ml aqe acetone
welmaniy wudlavin dludamneies GC-FID
3.3 TanaNTaTaNLNINTIIU LaranaNeiIoens
ansara1uasuInggIu LAZENTATAN IR I0E1T LA9INNSLAZENTIALTLTILASIZI
ABLA3ee GC-FID 1aeyin1520a151IR5gIN C; 91U 8 Fuiteri Equilibrate ATITEOUAIIUNS DUVDILAS B
N UTNISEAAUETUS 9T Cy, WP,s, WP1p, Cyy Cs, WP, WPss, Cgy C1, WGy, WGy9, Cay Cr, WG,
WGZ-Z; C21 Cl; SCi-i: SC1-21 CZ; Cla SCZ—l; SCZ—Z, C2a
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3.4 yagoutaute 1-6 Tutudaly
3.5 thuanaaeuiiladuiinasluassduiinua
4. miaamamqmaa‘uLLayLaﬂmi’;ﬁ’glm%ﬁiﬁﬁawgummi
Ai0871933 AT IEM AUzt WUUTIBURA WaELUUARUNUTIBaBanLRafun1InTaT
Ainsren tolslunsfanedugiiiuns amslusedsamedou lnsunagvoslfoRnsaslasuiaoens
3 fheens fesay 2 Maditsiamatu Taglumsuni 2 madusesadiontu
5. NMINAAUANNAIA (Stability test)
Lﬁaﬂiuﬁmummﬁw{azﬁawﬁﬂ’ﬁmiéqmamﬁmeﬁﬂé’umuga fuflumsfnidendiennsd
mumimaa‘ummLﬂuLuamenu LﬂumLmﬂumiwmaaumimmmaamama Tngauiiosnaan 5 ¥an vhms
Anrendanniuiiasuimuanisama sl mﬁmmmav 2 sm LLaummmLﬂﬂmmlﬂmmiwmamwa
Aemenanmanadeuaaduidodentulnelyain ttest A1 t wremosn t critical Aiszduamnudedhy 95%
6. miﬂi”mum\‘iaﬂm (Statistic evatuatlon of results)

6.1 muaawauamamiaLm%ml,awuauamq6] mﬂmmawgummiwimmﬂaum Imﬂﬂw”ﬁuama
TuwuuTsNUNALESLUADUA N8RS LEJ’EJWLﬂ8’3ﬂ‘Uﬂ’]im’aﬁ]’lLﬂi”l"WUENLLGm”ViENUQUGmﬁ et inuaiieszn
‘vﬂ,mnmaa vienatineuiviuladniluunidede sonneuiiluysrananansadi Lwalmuimﬂmamaw
mmamavmLmaaauﬂﬂumiﬂi“muma

6.2 MINABUAEAN1S (Outliers test) IﬂEJGZTE)yjaﬁﬁﬂlﬂLLGmG]I’]\‘]ﬁ’uﬁgﬁjﬂﬂLLﬁSJ@H%Wﬂ%@HﬁIU‘Q@
Fenfuivilnasdeiduveyaiilueg lunquifisadu asgniunvaasuaiaans lneadd Cochran’s test uay
Grubbs’ test Atiiun13913 Guidelines for Collaborative Study Procedures To Validate Characteristics of
a Method of Analysis

6.2.1 mmaauéﬂammqﬁuaaﬁawﬁﬁamilﬁEJ’J (within-laboratory outliers test)
maamekuamaaﬂgummswmmmmamwaqmwlmmmsqmswvmaam@maumn
VlaﬂLZJanEJUﬂUNa’JLﬂi’]uWUaﬂﬂG]’JaEJ’NLﬂEJ’Jﬂuﬁ]’]ﬂMENUJ;]UGImiQW] ﬁ]yﬂﬂmmmﬂaaumammamaimimd%a“
Cochran’s test
C = (D’mad x 100

GD7)
Wo Dy = AUWANANUDIAMBYNNHAGER
Di = AUANANIYBIAFIDYNN i Weoi=1,23..n

L‘U%EI‘ULﬁEJ‘UﬂI”I C ﬁﬁm’gmlﬁyﬁ’umf‘mqmiumiw fisedu P = 2.5% (1-tail) 1o L Ao
mmwaaﬂgummi mammumaqmammmﬂu mmwmmmlmmmmm'mqmmemmmmummwaq
mmLmﬁv‘wmamauumammwmaaumﬂu outUerImmmmmLﬂsnvmmamquuaaﬂ

6.2.2 ‘1/1maaumammasumﬁwamg‘umms (inter-laboratory outliers test)
6.2.2.1 maqaammmm (single Grubbs test)
mmmmwmLuummmumawammmm (S) ﬁmamh%ﬁmwummgmmaq
mauamalmmmamﬁuawaua (SU uay LUmwummﬁ’mmawauamalmmmamawaua (Sy) ANLIA
‘i@EJaWUENmLUEJQLUL!?AWI?%’]%JV]&@@QN‘LA
G =100 x [1 - (5/9)]
Gy =100 x [1 - (5w/9)]
L?,JE) G Lmﬂmaaav%amwmLuummmuwamaamalmmmamawama
e Gy wnﬂuaaaawuaqmwmmummgmwa@aqmaimmqaqmawaga
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Wisuiieuan G, Gy ‘17'iﬁwmmlﬁyﬁ’ummaﬁﬁmq@ﬂumsm Grubbs’ test fis1uau L szyaada A G E;Nﬂ’J'W
éﬁﬂqmﬁ P = 2.5% (2-tail) uansnanitasdeidu outlier
6.2.2.2 pasded 2 a1 (double Grubbs’ test)
ﬁwmmﬂ'%ﬂ'mLuummgmmaq{aaﬂaﬁmm (S) ﬁwmmmﬁmmummgm
Guaqsz?auual,ﬁahjﬁmﬁwqm 2 ﬂ'waaﬁﬂya;ga (Sa) LLazLﬁmLuummgmﬁuaa%a;gaLﬁ@l@iﬁmqqqm 2 ﬁumﬁgayja (Son)
LLaSLﬁ@lﬁiﬁﬁ’]ﬁ?’]ﬁﬂLLﬁzQﬂﬁﬂ%@ﬂ%@@ua (SuL) AIUAAIAT Gy, Gop, BT G, muqmﬁaﬁ
Go = 100 x [1 = (S5/9)]
Go =100 x [1 = (S/9)]
Gy =100 x [1 — (Sp/9)]
Lm G LmﬂmaaawmaqmLUENLuummmu‘wamaqmalmmmamwuama
LJJE) G Lmﬂmaﬂawumml:usmLuummmwamaqmaimmaqaﬂﬁuawam
dlo G LmﬂmaaamaqmwmLuummgmmammL@J@luummuazmgaqmaﬁayja
WSsuIieuan G, G uay Gy 17fﬂ"m’gmiﬁuﬁumiwéﬁﬂqmiumsw Grubbs’ test 15112 L sgauua
01A1 G gmiwhﬁﬂqmﬁ P = 2.5% (2-tail) LLamiwmﬁmé’aLﬁu outlier
6.2.3 mmmmmmwum’aﬁ (preC|S|on)
mmauawmaamﬂmimmammnaaﬂm Cochran’s test ez Grubbs’ test
wahlUfumnmsEdRau Imamsmmm
Repeatability standard deV|at|on Sr= (Zd2 /2L)W2)
gl d

mmmwaqmmmewmaaﬂmamammnu

L = mu’awawgumms (vEeduIuguaseafIfiu)

Repeatability relative standard deviation; %RSD; = (S, x 100)
mean

Repeatability limit; r = 2.8 S,

Reproducibility standard deviation; Sg = {(Szd + Szr)/Z}U2

We Sy =5(T, - T/
2(L - 1)
T; = Na‘i’JiJﬂTUaQﬂSUENWJ@EJ’N i EUENLLG]EWMEN‘UQUWﬂ’]i

-
L SrunuvesufiRing (Fesiuauguesiosnaiaiu)
Reproducibility relative standard deviation; %RSDg = (Sgx 100)

mean

mmawaam T GZJENV]ﬂ‘Vi’E]\‘]‘UQ‘UG]ﬂﬁi

Reproducibility limit; R = 2.8 Sg
6.2.4 HORRAT
TagAn HORRAT A Snatuseynne arudesuunnsgudusivg (Relative
Standard Deviation, %RSDg) A" Horwitz’s equation (%RSDomwitz)
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SCREEN OUT
NON-VALID DATA

—

START OF LOOP
CALCULATE
PRECISION MEASURES

yes
COCHRAN DROP LAB UNLESS
OUTLYING —>| OVERALL FRACTION OF
LaB? LAES DROPPED WOULD
EXCEED 29
DROP LAB UNLESS
OVERALL FRACTION OF
— 5] LaBSDROPPEDWOULD
EXCEED 20
DROP LA UNLESS
PAIRED OVERALL FRACTION OF
GRUEBS LABS DROPPED WOULD
OUTLIER? EXCEED 28

l
? O

ANY LABS
DROPFED IN
THIS LOOP?

Yes

END REPORT
ORIGINAL & LAST-
COMPUTED
PRECISION
MEASURES

AN 1 Turoun1TUSEIUNaNI19ads (George and Latimer, 2016)

STUZLIAN  (3uAL manew 2562 Auga fusiou 2564

F01UNYININIINAADY vesufiRnsneidoianntadunisnaansnisinems
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NaLLaﬁmizﬁNamWﬂam
1. nageuadduileenii (homogeneity testing)
PNMsadeuANLUiBIRgITUBIRIB81e ametryn 119 3 fhoens Inely one-way ANOVA

fszduaugadiiu 95% (P=0.05) wui1nneieene §A1 F usenial F-critical wanadndieensdianuduiile
WEIU LARIHARINITI 1-3

A15199 1 Anova: Single Factor WP

SUMMARY
Groups Count Sum Average Variance
replicate 1 10 806.64 80.664 0.345537778
replicate 2 10 805.62 80.562 0.456395556
ANOVA
Source of Variation SS daf MS F P-value F crit
Between Groups 0.05202 1 0.05202  0.12973647 0.722897214 4.413873419
Within Groups 7.2174 18 0.400966667
Total 7.26942 19

a1519% 2 Anova: Single Factor WG

SUMMARY
Groups Count Sum Average Variance
replicate 1 10 813.42 81.342 0.358328889
replicate 2 10 810.79 81.079 1.073121111
ANOVA
Source of Variation SS ar MS F P-value F crit
Between Groups 0.345845 1 0.345845 0.483209333 0.495848799  4.413873419
Within Groups 12.88305 18 0.715725
Total 13.228895 19

311



M15747 3 Anova: Single Factor SC

SUMMARY
Groups Count Sum Average Variance
replicate 1 10 464.74 46.474 0.175004444
replicate 2 10 468.23 46.823 0.566312222
ANOVA
Source of Variation SS df MS F P-value F crit
Between Groups 0.609005 1 0.609005 1.643036039 0.216174782 4.413873419
Within Groups 6.67185 18 0.370658333
Total 7.280855 19

6. YV

2. ﬂ’]ia\‘i@’JE]EJNVIWﬁE]ULLa“LE]ﬂ’ﬁ’]ﬁ']ﬁﬁLﬂﬁ’]“"ﬂﬂlwﬂ@QUQU@ﬂ’]i

v v

mmamwmumﬁmaauLﬂmuammﬂmm WIOLAYANTUNTEILLAZLANEATTA19 LN
vesUfoRnsiiansalasanssiuiu 16 vesufifinig funmd 2

i iﬂﬂi}a‘.lﬁ? LS

Y@ D EHRENSTORFER
Ametryn @@

E DRE-C10150000 250mg
G1027873 834-12-8 204°C

E'; H302 | H332| Ha10
LE ¢ P301+P312 | P204+P340 | P3I0 { PSO1

Piease rofer o SDS For iaboratory use only. LGC Labor GmbH T| +49 821 506080

AWl 2 MsnesgTuLasfosuNAmesU foRns T TIaTlATINg
3. MINAFRBUANNAIAT (Stability test)
mmmﬁwwimmmiaaﬂqm ametryn Tundndus ingdunsenensinums Imamamaau
5 010 ¥INaE 2 %1 mauﬂfdLtlsa‘umsJ‘Ummaamemmﬂmsmaa‘ummLﬂmuammnumaqmamq PBadn
t-test WUIAY P-value 11NN 0.05 Fatfufeensdsdiaunsinaestiamssidulasinis (i 4-6)

A15197 4 NAFOUNITANENINVDY ametryn ga3 WP

F1YNITNAFBU N Average SD t Stat P-value (t-test)>0.05
homogeneity WP 20 80.613 0.382 1.425 0.164
stability WP 10 80.291 0.250
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A15199 5 NAFOUNIIASANTNVDY ametryn qm WG

F1YNTNAFDU N Average SD t Stat P-value (t-test)>0.05
homogeneity WG 20 81.210 0.696 0.431 0.669
stability WG 10 81.078 0.486

M19199 6 VIAFOUNITAIENTNYBY ametryn gnT SC

F1YNTNAFDU N Average SD t Stat P-value (t-test)>0.05
homogeneity SC 20 46.648 0.383 0.753 0.457
stability SC 10 46.488 0.132

4. nM5UTELHUNINEnG (Statistic evaluation of results)
4.1 MUADUYDYANANTITIATIENUAZUBLANY I1NNWNBIUJURANTT Sunadeulagfnw
POUALULUUTIBNUNARAZLUUAR NS IEa BN UNTATIIRSIZRvenasieaU fURNS (1151991 7)

M13199 7 Nan1snAEey ametryn lugnsnieuedunageaujianig

Lab no. gns WP gns WG gns SC
WP1 WP2 WG1 WG2 sc1 SC2
1 79.672 78.592 79.358 45.765 45.765 45.765
2 79.494 78.841 79.774 45.891 45.891 45.891
3 78.383 78.159 78.777 45.615 45.615 45.615
4 81.879 82.423 82.160 47.482 47.482 47.482
5 80.487 79.903 80.311 46.694 46.694 46.694
6 80.355 80.328 79.814 45.936 45.936 45.936
7 79.348 79.547 79.329 45.862 45.862 45.862
8 81.587 81.250 81.352 47.276 a7.276 47.276
9 79.558 80.436 81.636 46.644 46.644 46.644
10 80.324 80.254 80.394 46.480 46.480 46.480
11 79.607 80.754 79.920 46.085 46.085 46.085
12 80.239 79.829 79.134 46.573 46.573 46.573
13 83.743 86.143 85.507 48.798 48.798 48.798
14 81.146 81.112 80.372 46.837 46.837 46.837
15 81.120 81.475 83.698 45.754 45.754 45.754
16 80.768 78.592 80.711 46.075 46.075 46.075
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A1519% 8 HANTNAFBUAGARYBY ametryn 80% WP1 unagnesujumnig

4.2 MegaaUAIgAn1e (Outliers test) lngvayaniauanmaiuniannuazuesanveyaly
gaheariunvilvasdeiduveyailueglunauideaiu asgniiumeaeuaannis lneadid Cochran’s test waz
Grubbs’ test (1151991 8-13)

Lab no. Day1 Day2 Mean Std.Dev. Notes

1 79.84 79.51 79.67 0.231

2 80.40 78.59 79.49 1.278

3 78.08 78.69 78.38 0.432

4 79.98 83.78 81.88 2.688

5 80.44 80.54 80.49 0.071

6 79.42 81.29 80.36 1.325

7 80.03 78.67 79.35 0.964

8 82.07 81.10 81.59 0.686

9 80.69 78.43 79.56 1.599

10 79.43 81.22 80.32 1.269

11 78.93 80.29 79.61 0.960

12 79.96 80.52 80.24 0.397

13 87.95 79.54 83.74 5.946 @
14 81.12 81.17 81.15 0.033

15 80.00 80.63 81.12 1.590

16 80.63 80.91 80.77 0.197

C - Cochran outlier, G — Grubb outlier

ﬁl’]i’]\‘l‘ﬁ 9 wamwmaauﬁwqmmqmm ametryn 80% WP2 LLﬁaxﬁaﬂﬂﬁﬂ’aﬂﬁ
Lab no. Day1 Day2 Mean Std.Dev. Notes

1 78.79 78.40 78.59 0.275

2 78.93 78.75 78.84 0.127

3 78.07 78.25 78.16 0.128

4 80.86 83.99 82.42 2.210

5 80.58 79.22 79.90 0.962

6 79.88 80.78 80.33 0.636

7 79.70 79.40 79.55 0.213

8 81.78 80.72 81.25 0.752

9 80.35 80.52 80.44 0.123

10 80.73 79.78 80.25 0.666

i} 80.45 81.06 80.75 0.431

12 79.89 79.77 79.83 0.085

13 89.41 82.88 86.14 4.615 @
14 80.85 81.37 81.11 0.365

15 81.62 81.33 81.48 0.202

16 81.58 79.34 80.46 1.581

C - Cochran outlier, G — Grubb outlier
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A1519% 10 NANTNAAOUAIGANNVDS ametryn 80% WG1 Unagnesuuanig

Lab no. Day1 Day2 Mean Std.Dev. Notes
1 79.78 78.93 79.36 0.600
2 77.77 81.78 79.77 2.834
3 78.83 78.73 78.78 0.071
4 80.81 83.51 82.16 1.916
5 80.34 80.28 80.31 0.045
6 79.30 80.33 79.81 0.734
7 79.78 78.88 79.33 0.634
8 81.71 80.99 81.35 0.508
9 80.71 82.56 81.64 1.308
10 81.13 79.66 80.39 1.044
11 79.49 80.35 79.92 0.610
12 79.95 78.31 79.13 1.160
13 86.32 84.70 85.51 1.145
14 80.51 80.24 80.37 0.188
15 83.24 84.15 83.70 0.644
16 80.57 80.85 80.71 0.196

C - Cochran outlier, G - Grubb outlier

A15199 11 NANIINAHOUAIGANNNVDY ametryn 80% WG2 Unagnesuunnig

Lab no. Day1 Day2 Mean Std.Dev. Notes
1 79.63 79.15 79.39 0.339
2 80.12 77.01 78.57 2.199
3 79.94 77.99 78.46 0.672
4 78.53 82.80 80.66 3.024
5 80.47 79.91 80.19 0.390
6 78.97 80.01 79.49 0.730
7 78.43 79.12 78.78 0.493
8 81.47 80.57 81.02 0.634
9 78.30 81.14 79.72 2.003
10 81.07 81.46 81.27 0.277
11 79.49 80.65 80.07 0.820
12 78.32 78.71 78.52 0.279
13 83.37 79.33 81.35 2.853
14 80.19 80.39 80.29 0.139
15 87.35 81.56 84.45 4.095 G
16 79.82 78.90 79.36 0.644

C - Cochran outlier, G — Grubb outlier
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A15199 12 NANIINAFOUAIGANNVDS ametryn 50% SC1 unagnesuumanig

Lab no. Day1 Day2 Mean Std.Dev. Notes
1 45.93 45.92 45.92 0.005
2 48.43 46.31 47.37 1.496
3 45.86 45.73 45.79 0.091
4 45.93 47.60 46.76 1.185
5 46.27 46.32 46.30 0.038
6 45.69 45.73 45.71 0.031
7 45.71 45.97 45.84 0.185
8 46.50 46.41 46.45 0.064
9 45.88 47.58 46.73 1.102
10 46.02 46.08 46.05 0.042
11 45.66 46.17 45.92 0.358
12 47.01 47.08 47.04 0.049
13 53.59 45.78 49.68 5.520 C
14 47.20 47.13 47.16 0.047
15 44.18 46.48 45.33 1.628
16 45.48 45.38 45.43 0.074

C - Cochran outlier, G - Grubb outlier

A15199 13 NANIINAFOUAIGANNVDY ametryn 50% SC2 Unagnesluanig

Lab no. Day1 Day2 Mean Std.Dev. Notes
1 45.96 45.57 a5.77 0.227
2 46.78 45.00 45.89 1.257
3 45,51 45.72 4561 0.146
a 46.70 48.26 47.48 1.104
5 46.62 46.77 46.69 0.103
6 45.84 46.04 45.94 0.141
7 45.75 45.98 45.86 0.165
8 47.55 47.00 47.28 0.386
9 a6.47 46.82 46.64 0.245
10 46.38 46.58 46.48 0.145
11 4593 46.24 46.09 0.215
12 46.35 46.80 46.57 0.317
13 50.57 47.03 48.80 2.505 @
14 46.86 46.82 46.84 0.028
15 45.16 46.35 45.75 0.843
16 46.66 45.49 46.08 0.829

C - Cochran outlier, G — Grubb outlier
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NNTUTLTURAN @I AVDINANITNARDINA 16 09U URANNIAY Cochran’s test outliers wag
Grubbs’ test outliers (113199 14)

A1519% 14 a3UNa Cochran’s test outliers Wag Grubbs’ test outliers YadunazFIy1d 14 16 nosuiinis

yiinfaagns  s1usudesufUAmatiaiun Cochran’s test outliers  Grubbs’ test outliers
WP1 16 1 0
WP2 16 1 0
WaG1 16 0 0
WG2 16 0 1
SC1 16 1 0
SC2 16 1 0

4.3 NMISUIANULTNBIYD9ID (precision)
U1veyaana outlier 09n31NNTTUTELIUATY Cochran’s test kag Grubbs’ test
WveyaluAmIumNIEia (m15199 15)

= ° ' dl ax . .
N19199 15 NAN1TATUIUNIANAIUNEIVBIID (preC|5|on)

andnlanaaey KRR
WP1 WP2 WG1 WG2 sC1 SC2
Total mean, X (wt%) 80.5 80.6 80.8 80.1 46.5 46.5
L 16 16 16 16 16 16
n 16 16 16 16 16 16
S = (2d?/2L)"? 1.16 0.83 1.10 1.40 0.73 0.56
Sg = {(S%4+5%)/2}/ 1.25 1.28 1.91 1.40 0.82 0.70
RSD,% = (5¥100)/mean 1.44 1.03 1.26 1.75 1.57 1.21
RSDr% = (Sg*100)/mean 1.55 1.60 2.37 1.75 1.77 1.51
RSD% 2.0680 2.0680 2.0680 2.0680 2.2191 2.2191
PRSDR% 2.07 2.07 2.06 2.07 2.24 2.24
HORRAT 0.75 0.77 1.15 0.85 0.79 0.67
Repeatability limit; R = 2.8 S, 3.24 2.32 3.07 3.91 2.04 1.57
Reproduccibility limit; R = 2.8 Sg 3.49 3.59 5.35 3.92 2.30 1.96

Total mean, X (wt%)

average

L = number of laboratories

S = repeatability standard deviation

Sk = reproducibility standard deviation

RSD, = repeatability relative standard deviation
RSDg = reproducibility relative standard deviation
n = number of data

r = repeatability limit

R = reproducibility limit
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5. Wweayannueslfuinisuivdunsnnisdesuuanasgivanaadie

% w/w)

o

AN

(% W/w)

D)

ALY

(% W/w)

o

ALY

91
90
89
88
87
86
85
84
83
82
81
80
79
78
77
76
75

91
90
89
88
87
86
85
84
83
82
81
80
79
78
77
76
75

ametryn 80% WP1

Lab no.

A 3 NSNS UERUNINNALREAY VRS WP

ametryn 80% WP2

cee

Lab no.

209 5 ns1nstlgRULINNALREY VBd WG
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ametryn 80% WG1
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(% W/w)

o

ALY

(% W/W)

>

AN

(% W/w)

>

AN

56
55
54
53
52
51
50
49
48
a7
16
45
a4
43
22

ametryn 80% WG2

- ; Py B i E— Mean
‘%i ............. § ! ................... §. ................. § R limits
=« = rlimits
2 4 6 8 10 12 14 16 18
Lab no.

AN 6 NSINNSITYWUUINNANREAY VDI WG2

ametryn 50% SC1

R limits

=« = rlimits

Lab no.

2 7 n51nsilgauNaNnALREY U89 SCL

ametryn 50% SC2

=« = rlimits

Lab no.

A9 8 NFINNSLTLLUUINNARGY VBd SC2
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d3Unan1 ARz UBLaUBLUY/ALULLN

FAAsgvUiinamoenguioriiviu (ametryn) TundnfamingSunsnemsninnues Tadinsiaun
9nmsle pack column sulaasusnidu capiltary column Faduiionludagiu Snitaduisivesufoinng
vangumsluuszmedonly

Ainwn collaborative study miaaﬂqméasﬁm?u (ametryn) @n3 80% WP, 80% WG Uag 50% W/V SC
Tnenagouaudui oiferfunazanunda vosdeendaeais one-way ANOVA Wu27 feuduile
Wenfunaziinnuashisdienumnganlunislehisinssut Snesfifnsfisameaeusy 16 ume

A13An®7 outlier vosvaxalaelyafi@ Grubbs’ test wua1fnani1amaaeuLfu outlier A1y
ﬁaaﬂﬁﬂ“ﬁmaﬁ 15 Tuf1ee1s WG2 uawiilolyads Cochran’s test wudwﬁmamsmaamﬂu outlier 3y
wawgummw 13 Tuf08n9 WP1, WP2, SC1, 5C2 ATalBsiansaeal HORRAT fmegil 0.67-1.15 1uand
aamaamummamwaﬂumn 0.5-1.5 AUNAUNTAITIVEI AOAC (George and Latimer, 2016)

n13fnw1 collaborative study latman1snaaauiilannvesufofnsundssidunalaslvadfd
LN @aUMN1U Guidelines for Collaborative Study Procedures To Validate Characteristics of a Method of
Analysis (George and Latimer, 2016) Lﬁhiﬁi@y"iﬁﬁ"«uxléﬁﬁﬁﬁmmgmiumm3’;'«3"3meﬁﬂ%mmm3
oongyiesdviu (ametryn) lunAnsumingdunsiensnisnuns nsunaerosfifinisanunsoidsalaly
MR seengriseriviu (ametryn) lundnumingSunsiemnsinunsla

nsiwanuldeluldussleed
1. I duitiesgnlunmsaselienenuinuasesngvsesiviu ametryn) lundnsumingdunse
NNITNYAT
2. ﬁaﬂﬂﬁﬁ’amﬂuéauqﬁmmaaﬂiaﬁﬁmmsmwm LLazU‘%@’wLaﬂsuummmﬁﬁﬁﬁylﬂLﬁu’i’émmgmlu
nsieseila

LONEN5914999

ANITTOU ‘LN‘UEJ’EJ 2549, LL‘LJ’JV]N‘U{]‘UG]ﬂ’ﬁﬂ/l@ﬁ@'tlﬂ’ﬁimﬂm@\‘]%@ﬂ’lﬁ’)Lﬂi? %WWQLF‘WZJI@EJ%ENUQUMW]‘JL@EJ’J
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