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5.UNANED
nsnsraeuaulfliveisinsenarseengus lelalusslewau (soprothiolane) #n1s

M5 UAILLNALA Gas Liquid Chromatography (GLC) T#insiadusila Flame ionization detector
(FID) mpduil Capillary 480 HP-5 (30 m x 0.32 mm (id.) 0.25 pm film thickness) l¥uagiaeu (He)
Huufasm annzfimunzauves Ao sasnisiva 2 va./unil gumgiinedinl 280 ssrwaldoa an
TunsiAT29 4.0 W @eunIINISAN 260 BeALTATEE 9UMIAINTIATU 280 BsrwaIdea IuuaAn1g
2 Split ratio 50 : 1 Usuneun1saa 1 lulasans wan1smaass 1A Range 19Heasidndu 0.10 - 2.50 un./
1a. dA1 Correlation coefficient (r) Wiy 0.99993 A1 Linearity la439A33l Uty 0.50-1.75 1n./u@. &
A1 Correlation coefficient (r) MNAU 0.99997 Tagnaunisausu AOAC A1 r > 0.995 A1 Accuracy w1 ka
970 %Recovery inududu 3 sedu fi 0.5 1.0 waz 1.5 un./ua. fanade Wiy 100.1 wnaeiseusu
AOAC %Recovery W1U 98 - 102 n11531A512% 81 (Precision) Tneld Repeatability 19A1 HORRAT
WU 1.14 uaz0.82 1aA1 Within laboratory reproducibility iU 0.82 wag 0.91 MUEIRU ATI9dOU
AULT9w0935 Ineld Robustness/ Ruggedness 161 HORRAT winfiu 0.61 way 0.40 NE1RU 1NWE
N1INAFBUNITINABTFA19A1U Method Validation wuinegluinuaigeusu (nausigeusu ACAC A1
HORRAT < 2) fsifu F3msdieszsiianunsmhlUldiduisuasslumsanaiinseiaiseangnslola

lUsloaulundninan ngounsen1ansinens veeeeluin1sinseiaeueinsauiznnIsnens



Abstract

The validation examination of the active ingredient, isoprothiolane, is experimentation
by using gas liquid chromatography with flame ionization detector (GC-FID). Instrumentation
includes capillary column type HP-5 (30 m x 0.32 mm (id.) 0.25 pm film thickness), helium (He,
as a carrier gas), optimization methods using flow rate of 2 ml/min ,column temperature 280 °C,
stop time 4.0 min, injection temperature 260 °C, detector temperature 280 °C, Injection using
mode split ratio 50: 1, inject volume 1pL. For the experimental results, the range was
concentrations from 0.10 to 2.50 mg/ml. The correlation coefficient (r) was 0.99993. The
linearity using concentration is from 0.50 to1.75 mg /ml. The correlation coefficient (r) was
0.99997 (Accepted by the AOAC r >0.995). Accuracy considers from %recovery, this is an
examination using concentration 3 levels are 0.5, 1.0 and 1.5 mg/ml, found the mean average
was 100.1 (Accepted by AOAC% Recovery of 98 — 102). Precision uses repeatability and within
laboratory reproducibility, HORRAT was 1.14 and 0.82, 0.82 and 0.91, respectively. Determine
the hardness of the method using robustness/ruggedness, it was found that HORRAT was 0.61
and 0.40, respectively. From the test results, Validation method parameters are acceptable.
(Accepted by the AOAC HORRAT <2), so this is analysis method can be used as a measure to
determine the active ingredient isoprothiolane in pesticide products in the analytical laboratory

of the Department Agriculture.

6. AN

lolalusslaauduansidadosdnoglundy dithiolane Ussinngady Sfiwdsundunisin
(M) 1,190 un./nn. NeRIMTe 11An31 10,250 un/nn. Mluvnsega 917 awisaldidalsanivla
vanewin wu lselulndivesinfiineinde Pyricularia oryzae. Iiﬂﬁﬂ(ﬁmmLLainﬁiuqmﬁLﬁ@mﬂLﬁ'ﬁya
Fusarium spp. W3%1, 2537) lalalusileiau fidenaaafl fe diisopropyl 1,3-dithiolan-2-
ylidenemalonate (1453 UUIUPAC) fignsniaiadl A C12H180452 figaslassadiemiunini 1
asUTavsianvuenandmdes Indugu fvaouvan 54.0 - 54.5 ssaiduaira Asanmlddlunsa g

WEs LagA1U5DU (Anonymous,1993)



S CO,CH(CH3),

S CO,CH(CH3),

AN 1 anslassaisvedlolalusslerau (Anonymous,1993)
nsnTvdeuAMnmUSInalelalusslawau 1353 T1enuisunsgIu CIPAC Handbook Vol.
Ean112v09A3090 18358105574 Ao 19 Column Glass column 1.0 m X 3 mm (o.d) packed
(5% silicone on Chromosorb W (AW-DMCS) 60 — 80 mesh) qmwgﬁﬂaé’mﬂ 210 939ANLTA LT a

aaun)iin138nans 230 sarwadea guuglidinsadu 230 esrigalea Tduiadsnudululnsiau

9 Y

1Y

gns1n1sbua 50 wa./uit atlunsiesizi 2.5 ud 14 Bis (2-ethylhexyl) adipate Wuasuinsgu
anelu (internal standard) way 14 Acetone 1Wusvinavane (Dobrat and A Martijn, 1993) 2gnu31
Brruereinuisuasgulfindussesnauudiud U e 1993 asaraisuargunsaivegion
lﬁlmuﬂwﬁu Tagtanag Column 19 Glass column 1.0 m X 3 mm (o0.d) packed (5% silicone on

a a a

Chromosorb W (AW-DMCS) %ﬂuﬂﬂfqﬁju Column ¥TANUTENHNFALANHEAREY (A Martijn and W

o

Dobat, 1993) slely n15USuUsuURaguRUadisimswndsdanudiAyluy n1sdund]isau ladae
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Validation Fa.du3sfivssiinnmunmuesizinseiliiianugnies dndede uasduflvousuis
vioaUtRnseeuazlasuanmindeieanngiuuing
mATedlEdauUaiTinmeiunmuaiseangys Isoprothiolane lundnfasiingsnsnenis
N15iNwAT gns EC laginaila Gas liquid chromatography 14195333 flame ionization (GC-FID) uag
14 Capillary column (5 % phenyl methyl siloxane, HP5) W1 column packing glass (AW-DMCS)
Ufuidsuan1izrenaias sudunsnsiadeuauldldveiinaaeunudesmuniiegues Method
Validation i} ms298@UT298IM5 TR (Range) Faiduidunss (Linearity) A3nuuaiu (Accuracy) A
\fiea (Precision) wazauudwedds (Robustness/Ruggedness) (Huber, 1998) uanNG MInadauds
annsahluldfudefmuamuunnsgiuiesl URnST ISO/IEC:17025 Ssnseunqudefl 5.4.2 uag 5.4.2
dney (T5uny, 2554)
7. WBAndung
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1. 1A399 Gas Chromatograph {f7m5793Utla Flame lonization Detector



2. peduuvila Capillary n1gluwpdause 5 % phenyl methyl siloxane (HP-5) A1131817 30
R lushaudnatanely 0.32 fiadluns Anuruvesilau 0.25 lulasiuns
w3estvaziBen 4 fuma (@9ldseu 0.1 fadnsu) fikunnsaeudiou
Lﬂ%‘l@\‘iL"UEJ"]ﬁ’]iﬁ’JEJﬂgi‘Jﬂ’ﬂiJaléjﬂ (Ultrasonic bath)

I TAUIUNT WM 25 50 500 way 1000 fadans (class A) fiunsaauieu
UUawiln 2w 2 3 4 5 uaz 10 HadanT (class A) filunisaeudiieu

Tnines vuia 100 Jaddns

Vial 9u19 2 1adans
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1. @15u1M331U Isoprothiolane mmu‘%qw‘é 99.0%
2. mwﬁ’wﬁuqa (Technical material) ¥84 Isoprothiolane g#3 98.0% min. Tech.

3. @198vane Acetone AR grade
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1. NM3RF29daUUIUIUNLUUBUVBIEAITBANA NS Technical grade Isoprothiolane

1.1 ASUSURIEN1IZAIDe GC-FID

Capillary column : HP-5 (30 m x 0.32 mm (i.d.), 0.25 pm)
Oven temperature : 260 °C
Injector temperature  : 280 °C

Detector temperature : 280 °C

Split injection : Split ratio 50 : 1
Carrier gas : Helium 2.0 mU/min
Injection volume 21l

Run time :4.0 min

a .
1.2 MIMIBUAITALANBUINTZIU Isoprothiolane
98154195514 Isoprothiolane USunaanseangnd 25 Jadndu 31u3u 2 91
(CaCo) asturindnUsuinsaun 25 Jadans azaneniy acetone WEIMAINAUAY ultrasonic bath 5
I ! v U 4 ! a v (% a b
Wi YaselviansaraeuSududnganmaiivies USuusunsae acetone
1.3 MIA3EUEITaZaI8aIT Isoprothiolane
1.3.1 Faasidudugs Isoprothiolane Aanansliluilodeafiy Usuin 25 Hadnsy
1Y 10 F1 (TC,-TCyp) asluvIATAUIUINTIUIN 25 Aadans avaraniy acetone g1 lAA UMY

1 a v

ultrasonic bath 5 w9l YaeelviansavaneuSumiingamumaiivies USuusunsee acetone

Y



1.3.2 eanswansiaui Isoprothiolane agnanstiiluilaidieadu Usuia 120 fadnsuy
U 10 91 (tC,-tCyp) aslurininUSunnsuunn 50 Aaddns azanunle acetone WWEAINAUALEY
ultrasonic bath 5 w1l YaselviansazanguSusudndgmm

a v

a
nivee USuUSunsme acetone
1.4 n1sanansazaeidAsee GC-FID

iloUsuReaniivueunIes GC-FID 3ousesuds wazsoaunseits baseline (3o
NAARIANAITALABUINTFIU C, oz Cg aé’uﬁwmaqﬂ% auldiAn response factor Feunalaainms
Sausavadnananadliiu 1% antudnasararevesansidudiu Isoprothiolane mugsy feil

A1960UTUGS C o Cp, TCTC 4, T,Cy, TC5TC 5, CoCa,
ASNARNN C 5 Cp, tC1tC b, Cy, tC5tC 5, CoCy,
1.5 msﬁwmmﬂ%mmmiaaﬂqmé Isoprothiolane

1P8L3U91INNNTAUINAT response factor (f) 91NgNT
f = SxP

Hs

Tl S = dwidnansunsgiu wihedu fadnsu

P = AMUUIENSURa5UIMSEIU Isoprothiolane wiendu n3u/nn.

Hs = Nuildfinuasansazaieuinsgiu Isoprothiolane

INUUAIUIAAT %RPD (relative percent difference) U84 response factor Ua3a158za7¢

WINTFIUNG 2 97 Bedpalaian %RPD wansariulsliiu 3% a1nans

%RPD = (f of maximum - f of minimum) x 100

f of average

¢ response factor AelAAWINUTINLAITRONGNT A1NERS

U'%mmmiaaﬂqwé Isoprothiolane (% w/w) = f,, x Hy

W

e W = idmdnansazanevesansidudy Isoprothiolane wiheldu faansu

four. = Aade response factor Guma'ﬁazmsjmmgmﬁu’a 2 %’1
Hy = Wuiléfinvesansavansvesansidudu Isoprothiolane
2. msmaaaaummi%‘lé“vaaﬂ%mmmsaanqmé Isoprothiolane gn3 EC
2.1 MInsIdaurIsANUdudunss (Range/Linearity)

2.1.1 A1 Range

2.1.1.1 wiguansiuduy Isoprothiolane insuiesidusuiueu uazagnlidu

Waldgnfiuwdideanslvillanseangws Isoprothiolane ATEUARNAINLINTUYTINTITNU 5 AU
TuAe 0.10 - 2.50 UN./UA. A¥anEeIY acetone



2.1.1.2 ¥ra1sazatedadnaies GCFD MwTsuaniizndosniude 1.1
Ine@nansazangisssananutudutosluuin
2.1.1.3 211051 NINAMUTUTUVDIE1TazaY Isoprothiolane (WA X) AU
A1 response (AW Y) Aasantasanaududunss
2.1.2 A1 Linearity
2.1.2.1 @enenuituduiiiudunss 6 Yrenudutuainde 2.1.1 Teglurag
Tn&ssnslidanuass Tuie anududu 0.50 - 1.75 un/ua. azanedie acetone lnsdnansazaneiSes
Pneanadudutioslinn Wia3es GC-FID
2.1.2.2 10NN TENINAMUTUTUVDIE1TazaY Isoprothiolane (WA X) AU
A1 response (LAY Y) Aadlar correlation coefficient (r) 20.995
2.2 NMIRTIVADUAINLIY (Accuracy)
2.2.1 MawIsuasazatevedansifudug lsoprothiolane finstumuuIgvsuiiueu
\fie¥i1 standard calibration curve Taswn3ouansidudu Isoprothiolane fiaududy 5.00 un./ua.
aza18MY acetone 1WEIWBLATEY ultrasonic bath 5 undl Uaselansazareusuiiingaumgiivies
USuUsunsiie acetone wenlidnfy wiaisazanedndnios GC-FID aldl calibration curve 14
standards
2.2.2 MIPIVUEITALANY stock sample AIILTLTU 1.0 UA./38.
Fanansaai Isoprothiolane gms EC Usuna 11,973 fadn3u ldasludnines
YA 100 TAFFNT a¥an8ee acetone WHIUNTIUNTDFVINTAUTUINT 1,000 Faddns wwerliniu
fhue3as ultrasonic bath 5 W1l Uaeslwasazansususuingaamaiivies Ufuuiuinsie acetone
2.2.3 MIAIBUEITATANY original sample

a

Ywnasazane stock sample 109 2.2.2 Usues 10 daddes asluudazain
SaUSunsuunn 50 1adans $1ua 10 91 YSUUSHIRSER acetone weliidnfy wazudslduan vial
9w 2 fadans thansaratedadna3ss GLCFID (ldan O)

2.2.4 nMIawsvuansazane fortified sample

1ng9in fortified sample fiszdumududy 05, 1.0 wag 1.5 un./ua. TUn
a158za78 stock sample 3198 2.2.2 US11aT 10 Jadans adlundaziainliuinsauin 50 Jaaans
$1uauegeay 10 91 antu Vdmansavane stock vesansidudu Isoprothiolane aande 2.2.1 Usuas
515 uag 25 Jadans muadu aslurininuSinasuuin 50 Jadans Anududuas 10 91 dadia3es

GLC-FID (lgidn F)

2.2.5 nM13UsEIIUAT accuracy 911 %Recovery



% Recovery = F -0 x 100
C
o F Ao Usunauans lsoprothiolane Tuasazany fortified sample, un./50 wa.
O Ao Usunauans Isoprothiolane Tuansazany original sample, 1A./50 wa.
C Ao U3ueu added sample, un.
A1AULI Fadle %Recovery aglutag 98 — 102 anunaud AOAC
2.3 N13ATIEBUATIES (Precision and Within laboratory reproducibility)
2.3.1 Mmaweuasazargvesaniiiudu lsoprothiolane finstuaruuIansutueu ite
11 standard calibration curve Tagtn38UaSIUNTU Isoprothiolane fimududu 0.50 1.00 waz 1.50

1N./48. ¥AN8AIY acetone LEIRIBLATEY ultrasonic bath 5 u1#t Udeelwaisazareuududng
gumgiivies UsuUTunseng acetone wehlsidniu thansavaredaiiuaies GC-FID agld calibration
curve U84 standards

2.3.2 MIwsguanTavaeiioe19ueInandiuel Isoprothiolane gn EC W3guAaly
Yesansazatefi0g1eit 0.5 1.0 way 1.5 un./ua. Inedawansiae Isoprothiolane EC wgnlmduile
ey U3 50 100 uax 150 fadnfu S1urueududuay 10 91 $1u7u 2 90 (Repeatability) a9
luvininuIuinsvuin 50 addnT azaleaig acetone Usuns 15 Hadans weilidniueie

¥ 1

ultrasonic bath 5 w19 Yaeeliarsavarguiudndngamungiivies USuusuinsaly acetone hay
dnduados GC uazmIoudnyanis lngasuiaIesionasdIias1ey (Within laboratory
reproducibility)

2.3.3 Lins1evmuiunmuanseangns Isoprothiolane wWisuiisufuarududuves
standard calibration curve 99 2.3.1

2.3.4 NMSAUINAIANUTES MI8N15UTZIEIUAT HORRAT fnalgns fall

HORRAT (Horwitz’s ratio) = 9%RSD 7il§a1nn1siasig

Predicted Horwitz RSD a1nmge))
\dlo %RSD (relative standard deviation) = SD x 100
X
Predicted Horwitz RSD = 0.66 x 21051059

C AD 9NFIFIUATUTUVDN analyte

2.4 ANTNTIVEDUAILAINUYBIIDLATIZY Robustness/Ruggedness
2.4.1 Mnsiasunsesiiedinszudniasewmililag Tdaeauusianeiu aelaaniig
Reoulvegrafeaiy (Ruggedess) wazyinnisusuildsuaniizaeaninaudnias (Robustness) Aaiuasuy

gaumgiinedutl 910 260 asrdeaiya Wy 270 ssriduaia



2.4.2 Mawisuansazansueansidudy lsoprothiolane insruanuuignsuiuey oy
standard calibration curve Afiun13aude 2.3.1

2.4.3 MIMTENAITATAN8AI0819U0 AR Isoprothiolane @5 EC n38uANTNYRY
asaya1efaegnadl 0.5 1.0 uar 1.5 un/ua. Inedawdnsinst Isoprothiolane gn3 EC gl fuiie

ey USunad 50 100 kag 150 Hadnsy 31UIUANUINTUAY 10 91 adlurindiauSu1ns auia 50

1adans aza1998 acetone L8l UAIE ultrasonic bath 5 w1 Uaseliaisazareususning

Y

a v

ungiivies USuUSungee acetone

Ho)

2.4.4 ApasznnUsanaasoangvs Isoprothiolane
1n8ANE15aLa8R1981998 2.4.3 WAI89 GC-FID WS UL unuAINULINI U3
standard calibration curve 98 2.4.2

2.4.5 MIANIUAIANUTLS AIEN15UTEUAT HORRAT anuans mall

HORRAT (Horwitz’s ratio) = %RSD 7il§a1nn1siasig

Predicted Horwitz RSD 9109164
ilo %RSD (relative standard deviation) = SD x 100

X
Predicted Horwitz RSD = 0.66 x 21:0°159
C fio §n5duANUYNTUYDY analyte
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8. NANSNAADILAZIANTA

1. YSunauiiuuueuuasansaangns Technical grade Isoprothiolane

aa

Wo991na15unsgIu USuudes ldiisanelunssuiunisnsisasuniuldlavedd

L

Y o £

WeTaiharsautudugs (Technical material) anldunu nganiunsasisgeudinsiziniusunu

e

a3t ug Isoprothiolane WiensiuUsumatseengniuiueu lagldarsazarsuinsgiu
Isoprothiolane A211U3gW5 99.0% W/W undudud3auiiieu wemuuaufiwiueuvesans Technical
grade FanuaaINTEYUBSEUAMIAU 98.0 % W/W ran1snaaadlinadinisad 1 waziinadevss

Isoprothiolane AU 98.0 % W/W



M3197 1. Wesi¥unvesans Technical grade Isoprothiolane

@138zan8 Technical grade Isoprothiolane Wedidudanseangnd
TC1 98.0
TC2 97.3
TC3 97.6
TC4 97.4
TCS 98.4
TC6 97.8
TC7 98.1
TC8 98.3
TC9 98.9
TC10 98.3
12dY 98.0
SD 0.42

2. nsasredeuanuldldvesUSunaanseangus Isoprothiolane gns EC
2.1 MInT1dauraANududunss (Range/Linearity)
2.1.1 A13R9I9@8U Range
MM3R529deU Range Wunsmusnnududu veuSunaasitlivaaaufianuse
3wmw‘léfasmgﬂéfaal,l,azl,t,ajus]’ﬁ (55504, 2549) NN1IATIVNEDULT1VBIN1TIA (Range) VBTG IATIEN
Tnemsdeanslafiddoans 0.10 0.50 1.00 1.50 2.00 uaz 2.50 Malasulawnsusanni 2 waziilofiansan
Freiidudunss annsnansnserineanadudureans wnu X) fuU response (Wnu Y) (ndi 3) 1¢

Framiduidunse avodludasmiududu 050 - 1.50 un./ua.darmduidunsuing



2101991 range TUY19AULULUTU 0.10 — 2.50 un./ua. A1 Correlation coefficient (1) 111U
0.99993

FID1 B, (VALIISO2\002B0301.D) N |
pA ] E
350
300 _g
250 8
3
©
200 £
150:
] 5
100“4
50 .
N L
| o ' ' 0 ' T 1 S I T T LSO T D) [ == & =&
0 1 2 3 4 5 6 7 min
29 2. Iasunlaunsues lelalusslewau
/ Calibration Curves
Area | isoprothiolane at exp. RT: 2.360
: 71 | FID1 B,
500 ‘ Correlation: 0.99993
] 5 Residual Std. Dev.: 27171245
400 - Formula: vy = mx + b
] m: 225.38448
300 . 7 b: -1.02000
] x: Amount [ng/ul]
= 3 y: Area
100 ] :
14
0+ T T
0 1 2
L Amount[ng/ul]

NN 3. N5MUINTFIUA Range vasadlolalusSlaau

2.1.2 n15R5996dU Linearity
Linearity fia nsviauduiusseninsmnududu wieusunaansiinaaeusudyyin
finsradalafifarmdudunss Tnoidonunanarudududiliain Range Fsazaglurag 0.50 -1.50
un./ua. thunwee W 6 aanadudu §ail 0.50 0.75 1.00 1.25 1.50 way 1.75 un./ua. w&u1e

NFINIZUINAMUTNTUVDIAIT (LAY X) AU response (WAL Y) (AN 4) A8WUI1INAITYIT Linearity)



Tugr9aIdudy 0.50 — 1.75 un./ua. fAn correlation coefficient (r) WinAU 0.99997 FasinuLnaua;

gouTUANLINTFIU AOAC ARadldn r = 0.995

/‘ Calibration Curves
Area ] isoprothiolane at exp. RT: 2.359
350 - BN
. Correlation: 0..99997
300 - . Residual Std. Dev.: 1.12878
250 4 4 Formula: y = mx + b
] m: 226.36767
2003 p o B b: -1.32929
150 1 x: Amount [ng/ul]
100_1? y: Area
50
0 ]
0 1
Amount[ng/ul]

AN 4. n3aNRIgIuen linearity vadlelalusslotau
2.2 MIIRTIVABUAIILLAY (Accuracy)

N591ANTNALALIAUTERINNANTIATIEY a5 LA1NN159I1 Accuracy 1aens
Wisuifleunaiinszinlaiuiandneds anmeeafiodtu Tneduin %Recovery mugnaslude 2.2.5
Tneldansiotnandnfadt Isoprothiolane 41.76% W/W F3a15 Isoprothiolane gns EC Tafiaau
Wty 3 5zU Ao 0.5 1.0 way 1.5 un/ua. sauausdear 10 91 sada3es GC ldnanismaans
5797 2

A15199 2. N1IRTIVEDUAIULNY (Accuracy) Tusotnawansdou Isoprothiolane



Active ingredient content (1n./50 ua.)

ANV Concen. (0.5 un./ua.) Concn. (1.0 1n./4a.) Concn. (1.5 un./4a.)

analyte  Spilke  %Recovery analyte Spilke %Recovery analyte Spilke = %Recovery

s s s
1 2140 2175 101.65 63.65  64.20 100.87 105.81 105.38 99.59
2 2140  21.32 99.63 63.65  63.97 100.51 105.81 105.43 99.64
3 2140  21.04 98.33 63.65  64.29 100.42 105.81 104.82 99.07
4 2140 2143 100.16 63.65  64.35 101.10 105.81 106.73 100.87
5 2140  21.00 100.31 63.65  64.40 101.18 105.81 106.69 100.83
6 2140 21.14 98.12 63.65  64.77 101.76 105.81 105.12 99.34
7 21.40  21.49 98.04 63.65  64.09 100.70 105.81 105.79 99.98
8 2140 2143 100.17 63.65  64.00 100.55 105.81 105.32 99.54
9 2140  21.15 98.85 63.65  64.10 100.71 105.81 105.73 99.92
10 2140 2140 100.03 63.65  64.37 101.13 105.81 105.57 99.97
%Recovery 99.53 100.95 99.85
SD 1.17 0.37 0.59
%Recovery
4 100.1
b2

PNAINAABILTAULNTY 3 S¥AU Ap 0.5 1.0 way 1.5 un./ua. LaA1 %Recovery WU 99.53
100.95 uaz 99.85 auadu wazlam1 %Recovery wde Wiy 100.1 FINIUNUTEBUTURAIUNINTFIU
AOAC Tu29 %Recovery AU 98-102 91nn1saassd1sazasdnsIduveslelalusslo@ununug

714 3 anududu daluanienisnaaestanunsaldlilarinininunnugnaesia 3 seRuaududy

2.3 NMIATIVABUAILTIEN (Precision/Repeatability and Within laboratory reproducibility)
Lﬂumsmi’maaummm‘lﬂé’tﬁaaﬁ’uawdwmﬁmeﬁﬁﬁa;ﬂa%ﬂ 1m® Precision/ Repeatability
way Within laboratory reproducibility Inedi repeatability Tl jURnsiaediu gIasizviay
ety wissdleentu wazinsnageuluiuiorfuniofunisneasenlurasnatduy waznis
NAdaU Within laboratory reproducibility ﬁwmimaauLU%EJULﬁEJUI%LUﬁEJuQMmaamﬂﬁaum%aﬁa
warveUfURnng Tnmsvageusiogsiifianududs et (IN5564, 2549) S?iq%t,l,amaaﬂiugﬂ
9%RSD v0In15nAaed Usziulagly HORRAT equation a@1unsaaiuiadldaintde 2.3.5 aannisvaassle

A1 Precision wag Within laboratory reproducibility Fapn5797 3 wa 4

1519 3. NIATIIABY Precision/Repeatability Tuniinsiueigns EC



Concn. (0.5 Un./ua.) Concn. (1.0 un./ua.) Concn. (1.5 un./ua.)

Aoy Al. Content Al. Content Al. Content Al. Content Al. Content Al. Content
1%W/W 2%W/W 1%W/W 2%W/W 19%W/W 2%W/W
1 39.47 38.36 38.48 38.31 38.70 38.13
2 39.31 39.07 38,17 38.00 38.13 37.99
3 38.35 39.12 38,24 38.25 38.91 37.23
i 39.90 37.96 37.45 37.64 38.33 38.28
5 39.32 39.54 37.56 37.76 37.73 37.22
6 38.75 39.54 38.19 38.42 37.54 37.14
7 38.94 38.24 38.38 38.02 37.52 37.37
8 39.31 38.92 38.45 37.81 37.33 37.41
9 38,28 38.21 37.90 38.41 38.63 37.77
10 38.48 38.39 39.77 37.77 37.54 37.33
Mean 39.01 38.78 38,26 38.04 38.04 37.59
SD 0.54 0.56 0.64 0.29 0.58 0.34
HORRAT 0.94 0.99 1.26 0.58 1.23 0.53
HORRAT@&® Al. Content 1 1.14
HORRATIA® Al. Content 2 0.82

® e Usunal Al content galuldnaiAinlnamuiuii
21NM1574A3129iA1 Repeatability Tnen1sanndeit 1 l6uSuasanseengnasosay 39.01 38.26
waz 38.04 (Gvinlaetinniin) audsu Sl HORRAT winfu 0.94 1.26 uaz 1.23 audndu adeit 2 16
USinaanseangvsierar 38.78 38.04 uay 37.59 (thaninlaetinin) nud1iu HORRAT wihifu 0.99
0.58 wag 0.53 LavA1 HORRAT de AU 1.14 uay 0.82 3n153LAs1ZWIeae I TIH LN
goUTUTI 2 WU (NaueieouSUYDs HORRAT < 2 LAZYD EU, Codex 8a15U HORRAT < 2) (IN35564,

2509) §ap151971 3

A5l 4. N13RTI9EBU Within laboratory reproducibility Tuniinsioueigns EC

Concn. (0.5 un./4a.) Concn. (1.0 wn./ua.) Concn. (1.5 wn./4a.)

el Al. Content Al. Content Al. Content Al. Content Al. Content Al. Content
19%W/W 2%W/W 1%W/W 2%W/W 19%W/W 2%W/W




—_

38.82 38.36 37.70 38.31 38.17 38.13

2 38.87 39.07 37.95 38.00 38.34 37.99

3 38.02 39.12 38.38 38.25 39.24 37.23

4 38.85 37.96 38.26 37.64 38.08 38.28

5 38.61 39.54 38.79 37.76 37.30 37.22

6 38.25 39.54 37.90 38.42 38.32 37.14

7 38.12 38.24 38.42 38.02 37.94 37.37

8 37.86 38.92 37.51 37.81 37.77 37.41

9 38.68 38.21 38.74 38.41 37.47 37.77

10 37.78 38.39 38.02 37.77 38.06 37.33

Mean 38.39 38.78 3817 38.04 38.06 37.59

SD 0.43 0.56 0.43 0.29 0.53 0.34

HORRAT 076 0.99 0.84 0.58 1.13 0.53
HORRATLA® Al. Content 1 0.91
HORRATI@&® Al. Content 2 0.82

® e U Al content §eliilanarininumuui

NMITIATIERAN Within laboratory reproducibility Tasmsiasizsiasad 1 ldu3unaansesn
qnSSenay 38.39 38.17 uaz 38.06 (handnlagtindn) arugdsu i1 HORRAT winfu 0.76 0.84 waz
1.13 pugdsu adedl 2 leUSunmanseangnisosas 38.78 38.04 uay 37.59 (mdnlasiinidn)
AUAIRU HORRAT WU 0.99 0.58 U 0.53 LagA1 HORRAT Lade indu 0.91 uar 0.82 muddy
FansnseviTaesnsaiiunasinIsEeNs U 2 WU (naTrensuTas AOAC HORRAT < 2 Uaz18s

EU, Codex #035U HORRAT < 2) (iwassay, 2549) sams1it 4

2.0 AIATIVABUAIIUAINUYBIIO AT Robustness/Ruggedness
Robustness uamaudAfiLanyitiinaasuiinauaimnuien1sivasunlaian11gvednis
NAADU WU gl pH nadild uay Rugsedness \Juraaud® Reproducibility vaanisnaaeuniels
ANNTNIINAFOUUNR LT Lﬂéiau;ﬁmaau WasuSuiinageu dm3un15n519deUs Robustness way
Ruggedness 983153LAs18ivnlagldanuidudy 3 seavu Ae 0.5 1.0 way 1.5 un./ua. Ansdutuag 10
41 T3y Robustness Tdvin1siuAsugamgdi column a1nUnld 260 esmdsawa u 270 e
\Wealwa ez Ruggedness maaﬂmamsm%ﬂuﬁmaauLﬂuﬂ'ﬂimswﬁ%ﬂﬂu nan15nAansiile famns

s



M1517 5. N1395IIFOU Robustness/Ruggedness Tuninsiueigns EC

ANRU Concn. (0.5 un./ua.) Concn. (1.0 un./uga.) Concn. (1.5 un./ua.)

Al. Content %(W/W) Al. Content %(W/W) Al. Content %(W/W)

Robustness Ruggedness Robustness Ruggedness Robustness Ruggedness

1 39.59 39.01 39,50 37.85 40.01 37.64

2 39,37 38.82 39.60 37.93 39.46 37.12

3 40.97 38.61 39.69 37.81 39.86 37.47

4 39.32 38.44 39.19 37.63 38.83 37.58

5 39,69 38.83 39.74 37.88 39,34 37.26

6 39,19 38.46 40.05 37.70 39.69 37.61

7 39.82 38.72 40.05 37.81 39.61 37.31

8 39.64 38.68 39.98 37.93 39.82 37.49

9 39.49 38.62 39.74 37.28 39.81 37.92

10 39.59 39.23 39.99 37.63 39.61 37.96

Mean 39.68 38.74 39.75 37.75 39.60 37.57

D 0.49 0.24 0.28 0.19 0.34 0.27

HORRAT 0.85 0.43 0.53 0.39 0.45 0.38
HORRAT @8 Robustness 0.61
HORRAT tade Rugeedness 0.40

® g Usua Al content Salallagaurianumunuiy

91NA151971 5 WU dmdu Robustness TdAadsuIinmuanseangnisosas 39.68 39.75 uas
39.60 (Untinlneuinidn) audafu A1 HORRAT infu 0.85 0.53 uar 0.45 léd1Lads HORRAT
WinAu 0.61 wag Ruggedness lé’ﬁwLaﬁaﬂ%mwmaWiaaﬂqm§§aaaz 38.74 37.75 way 37.57 (bwinlng
danTn) a1ud1du dd1 HORRAT i1y 0.43 0.39 way 0.38 liALade HORRAT winffu 0.40

WeoNa158u199nA1 HORRAT 2g1Wu31 919 Robustness/Ruggedness Hnutnauaiigonsulaviaviun  daneus

gausuUDd AOAC 89315U HORRAT < 2 wazwed EU, Codex #au5U HORRAT < 2 (MIW3558y, 2549)

9. ATUNANITNABDILATAILULIN
nsnTvaeuAUlElavesisinsie Isoprothiolane lundndadiansidndngitvlagldinadia

Gas Liquid Chromatography T4@105239u%in Flame lonization Detector #iag Capillary column



A HP-5 (30 m x 0.32 mm (i.d.), 0.25 um) ldanzveaunios sail Wuda He Wushm snsnsiva
Yosufia 2 wa./u1i gaungiiaeduil 260 sarwaldua 11aIN15AA 4.0 WY gunin1sda 280 aeALYa
\Wen QuUIAINTIITU 280 adrwaidua tnunn15aa Split ratio 50 : 1 USuaunsida 1 lulasing ms
asvaeunldlivefsiesz T Range Mludunsslugaseududy 0.10-2.50 un./ua. uaze
Linearity Tutaea1uaudu 0.50 — 1.75 un./ua. laadlan correlation coefficient (r) iy 0.99997
N15ASIABUANULLU (Accuracy) Guaﬁ%'mﬁlm’wﬁﬂ%mma’]iaaﬂqmé Isoprothiolane Tunansiaiei
WU Winfu 99.53 100.95 uaz 99.85 Mud iy waglden %Recovery 1ade Windu 100.1 agluraenis
LNUINITEBUTUAIL AOAC 98 — 102% d1m5uUsuaaslusieg19uInnin 10% d1m50n1950153980U
Adies (Precision) vas33NsliasgiUTuinanseangys lsoprothiolane IdAnASsl 1 1¢iF1 HORRAT
WU 0.94 1.26 uaz 1.23 a3adl 2 A1 HORRAT wirifu 0.99 0.58 wae 0.53 wavA HORRAT iady
Wi 1.14 wag 0.82 mud1du F3nsiaTgiuiinuaiseangy’ Isoprothiolane Tasnsiasgyian
#1974 1281 (Within laboratory reproducibility) AT liAsziasad 1 fie HORRAT winffu 0.76 0.84
oy 1.13 musiu sl 2 16A HORRAT winffu 0.99 0.58 uar 0.53 wazd1 HORRAT wade Wity
0.91 way 0.82 MUANU LAZNITNAABUAIAINLTUBIIS Robustness Wag Ruggedness 1A HORRAT
Wi 0.85 0.53 wag 0.45 léAnads HORRAT Wwinfu 0.61i1r1 HORRAT winfu 0.43 0.39 uag 0.38 1¢
Aads HORRAT winfu 0.91 waw 0.82 mud iy Wefiansanmisfiwesmagmiu Method Validation
ifldnsramou lsoprothiolane Tun1smareudl fAifAulasnain F3umsgiu CIPAC HANDBOOK Vol.E
A1 HORRAT agj’[’ummsﬁmsaau%'uﬁzqsuaﬂ AOAC (Fn HORRAT < 2) wa EU, Codex (HORRAT < 2) agtiu
idanvasiu annsatuldduitinesguesieslioinis lumsasaniesidus arseengns

Isoprothiolane lundnsadiansidndnsitvlaegna gneee ulug wazigediale

10. msurluTgUsele vl

ausai3Snsesadinssiniiunsnaaeunuldlavedis AmvuaduiSuinsgiudmsu

ol URn15veInsudvnisineasvsludiunarauazdiugin1aA oA uANAMATNYBINEN Tl

Isoprothiolane

12. 1@N&1381999

a 03 I = ¥ ad

IIINTIN NN WA BlEYIUT Fensena. 2549, Anwinsnsivaeunudlilavesisnaaeunsiuy
wsulundnsduiansmdndngiiy. nan1suufau UssdUeudseann 2549 drinideinundady
NSNAANIANISINEAT NTUVINSNEAS. 453 U.

fsun. 2554. mMsnTvaeumuldlaveisiamaail wnasmsineusuuiinig. a aaduuins
Meunand. Jminunusiil. 28 - 29 nsngrAu 2554.

U390 wigU3unmed. 2537, ansmdndnsialulsewmalve. dgansansinsinuns. nespauauiivias an
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