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# # 6072403823 : MAJOR PETROCHEMISTRY AND POLYMER SCIENCE
KEYWORD: BROMINATED FLAME RETARDANTS, BROMINE DETERMINATION, X-RAY
FLUORESCENCE
Polwat Singhasemanont : METHOD DEVELOPMENT FOR DETERMINATION OF
BROMINATED FLAME RETARDANTS IN HIGH-IMPACT POLYSTRENE USING X-RAY
FLUORESCENCE SPECTROMETRY. Advisor: Assoc. Prof. APICHAT IMYIM, Ph.D.

An accurate quantitation of bromine which influences the flame retardant properties of
polymeric materials was developed using a wavelength dispersive x-ray fluorescence (WDXRF)
method. This technique requires suitable standards or reference materials (RM) that has as
possible a similar matrix to samples. The purpose of this study was to develop a feasible method
for the determination of bromine content in high-impact polystyrene (HIPS) using WDXRF. The
calibration of primary RM ( 1,2-bis( 2,3,4,5,6-pentabromophenyl) ethane and 2,4,6-tris( 2,4,6-
tribromophenoxy)-1,3,5-triazine) and secondary RM (brominated flame retardant additives) were
prepared using polymer-batch mixer machines ranging from 1 to 13 wt% of bromine in HIPS with
Sb,0, and lubricant. It was prepared by grinding in liquid nitrogen and hot-pressed discs. WDXRF
calibration curves of bromine showed good linearity (* >0.995). The accuracy and precision were
evaluated by the analysis of quality control samples composing 10 wt% of bromine. The results
with good accuracy were achieved with the relative error percentage of 0.44 - 4.15% and the
recovery percentage was 98.6 -104.1%. The good precision was also achieved with %RSD of 0.12
- 0.62. The limit of detection (LOD) was 0.32 — 0.45%wt of bromine. The homogeneity of RMs were
investigated by % RSD, F-test, and paired t-test at 95% confidence interval. All of RMs had a
homogenous bromine distribution. The stability was investigated with paired t-test at 95%
confidence interval. No significant decrease of bromine intensity of the standard disks occurred in
6 months. This method was suitable for fast and accurate quantification of bromine content in

brominated flame retardants in HIPS materials.

Field of Study: Petrochemistry and Polymer Student's Signature .........ccoeevviiicnnns
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RX =R +X (ANNN9N 2.3)
HR+X— HX+R (ANN97 2.4)
HX+H = H, + X (ANN197 2.5)

HX + HO = X + H,0 (ANN97 2.6)
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Taemss way Anippenadyynos (Amplifier) ﬁwﬁwﬁﬂﬁ*mlmLL@:mmﬂﬁtymﬂmL@“ﬂeﬁ‘Lw‘ﬁ

o

16 ldfidauaasnan (Crystal) vinWezuuilateenn uazsmlaigs [14]

2.6.3 NM3LAITMTIAUNIN (Qualitative analysis)

TunsawaeiidsguninldineAnwnasdilsenanaaansdaegng a1Aunanni19aes
v a @ o rdl a 1 a A o o dl = o A dl
FABNTLIENAANNEIAUACTUAATHANBULIANILATIAZHN AN UNTEAIINENIARY

ANIZ284517 1Y 7 Weranisiinazildeanuduanlanfuliiaanusas Aoy oo

v v
= |

MAATUTUANFIIUUTaANE19A AU e g 111701 uanI1 a195 a9 aula

Usznaumaesigaslsring
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2.6.4 N39LATIENLTNUL (Quantitative analysis)

a e L

XRF @1817091A i3 Nl lasian At Ao uduiusaaananuiduaaasadidndise!

'
ad aa

lRNIzFaanNIaINa1sAetnedeLlsiunNANIdRduIe951 5 TuaNsaatng BTN
TiumrenisifreuinauANidueis@idndisdnldainanssived1aneuiudanuinsgu
Tmamﬁmmm%’wnmﬂmmgm (Calibration curve) WaaaieUAUlAsANAIdNNI9N 2.7
Tnalfianuinsguniesrtsznauindipesiusmedaninign duduusnfeansiuneud
o 1 1 ¥ = a ¢ PR a d‘
foatinsranslsznausaesiserlandng uarlwsinduuu iy inaanauEana1AaINT

WNARNEE19LeN (Matrix effect) [9]

I C o
XX (ANNIN 2.7)
Is GCs

=3 o g

Ix, Is= Aonudnaessadidndiseuasanssiaasing LazIAANIATIY

Cx, Cs= mududuuedanssangng LazIAANIATTIU

2.7 AMNRANAIAAINLLaR15AR8Ng (Matrix effect)

dl o

Tnevinldluanssnatinazisnaduaslsznaunanaaia Wavinn1s3taszinag

a o o o o a

WDXRF M iiafaddndiseiianizisaaniivaisaianinsisnies luanssaeing Geing

v a o

Tnemsariuauduaesf@dndisdaasens NeasnisdiassiiAlasuuilacll Gandn

Matrix effect T9a1NN9DLLNaaNTIN 2 Ansody [13] lawn

2.7.1 NMANALURINIENTTNIN9815 (Element interaction)

1
A a

2.7.1.1 uan199ANaRALangistl (X-ray absorption) Ag NAAINN1INATT

A o

Faatalsinuanagte wiazalaaslanduilscdninisganauiadidndise (mass

absorption coefficient) wansiafii M lAAN1IAANALAEND sEhisaNuUaIIHA

o [=3 6 ¢ o

598 (Primary X-ray) bazanniaaLdndiselanizea (Secondary X-ray) 19351874114

o a

dl = Gl ¥ dg/ [ 1 f/ o 1 o ¥
TICHNRANINUTDUBLAUNLAMNUUNLULRUDITIF LY 7 Tuansfnaging N1 1WNa

o 1%

G & & A vl v ' a v a a -
Lﬂﬂ“ﬁLﬁ‘ElL’tl‘W’]$ﬁlﬁﬂﬂﬁiﬂmﬂ?mﬁmuﬂﬂﬂﬁﬁﬂﬂﬁ n1an19idasuasAlsTnauIevdgaY

o v A dl '
AN ANAuRANuaAneanT

Y
Yo = o o =X

2.7.1.2 nauadn 1SR i@ ndiselliiuan (Enhancement effect) INARINN1INEN3

Faatnvilsznaufiasinaiasa NAEndisdianiciaanuiainsigiaula
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1 1
o ¢ A A

Anszrenaargnnezsunaaiaidndistianizaesssauniduesdlsznanluans

b4
[=3 o { o

Fnatng MR lAnanuInndnUng dafaueiuAduilscansnisganauiaddndise

waztFunneeeannFng o luansineeng

2.7.2 {a’INANTANINNENINTasa13 (Physical effect)
S1aNTANINNENNLITAANIRNTTIURATA TR 1T AN UANANNTLAY
AIANITNUABNANITIATIZ AIUNIFTENTAANINTILUATANIARBE N RIVIN T
IndAasiuliduiniga (Matrix matched reference materials) Li@a3a1n13unm
wndselianignednlannainlEunnnandisel (Primary X-ray) Nanisasdn el
& o = e e ' & A o a RN
\Han8IANIAL1N 1uIAeUNIATILANANNTL Fratneliituliamaaiuy uasiiondnly
= o = o Y a a o a @ o ¢ ! o Y o ::/ v
Fruaianearinain WAAN1INsE A re9NA dndisdunnsnaiudon Aauses
= o 1 b4 = Y Y o o va
wisensatlnanisualiaviean nanlidniu uasinliilaGeuazaunsnanau

NANAIANENATUL

2.8 NN LUNAANNLNNSNG (Matrix correction)
LATRINDILATIZ WDXRF Miaanldlusnuisaiifluuesiizsm Bruker Ineidl Software

79 Specplus Tun133iAT1zviteya uaza1edanuinsgu (Calibration curve) Hnsldnas

[
-

TunanA A nwn3ng (Matrix correction) 1841 Variable alphas xRN Taed 3 e
Lo - o s - . 4
nldAuan e Avuduildaannaaininsgau (Slope) nansznuannuvsndsns iy
o o 1 :// dIQ & ;. dl . % 1
asAlsznauluansfoed19M9a1nNARaeIf (i) wazsindszneuau o () luansdoatig
(Alphas factor) ka¥ N17EBUALNA (Line overlap factor) 189413 &ula wavansanly

Faating AIgLN 2.9 uazannIh 2.8 [15]
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15

Enhancement < Absorption

Norm Ni

Stainless Steel .

giﬁi 2.9 uansznuanyisng [13]
(I Yioij ) (1 + Yhoi i Cj) (41137 2.8)
Ci = ANt uD3516] | (mm‘ﬁﬁmmw’)
m; = mqmumimmﬂﬂmmﬂmﬁm
li = Aonadinaasia@Bndioeuessnn i (mﬁlﬁﬁmﬂw‘)
fLoij = ula@vinarasnisdauiuiinuesans i fess |
[ = prudunesisddndisteasng |

oy = dulse@vBuansznuaInuviand 189675 i 6o 515

Cj = Paududu89510) |

Mj— MKy
Hi

o = (@1N137 2.9)

<

Wi = duilse@nsnisganauididndiseiesnns

a <

W = duilsz@ndnisganauisdidndisuasens j
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2.9 ANTRURIIRANIATFIUTLTIATIEU XRF

Fanu1nsgunldlunisimesiinalaanssiunanimeasuieans danN1nsgIw

PEEUSUAT XRF Asianid samaldil (16, 17]
2.9.1. AudindupsauAgudANdnduresanssinatnanazinn maaey

2.9.2. ANHMUENIWNAIENIN 11U 2UIA U519 HautiFey ANMznIEuen 1uIn

BUNIA AFIEALATFIBEN

el

= a & 1 = o 1% I % a e a = o
2.9.3. NUNINT I WLAINLANTARE N IUNBADNIT MM NDALNAFTUALALINUANT
RN
2.9.4. a9AU3zNaUN AN AN AURUA19620874 111 TUn1TNARNaALNa TN 1947

wiaeldszinnlusin An13ufin Sb,0, n7a angiAnuIaY 7 asldde Aadu

FaRNINTIUATH Sb,0, UAT ANTFNUFNEU 7 BEjAne
2.9.5. danuiiluiiiaineniugs (Homogeneity)

2.8.6. AP NA D949 (Stability) arnngaiiuldldlAidunaiuunazdslduanig

NAADLILELLAN

2.10 NNSLATEANAIRENNNAUNISNARAL (Sample preparation)

= o o

ANTILATIZIANLAE XRF AN NTUIaad19Fati19 g 9n1auFauinauiuda

0]

D

'
o oA

MR AduARTENRet LA danNng T AnEUImieuiuNINAgainNay

q

1
¥

Wulhlle inenanisinsziimgnaasuazusiugn taun daepnndudundasnisdng auin

AUNIA ANHULFIBLNNNDUNITIATIZT AL a9AlsznaLNIBAR ANLTRNININAN
dg/ = o 1Y o K K = ¥ = 2// ¥ 3

wazaulwdathaaiu uesesAdnisauiulldluntswsansan anvissessaniia

Anldanalunssiranlaigs lavinliansthuilan
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faatinanedmasidanavidugiuiiung (powder) Wn (pellet) ¥saTWITUNTUILUA

pasazin lualiFatnailunsazidean wnldiesasusvioliazyinldann wedwasunsating
o v o % | v o v dl % %

Anwnizadiaag N lilidatnnsauals lnsasvinlddnedeldnrsunntalianins

Tulasiauman azinlinedwesat luantzudanlse arsnsoualiuanidunslaing uas

e ldldvnnnsdnauglineldaanuieu inldsaetnsmamay uazinlifnasisialy

[11, 18]

A =
Low S
3 3
‘T |w/o treatment |
=
()
Qo
o
£
o - ,
= N
:
{ =
2 i s
D
s Cryogenic grinding
® + Loose powder .
-— -+
= N
© A £ =
g Cryogenic grinding
+ Hot press
High
Simple Complicated

Simplicity of sample preparation
9171 2.10 T awsisandatinanefLNas

= o va Q/le dl % 1 v v dl
nasmsaNdaguinsgIuliiantRanmwuizauninnldnaianad1esiu iean

=t am o Ay T R SN
HANITNUINAE A nAaNRYedanuInsgunfesdanuilemaiiu asldiaresianas
ansriu wedwesiiandiuldninige Tneldmanufaudidon arunsnwisenldnans
LATBY 1T LATEY Extruder [17, 19] 1AT84 Internal mixer LUAUW 35N191638NARENIUAY
FanN1ATgIUNeauN1IATIE lasannedinasinazgnaneanuiluglaaadn (Pellet)

] o A = d? ' ¥ a c v = 1

daudanuinsgunwranauareylugldassieunadiwes seamsanineniunisunlu
v v o A g9 o P =l o &
Tulnsiauman uazdnsaainian waliarsmaeusauiudluieuEau nowanansuedl
azlipnuduiieneg WazANLNLLINITNAARLEY AI3UT 2.10 WATNITHTNAIRENS
nuuweuss gty andndisdgendnuuudes daflunisin augnsiaslunisiinseiids

U [8]
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2.11 91U N D
a o dl dl ¥ o o 1 a Qid = [
NUATENAETaeTuNIIRTIATAA M UNAA WA R TusHuduaaslsenaslu
a o o dy
NOALNDTH AT

Mans wazAy [7] ANHINISAmUIN ST NTAANIATIIUAIRENINA1AAN ABS
dmsuldiumaiia XRF wsandanuinsgu Ineldansnilesdilsznauaessnn Br, Cd, Cr,

Hg a2 Pb d99mnuidudusz1ndng 0 - 1,500 mg/kg HaNE11LATEY Extruder 2 381 Tagl

[ %

wizenlugtuunreadauazuiu aAnaanimmaaeunudn Jaauinsgaulugduuuwdiuly
Aynyudndisegandnguuuile Wasaingluuulaidnwuellimunzaniunig
Anreilag 1 XRF s luiTesaastesinesznineans wazianing ldFay M 1Fladtymyiun
Waeas Iinatia ICP-OES uay IC Tunmmaugeudanuinsgunwsenay wudiilanalu
= = zl/ = o 1 = o a . . .
mizgtyszmrﬁﬁmmﬂuwmumﬂmﬂum«amqmmm AUA Neutron Activation Analysis
(NAA) 4 Tunnsnauseuuny Beldr indipasiuarsdudunsrenau nanunsgunlal

1291 4um94 (linear range) aelluinmuaiansuls Tnadien ¥ 1inndn 0.9995

Florez waz Aoe [6] Ann13atAsnzsiBunnlusiu (Br) lusatnananaingnags
TRNANDALNAY (ECB80, ECE81) aRANDAININAY (EC591) way Tim ABS (BAM) Tns
T nmdla High-resolution continuum source graphite furnace molecular absorption
spectrometry (HR CSGFM AS) @514n31W 81 m 79 ulneld Aqueous standards 494
psduduaas Br lusaatneatlutae 100 - 2,000 mg/kg wudnlaiFunns Br Indiassiu
ANANNLANANTEN9EY WAZUNTARNTANTTATIATA (LOD) ANNLNea8dn199a (Precision)

a d’l a Y A v = a s dl dl a d?
wmalall NdanAe Tfaatdszuin 10 winlunisimeed uaziaasdyninmnaauann

NNTEBLFIDEIN

Mans wazAy [8] ANMINIWRMUINISSTaNdanaNasnaIaRnTiin ABS iy ld
Tumalla XRF waz wAtA Laser ablation inductively coupled plasma mass spectrometry
(LA-ICP-MS) ﬁvﬂugﬂ wude waziiy lun131d3u1nie1s Br, Pb, Cd, Cr way Hg 199
Ao s 0 - 1,500 mg/kg TanNIRsgILgNIETENIALNEN ABS TuLpdeq Extruder
F2u170 1A304 Injection Tuatslsznauassigfifasniaun daufusg Bruaz Po 14
ansisznaudunse uazens Cd, Cr uaz Hg Mdansuszneveenlas aniuiiuanensm

o dl v d” a o dl =
N1m9g11 danN1nsgunld aonuduilamaaiugs Tneantzimsenainansysznay
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vl o

a a o = dg/ a [ 1 dl Y o a oA
auyrdaziianuduilamaatiuuinndniilasainaiunsadiulaadunanasn ABS A1/

ANAATBINIIIAGINTL XRF 0.4-22 mg/kg @91 LA-ICP-MS 2.3-26.8 mg/kg

Guzzonato WaTANY [17] WAl AN luNNsT SN Tus iU a1 ususiaesng
nanannana ABS IneldriuLAzad Hand held XRF wazldnaila LA-ICP-MS lun1snouget
AuzgadawTaNTanNInguey ludaspadndurelusingeudng 0.08 - 12% lay

% 1

Wmin wanlneldirTas Extruder waatnllafieananuinsgan wazldiudaasineass 29

Faaeine wudnannsaldiusnedels mnnusiulda1egn 93.9% Tanndnresnismadn

517 1U9HU 0.0011% Taeniuiin TaRRNTTATzIRAMNLNY 99059 uazAnldaneTunis

AU

Thomas WazAME [19] AnINANITAATIZHN1IMNTHNUaNsUsenauTusiulu
Baag 19 Polyethylene Terephthalate (PET) Tnaldimalla Gas chromatography mass
spectrometry (GCMS) ann#a111id 37 uia IneameldinTansaatia PET LA
a13tszneavulusiiy 4 oialflaAdnududy 2,500 mg/kg ansunanlagldiaAses Extruder
nagaUAMIITuEaRENTY uarALaTEsTassetnalnelnaia XRF 18 5un Uiy
3,200 mg/kg kazdFurnelusinladmealy denageusiaun 4 dlansl uaznouseulagld

watia NAA Tasunnulusiiv 2,300 mg/kg

v

Linsinger LaANLY [20] AAN191297% UL RNTAAB1NBINAN A AN (ERM-

Q

a a a

FC680k way ERM-EC681k) @ulannlusiuidluagmisznavlunarafinaiianaaiainan ine

q

Haonadudunesiusiu 96+4 mg/kg uay 770+0.04 mg/kg wistndanansdslaeldidn PE
o dlal & 1 ¥ dl dgju/ a
NANAUA1TNR oAU sz NaU098105197) TneldiATeq Extruder wanaINiealinIsmaaay

%

ANLLeAE ANNEDaTIReTAAS198Y LazniudaLAamATla NAA, ICP-MS, IC Lo

q

XRF

Miskolczi wasAnsy [21] Anw1n1sl3auineudsaaseifdsuno sl (Br)
Tusnetinaneda lezualanuusenszunnga (High impact polystyrene: HIPS) uas azA3la
Tulnsa-dannlndu-alnTu (Acrylonitrile-butadiene-styrene: ABS) laaldinaiia Energy
dispersive x-ray fluorescence spectrometry (EDXRF) L unansanduinaila
lon chromatography (IC) finatinsargnuilasaniniu pyrolysis ol udaasuinli/diaszdl

v
WU 2 INATARINITDALATZY LT T TY (0.05 - 17.94%wt) TatalndLAsani
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UBNAINUULTINIANNLHNY LAZAINIINIUET (Repeatability) %mﬁlwﬁfmﬂ’mﬂ@m%ﬂﬁ N9
o s . - 4 4 - o
AMUEHARBAIAINLIUININATA EDXRF IMNZANTIAA WUAIAINAINII03LATITUladNe

390157 Laz liFAaATNFANatiNaNALTUAAUTIAN9AI N ATIA 1C

Izgi hazAe [22] AnmInTsnLTNaanslszneu Ty (Br) uay m?ﬂizﬂ@uﬁuﬂ
(Sn) Tusnatn9dan 81984 (Certified reference materials: CRM) tiinwaaLafiau (EC 681k)
Tneldinalia LAICP-MS dn1smsandanuinsgiuaisduduses Br aglugaq 100 -

1,000 mg/kg #2835 Fused-disks taaldansUsznay Br fauniy Fuse reagent wan1inld

a

waangu g lidnzad1auia uazldinatin EDXRF TunismauaeudanguinsgIun

f
3 a A
&
gl

WIUNTU NUI1E1N1907ATIEHUT NN Br 7964159 mg/kg tAlndLAEaiLuAIANN

v
al o

lANA1981484284 CRM EC681k (Br 770270 mg/kg) BNHINN19UIANNLNYE NAFALAITN

dhudlalAsnny wazlnanianisnaaadn (Limit of detection: LOD) $9:#9¢l

Bichinho uazAMy [23] Anmn1suidTuInissrefaLsaljATe 1 nman et
Tunedmesalianedienian ldud Mg, Ti, Cr, Zr uaz V Ineldinatin XRF danuinsgaugn
waed lutaamHdNdY 5-50 mg/kg WFHUMELATNTATEN 2 35 AR Jauan I Wax HaN
o dl Qddl £ [ % [ 3
Auanninsgruniiuansazany AaNdesld nsuauazuan PE Audanuinsgulnensg
uananuu ldwmaila Rutherford backscattering spectrometry (RBS) waz Total reflection
X-ray fluorescence (TXRF) lun13naugal a1nn133tAszdnudn 35n191n3au 3480

o 1 1 o aada P | X o o
nmsguuuLen Iianimeasuliaminiuisnaes Wesananldiduiliemasiuges

a1seTTeN AT U Januinsguliinszangsiaanewiniuniisnass

Osterman UazAnE [24] ANHIAMANLRIBITANBINBINANAANTHA ABS (BAM-

HO10) TneldmATtiA XRF @vlsznausiaesns Br, Cd, Cr, Hg uaz Pb lugtuuuvisidauas

[ %

Wi A sl uastusiiu 249 mg/kg AnzERAnlAAn® Heauitluiiemaa iy uas

a a

AaNLaD s nudndand1dedimanuiduiiemaaiuge Inadinnsldmatia GC-MS

1
a

A o dgj = [ v = 3’/ <3 ¥ a v <3 a
Tunstuduauituiiainaanu mummmemﬂ%‘mﬂqqmugm A URZNUNY N

[

pneru daunnlusiuliiiasuilaenaannafiusne 53 LazwUIIN1ITNAZaLA18198

¥ 1 1
FopNilusrazinaIu visa ldnagaudiasin &ty i laanas asuasiaisununnsi

1
v a A o A

AAszile lunn9aasgiaiasdaalaaudanan9dansa TRANIATFIULNALNANTS

q q

-dl al o 1
aguklasauusagiNg
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ANNINUAIFLNEIUNI N1TATIAILATIEHANTUAN TUNDALNATIALLANI LAV 7Y T
Nanldmatia XRF waealdTnundafuna1en an19m9aa 1A e i@ 39uina TN Tusiuidlu
avAtlsznauulunedalrsuatanuusnszunngeuardsliidandnedaninsgiuaning by
% o :j/ =S [ o a = a dld =
V89RATA AITIUAIAIIHIUNTAANIRTF IUNEAA IATuatianuusanszunngen i Tusiudy

ANALTENAL LATWALNATATIAT RN ILIHWAN8AE XRF
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uni 3

28ALUUNI5IR8

3.1 FAAUWAZANTLANT 1D
311 WeAAlATUIRAN ULIINTZUN NG (High impact polystyrene, HIPS)

\N7m HP650 (IRPC Public Company Limited) lgidunaaiuasvian

3.1.2 1,2-Bis(2,3,4,5,6-pentabromophenyl) ethane (TCI) 1fidudaguimnsgu
Uguni 1807 1 MeaziuauandliinIALLLn 2-1

3.1.3 2,4,6-Tris(2,4,6-tribromophenoxy)-1,3,5-triazine (TCI) lf\Judanu1nsgu

1
a

Ugun 287 2 seazigeALanlunIANLIN 2-2

3.1.4 SAYTEX ® 8010 (ALBEMARLE) fifludanninsgiunfagi 18nh 1

U

218AZIDALAAI NI ANUIN -3

3.1.5 FR-245 (ICL Industrial) Miiludanunsgnunmand a6ia7 2 seazidanuans

TuniAuan a-4

3.1.6 Antimony Trioxide (Suzuhiro chemical) lfiiluansdae i ulse@nsninnng

i In eaziRaauganslunNIANWIN 25

3.1.7 DHT-4A® (Amspec) M ug T ANLAIAAN1TAANTRIUITULHNAN LAY

duansusedu MeazienLansluNIANLIN 21-6

4n91APNaF928ITARNINTTIUUAAIAIATTIN 3.1
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T4 CELGERNCERN
N1ATFIU
a1md 1 Br
Br. Br
O Br
e
Br
Br B
Br
1,2-bis(2,3,4,5,6-pentabromophenyl)ethane 1178 SAYTEX ® 8010
a7 2

2,4,6-tris(2,4,6-tribromophenoxy)-1,3,5-triazine Yi3a FR-245

3.2 insasdauasalnsaidild

wzaaNaLaralnsnin ldluiuiduuanidinig e 3.2

F1379% 3.2 iprasilauazgnaninldluinuiss

Fawnzasiia 5U USHNUAR
wiseananmeameasiuy laisoiiing Plasti-Corder Lab- Brabender /
(Internal batch mixer) Station with Germany

internal mixer 350 E
wiasuanteldaninzlulnsiauiman Cryo-Mill Retsch /
(Milling) Germany

4 e X2 .
1ATRI8AAUTUTUINY (Compression
molding machine)
\ATaaLBNd LI W gaalsa g ULULILANLAY

ANINENIARL (WDXRF)

CMG30-12-ASTM-X

S8 Tiger

Carver / USA

Bruker /

Germany
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3.3 AUABULATITNITANLWUINU

1%

TuuideBlidnnendan 81989 (Reference Materials; RM) Tngiizanaadndag

q

N1M95 U (Standard Materials) wiiaiflu 2 Usznnlawn

a

1.) d8ANINIFIULFNAN (Primary Standard Materials) it latnelda1sunsgiu

L)
FLALTUANININAMTLNUTLATIZI (Analytical reagent grade) Taeniluansinsuunasnan

L

LL@;’MWNU?Z@VI%‘IJNW}?N’]mgﬁu Taun 1,2-bis(2,3,4,5,6-pentabromophenyl)ethane La
2,4,6-tris(2,4,6-tribromophenoxy)-1,3,5-triazine ANL3ENHNAR TCI InadsaaziasaLans
TUNIARUIN U-1 WAZTATANLIN U-2

a

2.) FanuINIgIUNALH (Secondary Standard Materials) gt balneldasmiag
mﬁ‘ﬁMV\Iizﬁu%u@mﬂﬁwdﬂuﬁugmmumm (Technical grade %138 Commercial grade)
Taenflugnsminenisialii 14 lunszuounianda 1dur Saytexg010® uay FR-245@ lned
UAZIDLALARA IUNIANLIN T-3 LAZNIANUIN T-4

3.3.1 igumaumim%‘ﬂu%’mmmgm

nswisaNdanu1nsguannsna s i luwneianan g 3.1

WITENATUNANAN 7 1R4TANNINTIIU

v

HANAIUNANFNT 7] 209TAANINTFIU

v

UATARNIATIIU

v

[
o

=<
AIUgLdAANIRTFIY

v

WU anARausemALlA WDXRF

1 v
U7 3.11 WU NUAASTURBUNNTTENTAANIATTIN

= o

1. 47 HIPS nanfudanuinsgiunfesAdsznauveslusiu Inadan
wmsgul gunRiduasinsupnududuredusiuiiuiuen danuinsgiunse

a dl 1 1 % = dl 1 :I/ a a 1 -di
QNLﬂH@’]?VﬂNW?’]UWJ’]NLﬂN‘ﬂuﬂﬂﬂIU?NuVILLuu‘ﬂu TANNIUAN ANTLANLLFNB Y ]
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et Antimony Trioxide (Sb,0,) way DHT-4A Taglidmonududunasiusivanii

Forazlneniviin Al 1, 4, 8, 11, 13 gAINIINANTAANINTIVUAAIAINNGTWN 3.3

AN9N7 3.3 gRINTHANTAANIAIFU

o) HIPS *Br Sb DHT 4A
(%) (%) (%) (phr)
Standard 1 98 1.0 0.3 0.5
Standard 2 93 4.0 1.2 0.5
Standard 3 87 8.0 2.5 0.5
Standard 4 82 11.0 34 0.5
Standard 5 79 13.0 4.0 0.5
QC 84 10.0 3.1 0.5

a 4

*Japunsgrulgund Taun 1,2-bis(2,3,4,5,6-pentabromophenyl)ethane Wa s

U

2,4,6-tris(2,4,6-tribromophenoxy)-1,3,5-triazine

[ %

*FanuinsgunRend lAun Saytex8010 uaz FR-245

2. indaunanianue wanlneldiasasnannaaimafiuylimaiies (Internal

a

batch mixer) (31%1 3.2) AasAg nIFasauaesang 50 rom uazldguiugd 180°C

a u

v
Tunnsuan Inennvianan 2 ganas (batch) AUILTAANATFIULARZLTZLN

917 3.12 iazasnannadwasuuyliseitiag

(Plasti-Corder Lab-Station with internal mixer 350 E, Brabender, Germany)
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3. hdanuinsgunasainnisanteansuziuien AsgUn 3.3 ualiidu

au

aaiRsmseerasuane tfanT1az lulnsauman (3UN 3.4)

U

NAN

717 3.14 wizasuangldanizulnsiauman

(CryoMiill, Retsch, Germany)

¥

4. 1 3anNInIgIUNAIRINNITLATeanuiduNg Aanand 3.5 dnaugy i
Wuueunan ANUYRI 3 HAANAT AeATeIEATUILTUINU (Compression

molding machine) (317 3.6) A149U 3 Tu

v
v o

77 3.15 AnEUEFARNIRIFIUNAINITLA uaUAIEATIgL
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4 EF i D}

b4 v

717 3.16 WATRIEATUGLTI

U

(CMG30-12-ASTM-X, Carver, USA)

3.3.2 msﬁ’muﬁ%‘wﬂmué’qmﬂ%‘mLgnitsﬁwgamsmsﬂuﬁuuumelmm'm
zn'm'é;u (WDXRF)
iuqnuﬁfﬁ”ﬂﬁlﬁlvﬁmLﬁﬂsn‘l,m’vxlqﬂﬂLimmum‘lmumewmf;'mmqmﬁu
(Wavelength dispersive X-ray fluorescence ,\WDXRF) aju S8 tiger gl Wa Bruker
(gﬂﬁ 3.7) lnadsznaunae naansadidndise (X-ray tube) llanzinmaniduualun,
HaimaFa1ususaaandiasl (Filter), AaafLNLAAF (Collimator), HANLANLANAIIHNEND
Aaw (Crystal) waziansadudyinsandise (Detector) 2 1iia laun stiansanas

duuua (Proportional counter) Wag FRATUTIALATIY (Scintillation counter)
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71N 3.17 whisadndisegaosal UM ILLLANLAIAINENIAAY

(S8 Tiger, Bruker, Germany)

n21WN1M237U (Calibration curve) Qﬂm%’ﬁﬁuimﬂ%mmﬁuﬁuﬁ‘iwdw
ArNdNLeABndise fuaNdnduressnlusiuludanuinggiu nsmuIas
nogevlFAAnuna g Wi ANAge 60 KV nazuaiivaenssdiind 60 mA Tlaumes
NBUAITUIA 200 um ABARLIADS 0.23° NANUANUAIAIINENIARUTTA LiIF220

Wsipatadunaadis dantaldsruugoynania uwarldnandnaisay 90 Ui
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3.3.3 nagauANNtluiliaiaaaiy (Homogeneity) 1BIIAANIATFIU
LHUNINNNINAFRLAYNITLLe RN T UIBITARNI AT ILTEEENTUIANNA

LARAIgLN 3.8

NagauANNITHaR9Y

l l

Tuganau FLNTNYALAN
A4 l
wWhsuisuwiazanudndu | | ufeudeuisgaaanudadu
v l v
%RSD F-test Paired T-test

917 3.18 urunINNIIMAgaU AN waReaiY

1.) ﬂ'mnmm@ummLﬂuﬁﬂLﬁmﬁumﬂﬁmQmm‘gmmﬂﬁlummmuLﬁmﬁ"u
AMIMAINNITiRANIdNLeIIAEnd I raeianNInT s U NAIIN
s (1, 4, 8, 11, 13%Br) 8119 3 T tismnAeAe AND ey
N1 UdNTNg lnaseawiiuiesas (%RSD) waziFauieyly

INUTNa1N1TaNsU e TneAUIAINANNIIN 3.1

%RSD = %D X 100 (@uma“ﬁ 3.1)

4 o,
Wa SD Aa anleNiuunInIgu

—a
X AR ANRAE

2) nmamageuANiuiamaaiueianuInsgIusEnINTANAN
. a ] Yy v o A =
i wrauWeuwiazadniuresdanuInsgIuEEEN
AUNY 2 FANAN ATUINUAINNITTAA TN IT NI 959R

andisdaesianuinsgu naanudndu (1, 4, 8, 11,
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13%Br) Aa1U4q1 3 T UIN1UIANRaE Lazlinnmeaday
= dl | o
F-test WFEUNEUAYNINENTEUINTANAN TntiAWIng
AMNANNITN 3.2
F-test
__ (SDy)?

| cal ™ (sp,)?
Lﬁﬂ (SD1)2> (SDz)z

SD; Ae e iuuiInIgIuesaINInggIL Batch 1

(ANN137 3.2)

SD, A dauileiuunInsIuIesaINImegIu Batch 2
= . o iy s

WFeune LA F. NUAT F_ AMNA194 critical valve of F 7
TLAUAINLTONY 95%

> : = o 1=

i F, < F,, udaedianuiiienans 2 gadayalidaeig
wansngae Nz dNATy

% 1 d‘ 2 =

01 F_, > F_, WAANIIANNINENT8Y 2 TadayadAfs
wansineiuaeeliiadn Aty
. = H ¥ v o A A
i, wrsuiguiegaadniuresiaguinsgiunmTey

£ v

U 2 FARANAIWIUAINNIFTAAIN LT NI 59R

andisfaesdanuinsgu nnanNdndu (1, 4, 8, 11,

[ % ]
13%Br) A3l 3 T UnuIAIRAY wazldnimaget

ttest WL UN A LA (Paired T-test) LFau N UA9N

LANFNNTEUINTARAN TnEATUIIAINANNITN 3.3

__|d|xvn
tcal — g
d

A Fa A | )
e d AB ANLRAETAYAINHLANGNNTZIINN batch

(@1n137 3.3)

S4 A2 SD 189ANNLANGNNTZIGNS batch
n fie AUITARNINTTI

Wraieuan t, AuAn t NeeAuANLEaNis 95%

cal

Y P = D L
0Nt <t, HAANINANRALUDY 2 ﬁ@‘ﬂﬂﬁ;ljﬂvLNNﬂQ’]N

o o

unnsneiuetne g Aty
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A1t >t, WanINARANYeY 2 TadayalAN

o o

wansineiuaeneltiagn Aty

3.3.4 NAKALANNLADES (Stability) maﬁﬂammﬁgﬁuﬁm?ﬂu?i”u
N1INAFBLAINAINLANHTTRITAANINTFIU sxminaReud 1 uaviiewd 6
AuaAINNIdnANdNLee A ndstresianuins g f,léqeqm NNANNLE Y
(1,4, 8,11, 13%Br) a119u 3 Fu A warldniamagey Hest LULNA A
(Paired ttest) IngALIMIANNANNNIT 3.3 WRaLITaUANNLANANII89AN NI AR

v a o 4 1 A nzi N d‘
NARNTDLTY TEUINNLARUN 1 LALLADUN 6

3.3.5 AAANAFIFALRINITATIAIN (Limit of detection, LOD) Az ARIINANS
M329IALTILUFHL (Limit of quantification, LOQ)
Qddl a ' = o 1 dl
389 1 ¥1 LOD ey LOQ 2189n132tA31zitsunaslusiiu AusniainALaas
wazAAuleNUUNInTT eI 139aRNLTN M TusulY HIPS MitlsAanTusiiu

(Blank) IALANUIUANANNIN 3.4 — 3.5
LOD = X+(3 xSD) (ANN137 3.4)
LOQ = X+(10 x SD) (@1N137 3.5)
= = , ~
e SD fie douileniuuningg
X A8 ARSI
359 2 41 LOD way LOQ 199n199tAsidTunneTuslu AuauannAngau

LﬁmLuummd’w;’mmmr]’]mm%L%\‘iLZi’u (Residual standard deviation of regression

line, S,) TasiAUANIAINANNIIT 3.6 — 3.8

n[Aj~(Bo+Byx Gj)]°
S, =
n—2

e S, Aa Residual standard deviation of regression line

(ANN197 3.6)

A, fe Ardrya e sdndanuinaguan A |

A o
BO AR AARALLNY Y m@mm%lmmgm

A o
B; Aa Anuduaeinsninggiu
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A Y v (A dl .
C] AR mmmmmmmmmmmmg’mmmuw J

N AB A1UIUATIIN1ITATAANIRIFINTIINA

LOD = % (@37 3.7)
LOQ = (10xSa) (@37 3.8)

m
e S, Aa Residual standard deviation of regression line

m Aa ANNTUIRININLIATIY

3.3.6 AMNULNUARIIBILASIEN (Accuracy)

AN LN ULBIATILATIZH ATUITUANN FREATNITAUNALLBINTALATIZH
Y3unnuTusinges in-house QC Br 10% way AuamMu1szauAugnaedluglues
AIMNRANAARNANT (Relative error) 189n1371A31e 30 auTusiueea in-house
QcC Br 10% lneld@anns?i 3.9 - 3.10

%Recovery = (Cmc;cb) x 100 (aun1sii 3.9)

S

) ThaC 4
Relative error = ( = S) %100 (@ann13% 3.10)
S

dl A Y v dlv v
e Cpy Aa AN unTA A
Cp, A2 AsdNdUBaY blank

C, Ao mududunmnagll

3.3.7 ANLNL9UBINEILATITI (Precision)
ANNWIENT99TE3LATIZY ATUATIAN FRaasANTENUUNIATgIUANALS
(Relative standard deviation, %RSD) 184n133tA1 W u 1w lusiueed in-house

QC Br 10% a0 3 41 I ldauni19n 3.1
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3.3.8 NARAUNUAIDLINA59

a ¥

fnating HIPS NuanazalulnsantAng1suiaanisfin v Tnafponuidud
aaa a‘d‘

wa9lusiulnauviinasludag 8.13% - 10.28% UINIMARAUALIEALATIYN

WANLNTURN UL O FRALNY AUIU 10 91 IEALIRLAFMALNIAIANINT 3.4

AN9199 3.4 Faatineaa N I lun1maga Ll

Famaatng FARTAN LTI Wanadusfiufiiu (%wt)
A Saytex8010 10.28
B Saytex8010 10.25
C Saytex8010 10.25
D Saytex8010 10.25
E Saytex8010 10.25
F Saytex8010 8.13

G FR245 9.15
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uni 4

NANI9VNARRY LazanUdgnan1snaaay

4.1 JapunsgIuAsaNle

a a [

wreNdanuInsgulgnginazRend Inedaguinsgiudgundduaisiney

u qQ

¥ ¥ = ai ' 1% a a dl 1 ¥ ¥
Asdndureslusiunuiuey daguinsgunaagiiduaishldnsuasiududuses
Tustiunuineu 18nay 2 90 Tnelilaududuaeslustiupnduionarineasinin 1, 4, 8,

as = ¥ £ i’/ ¥ g dl ¥ a . a 1
11,13 AINAENITFITUNINAUTINTNAN AL AN NTRUN D WA RLNA TR NULAZ AN TLAN LG

= o

gj/ dy = o a a 1 dl dl Y o tdl td?/ IS a
Manuanauwiiaimeaiu INANTLAN LLANDL 7] LW@IV')@QNWWE‘@’]%WLIFITEIN?]MNLNE‘I‘J“WII

o

AdETLAIRLNATININTgR JanNIRsgIunidaInATasnanniansziuienauinluny

o

v

wazids Tdaunsan liidunsaziaaalalaedneluganizazing anvadeldmunzanlunig

d?J 1 o dl a o o dld
‘IJugﬂLﬂULLNuﬂ@N mgﬂm 4.1 1MW UDN Mans LazAtue [7] WUQ']QZQQN']E‘I‘J‘;?’]HV]QJ

A o

o ¥ A (=3 Y o <3 oY 1o dl 1 =
aneuziiunau wrawde Iﬂﬂﬂe_llmw’]mmﬂL?EI‘H@EIﬂ'J”IQ@QS\I”Iﬁ]?ﬂ’]uVIN@ﬂEMZLﬂuLLNuL?HU

K Y 4 . 2 I g .
yananinisua liiduaasidaanialf lulnsauiasaga N1 AN AN NI WA e

v
[ % s

1093aRNIRs Ul AR 4.2 ndsandinidanuinsgunidunsazi@eaudaliaugiidy
1 dl va v A A o A o QSJ [ dl ]
weiunan e liiontiFey wasiAnsmusmdouiuniu uananannen 4.1 luusazan
- z 9 Yo 4 a2 y g
NANEATUILINA 3 T UARIAIRIIN 4.1 FAANINIIUNYNFTENAILTUABUTIUNAT

| g o 6 va P R Py o o o
ﬂﬂ’nﬁiqqumqiﬂqfﬂﬂﬂqﬁlﬁ‘ﬂquWLm’?ﬂNVL@NﬂquLMN’VJ@NﬂqV?Uﬂq?ﬂ?qﬂﬂ?’]Wqu?ﬂ’]u

AUFUNINIIRTAGNLAT XRF

717 4.19 AnwnuzaesianuIRIgIuN LAANLATEINAN
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7171 4.20 AnmuzaesianuIngguMasaINnsuAn e s

Tulnsiauman

F19NN 4.1 ANHATARITAANINTFIUTLETEN IR LAz g ANan

TRANIATFIU

TANANN 1 TANANN 2

WWANIATFIU
gund
49 a

Primary Saytex

1%

=
()

b
)

) &
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4.2 naNUATFIURAMTUNAIUNIE XRF

o

N1TWAUNAT XRF @i’f]Lﬁumm%’wﬂmemgm (Calibration curve) A2t 340
Ao o Y o o & ! 1y o @ & e o
wnsgruniansusiduutuianne Inalfanuduiudsendnsanuiduaesssdigndisd Ay
¥ ¥ = . o :I/ 1 o/ dl 1
AN dUY8957TUIHY (Br concentration) Tudanu1nsg 1y seusdanuinsgIuila
Tusiiy daguansgrunianududureslusivandufesarinaiimin 1,4, 8, 11, 13
ANA1AL tunisaeszidiunnlusiudnfeaddndisgdann Characteristic x-ray K-line
Aunids Kat uwazldnasluina Variable alphas witanaainuunsng lansanuinsgiu

anue 4 na fNgUN 4.3 - 4.4

Primary Saytex Primary FR245
40 40
= 1 y =2.8404x - 0.4293 = 5o | V=28026x-0.2243
g R? = 0.9994 8 R?=0.9997
£ =3
> 20 > 20
2 Z
§ 10 § 10
= £
0 2 4 6 8 10 12 0 2 4 6 8 10 12
Concentration Br (%wt) Concentration Br (%wt)
(a) (b)
1% 4.21 nalunmsguresdanunsgulgunlaian 1 (a) uazailain 2 (b)
Saytex FR245
40 40
— y =2.7904x - 0.383 _ y = 2.8138x - 0.3407
g 30 . a2 30
S R? = 0.9995 s R2 = 0.9996
=3 X
> 20 > 20
§ 10 £ 10
1S <
= 0 = 0
0 2 4 6 8 10 12 0 2 4 6 8 10 12
Concentration Br (%wt) Concentration Br (%wt)

(a) (b)

771 4.22 nemlanmesguresianNInsg I AL NTaT 1 (a) wazaiiag 2 (o)

a
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mﬂmfn/\lmmgmméﬂﬁmm’mfﬁumwmﬂmwmmgm Lasn1dulse@ns
anduRuSIT9L&Y (Correlation coefficient, r° ) AMNANIINA 4.3 AN I LAANANHANWNUTUR
A 4 A A e s
TidudunNeINsMNINIgIN TN InsgunaAsAnd1lng 1 annan1magey
I6An r* agszidng 0.9994-0.9997 Fevivunmat ludsunnsimeansuls Aadn ¥ uanndn
0.995 [25] NszAUANTaTY 99% wavaziiuladndanuinsgaun liilusiulidy oo
[~3 L rd‘ a v a @ ¢ 6 O Y a o = ¥ o [ o
endiseliilasainnisnsziasaesaadndisavn ldinady oy rnaeslustudnsamngaadn A

WF1FANN1AURTFIN97 4.2 satiugndnsnundiunalusiulusnasingles

FN9NN 4.2 MITNUAAIANNITEURTY LA I 28INTINHIMTFIN

VMANIATFIY dansn ANNITLAURNS r
NIAT9TU
a9
TanuIAsg vl gl Primary Saytex  y = 2.8404x - 0.4293 0.9994
a dl
TUAN 1
TaANINTFIULFNNN  Primary FR245 vy =2.8026x — 0.2243 0.9997
TUAT 2
TAANINTFIUY RN Saytex y = 2.7904x — 0.3830 0.9995
TUAT 1
TAANINTFIUN AT FR245 y = 2.8138x - 0.3407 0.9996
TUAT 2

[ ; P s o .
4.3 uananagauANNulaneInuIaIdnN1nT§IU (Homogeneity test)
o I & a4 o =2 o a o
TannnsgunATaNIusesi A mluilenaiy AsAiiunsnan Janunsgu
& 4 a9 & oo o : ¥
U 2 gn e ldinage A uiiamea iy i e TugARANIeY LaTITndNTaANaN anvia

T UANINARRLNIIN TN URINITHAN LAY NARDLATNINANNFDS IAaNH U NARNL AR
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4.3.1 Arsiluiiaipeniunieluganan (In-batch)

v
o v o I

A a X oy o~ & o o o
Q@ﬁlﬂqmﬁ‘g’]uwLmﬁ‘ﬂﬂmumﬂ\‘imﬂqqllLﬂuLuﬂLﬁﬂrJﬂuVIme\ﬂ]@N@N LW@@WNW?QiVW@ﬂ’]?

q
1 4

Amszvingniesazuiugy mmeasuanduilanaaiuresianuinsguneluganas
weariu anmnldnsifFa ey %RSD vespNdnfAdndistuaadanuinsgiuluyn
avNdnd (1, 4, 8, 11, 13%Br) Neanau 713 2 ganan neldAeduresianuinsgiulu

wsnzANHIENTUAIUIU 3 T (n=3) nannsnaaeuagl1FAeNIen 4.3 - 4.4

;9797 4.3 Wan1snaaauANiivilaaaiun e luganan (%RSD) PRITAANIATFY

gundl
EANIATFIUUFUNE (%RSD)
'S'aqmmeg'm Primary Saytex Primary FR245
TANANT TANAN2 TANAN TANAN2

Tusiiu 1% 0.701 0.374 0.314 0.201
Tusiiu 4% 0.442 0.347 0.150 0.579
Tusiiu 8% 0.123 0.122 0.041 0.070
Tusiin 1% 0.074 0.195 0.205 0.098
Tusiin 13% 0.062 0.062 0.357 0.279

%RSD = (SD x 100) / A1L@As!

AINA9NT 4.3 WUFT %RSD wAAITNTAANINTFIUTIATENTU IHeIN1TRTeeAH

Y o a o o o

- S A Ay v o o A v o A A £ o~
PININALANTLTERN1UIU 3 muﬂﬂqmlﬂ@Lﬂﬂﬂﬂu UUARAITHLANUAUNALN °‘] WN@N?HN@QWNLﬂu

4
A a [ [ o

Waneaiugs lddraziindaainuinnlasesganan anuanismaaauauiiuile
2 o o = = o A Y =

weaiuresdanuInsgulguninteluganasinaaiu wudipnududulusiu 1 - 8%
{199 %RSD 2gj9:1314 0.041 - 0.701% F/Faunsuiunusinansnsansulane
%RSD 1aifins 2.7% [26] A xidudulusiu 11 - 13% {199 %RSD 8551919 0.062 -
0.357% aulrauneuniunneimaunsnaeniuliae %RSD luiifiu 1.9% [26] uansdnluge

= v o a Z// = d” 2 o
N’MJLﬂﬁl’)ﬂu’)@ﬂﬂ’]ﬁl?ﬁs’]uﬂﬂ%\lﬂﬂﬂx‘iﬁﬂﬂ Laonuduliiaiaeniu

a
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;19799 4.4 ianisnaaauANlvilahaiun e luganan (%RSD) 21897AANIATIIY

NALNN
VRANIATFIUNRALNN (%RSD)
FRANIATFIY Saytex FR245
TANFNT TANAN2 TANANT TANAN2

Tusiiu 1% 0.551 1.090 1.195 0.443
Tusiin 4% 0.784 0.273 0.147 0.293
Tusiin 8% 0.254 0.183 0.148 0.619
Tusiin 1% 0.505 0.136 0.326 1.226
Tusiin 13% 0.167 0.096 0.441 0.108

%RSD = (SD x 100) / A1L@As!

=

= : = o a _ad £ A o

AINA999 4.4 WUF %RSD UaARNTaRNINT U AL RNETENTY Wetiin1dn

Y oA @ e oo 2 A de v e o 9 g A = £~

299 NTRENTiseAuIU 3 FulAnAiAneiu duAeA NN dUNT ] Inanaul

priutiainaaniugs lidnazihundaainidnnlaresganan annaniamagaunuily
L o o o a a o Al 3 =

WeneniuresianunsguAsinlugarasines iy nudanaadndulusiiu 1 - 8%

{199 %RSD 2891314 0.147 - 1.195% Gaulseunsuiuinmusinainisnsansulane

%RSD 131fin 2.7% [26] A2 ntdndulusiing 11 - 13% H499 %RSD atjsr1d13 0.096 -

1.226% TafFaumauiunusmansnaeniulane %RSD THiiu 1.9% [26] uansinluge

a [ a le a d?j :’/ = dal/ a o
NANALINUIAANIATTIUN AENNNATENTUINUNAN ATlulaRai

4.3.2 mmLﬂuﬁmﬁmﬁmwdﬁmmmu (Between-batch)
4.32.1 Lﬂ?ﬂum’mLﬂumf':'aLﬁmﬁummf‘fm@mmﬁmnﬂmmLﬂ’J’mTu (1,4,8,
11, 13%Br) 4AADATLUINTALAN Imﬂ%mLﬂﬁﬂmqmiw?ﬁlﬁmm’m@ﬁmmmgm
S1U9 33U (n=3) uaz NIV ARAL F-test 7L AU AL TR 95% luAns79 F

("NANUIN N-3) NANTINAFBULTIUAIANT9N 4.5 - 4.8
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a

13147 4.5 Han1snageuANduilemeaiusTndegananesdanNInT g UL |

a

Primary Saytex lagild F-test

NAgaL YMANIATFIUUFUNA Primary Saytex

ﬂ')’]&lLﬂu mmsﬁ WNAN1T

& o o (SD)* *X(SD,) Fea Fo

LUALAEAINY F.. <F., NAFALY

Tustu 1%  0.056 0.017 3.377  39.000 ldumnsinefiu  HAonuu
HaiReny

Tuslu4%  0.189 0.120 1581  39.000 ldumnsineris  Haonadu
Hadeniu

Tuslus%  0.030 0.030 1.000  39.000 ldumnsinenis  Haonaidu
alAenfy

Tuslu 11%  0.013 0.093 7.000 39.000 ldumnsnein Hpanudu
alAenfy

Tusln 13%  0.010 0.010 1.000  39.000 luumnsneiu  Hmanuilu
alAenfy

Aol uuuNInIg AN NSRS NIt IesTANANT 1

Ao deUUUNINTTINANNEN TR B NIt ANENTI2
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a

13147 4.6 Han1InageuANLTuleRea i uITNd N ANaNT9I TaANIAT UL gHH

a

Primary FR-245 Tag/ld F-test

nAgaU YaANIATFIULFUNA Primary FR-245

AaEly , , oA HAN1S
& o [ *(SD1) **(SDZ) I:ca\l I:cri
\Walneany Fe <F NAFAL

cal cri

TUsHU 1% 0.011 0.005 2224  39.000 ldumns1ei Heouidlu

& o o
LLRLAEINTS

TUsHW 4%  0.023 0343 14714 39.000 ldusnsneiu Seqnuduy

dy = [
bRLAEINTS

Tusiu 8%  0.003  0.010  3.000  39.000 l{usns1eiy WAl

& o o
bRLAEINL

Tushu 11%  0.103  0.023 4429  39.000 ldumnsnens  Heonudlu

& o o
bRLAEINL

Tusiu 13%  0.323  0.203 1590  39.000 luumnsneny  denudlu

& o o
bURLAEINL

Aol uuuNInIg AN NSRS NIt IesTANANT 1

Ao deUUUNINTTINANNEN TR B NIt ANENTI2
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13147 4.7 Han1snageuANiduiieReaiussud g anan1e49anNInI§IuY Aad

Saytex tneld F-test

nAaL VRANIATFIUNRALNA Saytex
[ 4
ALl , , LNEUT NANS
& o [ *(SD‘I) **(SDZ) I:cal I:cri
\Walneny Fou < F nAgau

cal cri

TUsHU 1% 0.031 0.105 3408 39.000 ldupnsnedu Heoudlu

& o o
LLRLAEINTS

Tusiu4% 0573 0070 8221 39.000 luu;nsnadu  HAfadlu

dy = [
bRLAEINTS

Tusiu 8% 0123  0.063 1.947 39.000 ldusnsneiu Seqnudlu

& o o
bRLAEINL

Tushu 11%  0.603  0.043 13.923 39.000 leumnsneny  Heonwdlu

& o o
bRLAEINL

Tushu 13%  0.070  0.023  3.000 39.000 leumnsneny  Heonwdlu

& o o
bURLAEINL

Aol uuuNInIg AN NSRS NIt IesTANANT 1

Ao deUUUNINTTINANNEN TR B NIt ANENTI2
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F19747 4.8 HantsnageuAnNiduilapeiuszndnganan1eeianuInsg U AnnH

FR245 Tperled F-test

nAaL VRANIATFIUNRAENN FR245
[ 4
ALl , , LNEuTA NANS
& o [ *(SD1) **(SDZ) I:cal I:cri
\Walneny Foi <F nAgau

cal cri

TUsHU 1% 0.156 0.022 7179  39.000 ldumnsnei Heouidlu

& o o
LLRLAEINTS

usiu4%  0.021 0.085 4025  39.000 luumnsnens  Jenudlu

dy = [
bRLAEINTS

Tusiu 8%  0.043  0.743 17154 39.000 ldumns1eiu  dAouilu

& o o
bRLAEINL

Tusiu 11% 0250  3.573 14293 39.000 ldumpnsneiu HAouitluy

& o o
bRLAEINL

Tusiu 13% 0493  0.030 16.444  39.000 ldupnsneiu  HAouitluy

& o o
bURLAEINL

Aol uuuNInIg AN NSRS NIt IesTANANT 1
Ao deUUUNINTTINANNEN TR B NIt ANENTI2

AINAN9TN 4.5 - 4.8 naneasuANiliamsaiuauidniugasiaqaszdnen
o dl = dg/ 2’/ 4 4 v v a & s
HANT29TAANIATFUNIATENTIWTIMNARYENMAGeY F-test InaldAanaianssdLanise

FTNINTANANT 1 UaTIANANT 2 WUdNTaRNINTg IuLlguHLAAT F, 98921919 1.000 -

cal

14.714 uazdanunsg IR IAAl F, 985e1dng 1.947 - 17.154 ievinnisfFauiey

cal

fiuAn F_, aINA1979 F (NARWIN N-3) A2na@iadu 95% (F, 39.000) F_, NlAannuanns

1
o ¥ s

NAAaLYINMNA AAdpaNdNAN F, AeilANdNNRBNSHIsud N ANANT 1 LAz tAHANT

[ %

P P e | e o | e A o X o~ &
2 PLNNV’VJWNLLMﬂmq\?ﬂu’ﬂﬂqQNuﬂmﬁlﬂm [25] LL@ﬂ\‘nqqaQﬂqmﬁﬂquWLM?ﬂNmuNﬂquLﬂuLu’ﬂ

o

v ! v !
IREiuna 2 ganan dAnaiieslunisnansia 2 ganan wazlinanismaaauildunnenei
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4.3.2.2 Wrauiauanuduilanesiagannanududuresdaguinsgiu

(1,4, 8, 11, 13%Br) sxuiNtANANT 1 uazganany 2 Inaldaeauanudussdidnisduas

{ o

FanuInIFIUIUIY 3 T (n=3) uarldn1smaaey ttest uuLNaze (Paired ttest) NTTAL

a

AT 95% MAN919 t (NANLIN N-4) HANINAFRLLTUAIANTNN 4.9

m195199 4.9 nanasnageuAduileneaiueddaguInIgIussndNeTANa

1neld Paired t-test

NAFALANNLTIY Primary Primary Saytex FR245
\aAeaiy Saytex FR245
“Anaduees |dl 0.374 0.743 0.511 0.331
**SD 184 d 1.060 1.109 0.895 0.948
A1 t AANNITATUID 0.789 1.277 1.496 0.780
(tea)
A1 tAINNITANTIY 2.776 2.776 2.776 2.776
(tep)
it <t Tdusnsinaiy lausnsinaiu  Ldusnsiaedy Tdusnsineiu
GHEREY YIRRE YIREY 2¢19N
gAY gAY gAY adnAny
NANNTNAREL Aoty Aoty Amonadlu Aaonudlu
Hedenfy  (ieifaniy aiAenfy HaAenfy

*UALRALAIAYINUANANTBIANNITNIIRLE NI NI ANANT 1 UATTATINAN 2

3 6 1

**’&I'JuLﬁEI\‘iLuqumiﬂ’]uﬂ@\‘iﬁ’]ﬂquLLlﬂﬂ[ﬂ"’I\ﬂI‘ﬂ\‘]ﬂQ’]NLﬁN%ﬂaLﬂﬂL?Eﬁ‘zﬁfJ’N‘QWNQN N1 uaz

LANANT 2

D

! 4
A1INAN9INN 4.9 NamageuAmuieRefusTHd g ANANT B9 TARNIATFIUN

b

< 6 1

FIENTUIIUNARENNIMAADL test uuuazg Tnaldaonuduia@idnistsendnaganand

o

Tuazganany 2 wudndanuinsgaudgunildan t, agsrndng 0.789 - 1.277 uae

[ %

Fanu1msgIuNALn e t

q d9

Bgj3Y1979 0.780 - 1.496 Wavin1sufFauieunua t, AN

cal

| '
2 o

M99 t (NIAKUIN N-4) NANITRN 95% (t_ 2.776) t_, NIARINUANIINARALNIIUNAT AT

cri
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o

woendnan t, Asiunanimeaauiy 2 gananinlaldiaonuuansieiuatneliad1 Aty

o

[25] wansdNdanuInsgIunwTeN Ut ANNTuNeR e TWiaesgANaN HAdNwiugn Ty

nswsaNdanNInTg e taNan wazlinansmaaeLi liuansiiaiiy

Yy v
=2 o

nisnagauANiduilen e iureddanuIns g unnTe NI U IUTANAN 19

(In-batch) WAZITNINNTAKAN (Between-batch) Wus1daauiiuilaihaaiugs daiilu

v
a o o !

AANTRLDITAANIMTFINAR [17] BNVRSEUAAITRBNNTETENTAANINTFIUT AN
= o S o = % = | o ~ o
ANTATENdaRNIRIgIURRAN T Re A wasiiANuHugge aNnnwmTNdan

o A v 9 v o
3\]’1m?ﬁqucl’]\iﬁ@\‘i'sqﬁN@NVIN?\QWNL%Nmuiﬂ@LﬂﬂQﬂu

4.4 NSNARDUANNIATETURIIRANIATFIY
Yrunnulusiiuludaguinsgiuresiiaomaies ldndsusdaadefiuliluanias

a v dl o dl = o Qy o
gungvinsluszazinanlananile daauinsgrunmsanyngAaIuId 3 U (n=3) 140

v 4
o <

wnsgiannagniivdludrauananmu naaeuaNEDEsiag AnANdNduLeY
FanNInsgIu (1, 4, 8, 11, 13%Br) nansuleunauaniduresididndistssundiune
= - = o = 2 o - !
71 uazinoui 6 navaINNIamTENdaaNInTgIu IiN1TMAaeY ttest WULNATA
(Paired t-test) NILALAINNTANU 95% 11IA1979 t (ATANKAN N-4) HANIINARDULT WA

AN9199 4.10
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F19M9 4.10 HANIINAeLANIATEITeNTaANns g uIng 1 Paired t-test

N1SNAKaL Primary Primary Saytex FR245
ANLADES Saytex FR245
“Anadgees |d| 0.234 0.092 0.266 0.059
**SD 184 d 0.238 0.110 0.330 0.365
ANt AINNITANWIU 2.191 1.872 1.801 0.363
(tea)
AN tAINNITANTI 2.776 2.776 2.776 2.776
(t,)
ot <t Taupnsiaeiy Tdusnsinedu lduensineiy dusneing
aei1al aginall aginall funenel
gAY gAY WAy adnAny
NANNTNAREL Aaules  NAonulaiys  JAonNEes  NAnNEnes

A ' Y o a - oA A & A
HNALRALATANNLLANFAINUDIAMN AN TNALANLTUTESVINNLARUN 1 LALLADUN 6

**’&IQ‘HL‘ﬁHQL‘].Iull’][;‘lﬁ‘ﬁ”luﬂ@\‘lﬁ’]ﬂ’)’]ﬂLL[”Iﬂﬁi’Nﬂl‘ﬂ\‘IﬂQWN dusagdieniseszndnaneaui 1 uaz

AU 6

AINANFI0N 4.10 NITNARBLAINATEIVRITARANATFIUTFTENTUIMNAFIEINS

o

p ' o Y oA - ' A A a A '
NAKARAL t-test WULNATA IﬂﬁﬂfﬁﬂqqmLmN?Q@L@ﬂL?ﬂﬁz‘VIQ’NLmﬂu'ﬂ1 LAZLARLN 6 WLIAN @G’]‘

NnsguUgunlAen t, agrendng 1.872 - 2,191 uardanuInsguyRen N LARN ¢

21979 0.363 - 1.801 WA IN9uFanauiuAT t, ANAI919 t (NIARWIN N-4) NAIN

] 1
o o

\Tasii 95% (t_, 2.776) t_ NIARIMNUANITNARAUTIMNANANBENGNAT 1, AU NaNIg
NARLUANLADEIVRITARNINTTIUN LAl ANURNF T et il s A ATy [25] uans
e A4 o X o = = = = .

FannInsgIunEETaNIuANEnes Uinnlusiuliaeuudaslionandnldnielu

A
6 AU
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4.5 NSNAFAUAAINNAAIFAUBINITATIAIA (Limit of detection, LOD) LazAAINAA
N19m999ALEaLFNN (Limit of quantification, LOQ)

37 1 negauun LOD walinauiFunnviramnududuaaalusiunangnluans

Q

90819N41N1909AFEI LA LaznAgauun LOQ WalinsullFuiaidannuiduduias)
= dl \ v P o o = -

NaanatntsnsaeuAlldetnaliavndndene Inedndanuinsgaunsmainisiy
(Blank HIPS) naaauALnsIMuImsg uiwmuIau tnevin 10 41 1enAafe wazdaw

Lﬁﬂumummgm NAN1INALBLAIAITINTN 4.11

F19MN 4.11 HANTINAREL LOD waz LOQ 357 1 124n91lunmsgu

VMANIATFIY Blank (n=10) SD LOD LOQ
(%lusHu (%lusHE  (%lusHu
Tasdnuin) Tag Tag

1%UN) 11UN)

a

1 dapuimsgnudgugd - 000338 0.00008  0.0036 0.0042

U

=)

H1im

Primary Saytex

wiiadi 2 anuInTgulgund - 0.00330 0.00005  0.0034 0.0038
Primary FR245

157 1 TAANIATFIUN AN 0.00343 0.00009  0.0037 0.0044
Saytex

107 2 TANINTFIUN ALY 0.00338 0.00008  0.0036 0.0042
FR245

LOD = ATLaAsl + (3 x SD)
LOQ = ALRAE + (10 x SD)

359 2 neaaun) LOD e Wimaudsunuireaudnduaesiusiunsingaluans
o ] dl a % dl % = ¥ ¥ ¥
1RENNANNITNATITILS waznaaaurl LOQ e limsuiFunumzanandudules
A A My 4= LA D ° g =
nganamsnaenuaildedng Iacntndede Inaldnisauanirdaudenuuninigiu
199N190A0DELEILAY (Residual standard deviation of regression line, S,) WAEAIINTY

(Slope) 184NIINNIATFIUNATNTL HANTNAFBLAINTI 4.12
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F19MN 4.12 HANTINARSL LOD waz LOQ 357 2 124n91lunmsgu

VRANIATFIY S, AN LOD LoQ
(m) (%lusHu (%lusiu
Tagdnuin)  Tegsnuin)

mﬁmﬁw‘fmmmgmﬂguqﬁ 04213 2.8404 0.4450 1.4833
Primary Saytex

mﬁmﬁzf‘fmmmgmﬂguqﬁ 02939  2.8026 0.3146 1.0487
Primary FR245

mamﬁﬁmmmgmnﬁﬂgﬁ 0.3652  2.7904 0.3926 1.3086
Saytex

mﬁm«?bd“mmmgmnﬁﬂgﬁ 0.3267  2.8138 0.3483 1.1611
FR245

LOD = (3xS,) / m

LOQ=(10xS,)/m

1 a . aaca [
4.6 NSNAFAUAINNLLNY (Accuracy) LLAEAMNLNEN (Precision) ARIIGILATIEI
1 ad =R o v A 1 Y v dl o
AYNLHUIBNRENAAaLANIsnLeN InDNsrALA N InALRTsaRgA A NdRd NN dR
IaiuAtAndndueeIasa3e meradeumNuiulninTanNInsguAE 4196198
a ¥ v IS t o °
N3 114081 (In-house standard) NHAMNIANTWIRITLIHY 10% Tatiiuiin dun
1 o dl o 4? 1% A o
NAFAUANNUNUALNTINNIATFIUNN AW AN IUIeNTBITRUAZN1TAUNAL (% Recovery)

warszauAMNgNaasluglaasauianaInduing (Relative error) 9linan1amagey

FaFN9199 4.13

v

dl as =R o o o v v a
V’n'ﬁ\lL‘VlEN‘lI‘ﬂ\‘i"JﬁV]ﬁ@ﬂﬂﬂ’]ﬁ’]?ﬂﬂ'ﬂﬂiﬂﬂ\iﬂ’]?%’]sﬁ’] ﬂﬂiﬁm@ﬂ’ﬁ%ﬂ@ﬂuﬁlﬂ@mﬂ\nﬂ%
AIIRARDLIAINLNEN Tmﬂﬁﬁm@mmgmﬁfmmm”ﬂ@qmm‘gﬁumﬂlu (In-house standard)
= s 9 = 5 v o I~ o =
nuAN NI TUINY 10% Taadnniin ‘LMNTVIG]ZQ@LIWJ'WNLV]EIQﬂUﬂﬁ"]WNW[ﬂﬁ‘jZ’]uV]

2 1
wmuﬁulmmu%’@mxmLﬁmmummgmﬁuwuﬁ (Relative standard deviation, %RSD)

T lNAN1INAZALAINITIN 4.13
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A1T197 4.13 N@ﬂ’]i“ﬂﬂ@@UﬂQWNLmuLL@Zﬂ’MNLﬁﬁl\i‘ﬂ@\?ﬂﬂ‘ﬁﬂ/\lm’]ﬁ]?g’]u

Ha Faunalussiu  *%RSD  d3unaw **%Recovery  ***Relative
ns N Fdunely Tusiu error
NIMTFIU ARANIATIIU Avmls

Primary 10.020 0.340 10.064 100.4 0.44
Saytex

Primary 9.996 0.115 9.859 98.6 1.38
FR245

Saytex 9.992 0.623 10.416 104 .1 4.15
FR245 10.001 0.329 10.359 103.1 3.14

*%RSD = %RSD = (SD x 100) / ANLRAE
o Recovery = (LFu1aulusiuiinla- dsnnaulusinges Blank) / Usunoulusiuinimy

“Relative error = (FN1TUINUNIATA- BN TUsHuNAN) / FnasTusHunas

b4
o =X

ANNUANIINAADLAIN LN UURII BNWNUITU T aNTasFaaznIsALNAUAZLITL e
! 4 Ay 2 = 0 y < -
FINPMNINIFIUNUNARANTREAZNIIAUNA B¢ 11T 98.6 - 104.1% TIN1UNUIINNT

2ANFUN 90 - 110% [27] uazlumenaadanianaIndusinsalutgag 0.44 - 4.15% Gaa]

1
ada o

TwnouseaansumAaldinu 10% W [28] kana9n AaANMUIAUT AN LN LRaNs e

AINNANIINAZAL AN N ENUBINTNWAUITY TUNDNURI eI AL AL 8L
1A UANAUT (% RSD) %Lﬁﬂﬁd’]ﬂﬂﬂyﬂmgmﬁwmmﬁ %RSD B¢ lu199
0.115 - 0.623% FaRNINTFIUENBINIRTg1UNTE U (In-house standard) N ldnAgauRNT

v o = H o = = o el o U v
AL NTUIR9TUINY 10% Iasunniin daldaunauduinuginainisnaansulane
%RSD TH1A% 1.9% [26] WAANINATAWNAMUIAUT AN eanaansuls a1u1909Asey

o/ 1 %l ¥ P2 % % v a o 1 a
ﬁlﬁﬂﬂ’]\isﬁﬁLL@QiﬁﬂWﬂ'}WN dndulnalAeeiuALAN
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a

wma@qﬁﬁihQNWMiﬁquéﬁqEQﬂqﬂiu(nvhousesnandamj10%&%7Vh1hzuTmﬂguﬂl

al
WazAEH nageuiunsNInsgIuaseTiiail nanimagey 2 ganifFeune Uiy

u

o &

AL ANUIUUNTDURZ AN LANFINNENANS (Relative percent differences, %RPD) LAAINA

NINARALAIANTINN 4.14 - 4.15

o &

MWTNﬁA414N@ﬂﬁ?%ﬂ@ﬂﬂ%@ﬂ@ﬁﬁﬁﬁmHMHﬁWﬂﬁNWWﬁ(96RPD)%@Qﬂ?WWNWM?§ﬁu

Ugund
dadan NAINNTIN NAINNIIN AN ALads Faeny
NIMTFIY NIN9IFIY NIM9IFIY WANGING FTUINNNG AN
Primary Saytex  Primary FR245  §2%919n15 NARDY WANFNS
@lagdin)  (%leeniwin) NANDY AunNs
(R,) (R,) (IR Ryl) (%RPD)
Br 10% 10.064 10.158 0.094 10.111 0.928
Primary Saytex
Br 10% 9.768 9.859 0.090 9.814 0.919

Primary FR245

%RPD = (|R,-R,| /ANL2AHI1I4 R, UA¥ R,) x 100

1
a o 8

quNv1415m@ﬂﬁimm@@u§@ﬂ@:mQﬁuumnﬁﬁqﬁuwmﬁ(96RPD)mQQﬂﬁWWuﬁm3§ﬁu

N
%ai’aq waanns waanns AN ALRAY HLLE:
NIMTFIU NMN9IFIY NINGIFIY WANANY  92UINANT - ATHWANGING
Saytex FR245 FTRINNNG NARDI ANANS
(%‘Emmi’mﬁ’n) (°/o‘l§m|1§'1mi’n) NARDY (%RPD)
(Ry) (R) (IR-R,|)
Br 10% 10.416 10.189 0.227 10.303 2.203
Saytex
Br 10% 10.594 10.359 0.235 10.477 2.243
FR245

%RPD = (|R,-R,| /ANL2AHI1IN R, Ua¥ R,) x 100
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a

AINUANITNARDLNNTREAZAINNWANANENANS (%RPD) 299nNNIATFIULFUNT

k1l

WAz AN WUTT %RPD agfluag 0.919 - 2.243% aunsneeniuld Wisunauiumnmuet

=

A8 %RPD l11A1 10% [25] WAAIIMNANITNAZAL I LANFINIAG 2 mﬁmmnmﬂmmgm

=

gunRuarnAsnil awnsnldnsmuinsgiulutssinnipaniuld

a 49

4.7 NSNARALNLAIDENGA59

1NA28819 HIPS NNARA39 NI ANANA139119N195 0 19T 2 9fia HNInegaudy

o

33 mmﬁumﬂﬁmqumﬁmmzuﬂﬁmﬁumaﬁwmwﬂmmgm naaaulngldnsw
NMTF1Y Primary Saytex WAY Primary FR245 Analdnimaaandannnsiinsziiiag
131104 (Semi-quantitative) #aeltsunas QuantExpress Ggndiluignsaadndi ldasu
laq1iu Lfluﬁmiﬂmmm@ﬂL?@gﬂmmt}:mamLﬁ?l‘m (Bruker) nadaUALFIRE1aMNA 7 67
Taelldnanisnagey wazAwIns Relative error uRetieufBunnlusufiduas i luus

ALFDLN NANNINARDLILAPNAIAIINT 4.16

AN9199 4.16 NANIINAZALTLALN19A3Y

ia AUAUDY 1Funeu Primary Saytex Primary FR245 QuantExpress
ARt ATUUN Tusiu %lu5HY %lusHu %lusHU

Tdszian PAn Thetinmiin Taesinmein Taetinuein

Tusiu %luUsHY *(Relative error) *(Relative error) *(Relative error)

Taeimiin

A Saytex8010 10.28 10.06 (2.18) 10.13 (1.42) 7.90 (23.15)
B Saytex8010 10.25 9.64 (5.91) 9.64 (5.96) 7.69 (24.98)
C Saytex8010 10.25 9.50 (7.35) 9.61 (6.27) 7.27 (29.07)
D Saytex8010 10.25 10.00 (2.41) 10.16 (0.91) 8.44 (17.66)
E Saytex8010 10.25 9.77 (4.73) 9.82 (4.17) 8.01 (21.85)
F Saytex8010 8.13 8.28 (1.90) 8.34 (2.57) 6.97 (14.27)
G FR245 9.15 9.45 (3.30) 9.56 (4.47) 8.60 (6.01)

*Relative error = AMAGA A — ANA39 (TLAN)/ANRT9(7LAN) x 100

4 v
ada A o

ANNUANIINARDLUNLIN IHAUFIDE1NINAFAUTUITAN UITU NI42907 N

¥

wnsgulian smaseLgnsiesuazuiundIniglEllsunsy QuantExpress Begnldiiluis

a

n3aadndldat luTaqiiis A1 Relative error 1890131411 51UNs8 QuantExpress A AgeNdn
4 1 !

o A o = Py y X o A
mﬂ'ﬁﬂﬁWNﬁmgﬂumwwuwu Lu’ﬂw’mﬂﬁ"]WN’]m‘ﬁﬂugﬂmﬂwmm Q@@N"Im?ﬂ’]umﬂ
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AANTRMNITaNg151AE XRF Tiun avdlsznaumiauiusinesing vivalinuesnadmes

o

angANwsvauANaclduanaIna1siagll AnmaiznaanianINiedanNInTgINLAY

q

faag1amileniu AsauAgNTIeANTNduTess A NfeINTIATIET JanNInsgIuEAYN

dgj = o a dl 1 ¥ £ o 9Addl o dg/
LﬂuLuﬂLﬁﬁl’JﬂuLL@?&ﬁ"ﬂﬁJLﬂﬂﬁlﬁ‘@l\? [9,17] @’mLwlm@‘wﬂmqmmmuwﬂmﬁwwmmmu

¥

1 1 aal ;/
ign aalazudundnlnall

= | dl v a a dl .
Liﬁ?&l‘umm_lN@m@‘wMfaquwmwimmnnmﬂmmgmﬂﬂmqmumm 1 (Primary

1
o a a A

Saytex) U uaf lAannsn IR UL guRatiag 2 (Primary FR245) A1uaumuifeeay

a

[ 3

ANNNLANANNANANT (Relative percent diffenence, %RPD) LdAINANIINARDLAIANTINT

417

o o a

A131991 4.17 HANINAGALFRLAZANNUANANENANS (%RPD) mmmwxlmmgmﬂgmm

U

AUFNREIN9ATY
ia FUAUDIRG HAAINNTINHIAGIZIUY  WAINNSHNIATIFIU %RPD
paadne  uwualWiszian Primary Saytex Primary FR245
Tusiiu (%‘immf’mﬁn) (R) (%Tmni’mﬁ’n) (R,)
A Saytex8010 10.06 10.13 0.77
B Saytex8010 9.64 9.64 0.06
C Saytex8010 9.50 9.61 1.17
D Saytex8010 10.00 10.16 1.52
E Saytex8010 9.77 9.82 0.59
F Saytex8010 8.28 8.34 0.66
G FR245 9.45 9.56 1.13

%RPD = ( |R,-R,| /ANL@A8Iznd N R, LAY R,) x 100

&

ANNUANITNAGALNNFDE AL AN LANFANANANT (%RPD) z199uaN laainngn

a a

N1nsg1uLgugReHiaf 1 (Primary Saytex) v wafldannnsnuinsgutlgugatiag 2
(Primary FR245) na@aurilfaatineass widn %RPD agfluaag 0.06 - 1.17% T9ag] uinat
a1n1eneeNiU LA 10% [25] wandanIanAdaLaINNINIATg UL Fu R luansing

v [l
719 2 1p e ldnagauiusaasnga
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' v
A =

4.8 nM5Uszane LIS NWRUITY

v a o

antToyunninidauarAauInaninet HIPS luinsaimnansuuasln wuoyun
dl [ % a = dl 1 o 1 o
neatuninliuinlusiuiudueuludaetng wazwuilyuidunimagaunisaiu iy

ReiuuuaAnlunieinauddet wananniigeaunsnin sz nsfld e luanuane <) oy

49(
She

o ol ¥

1. uAdELas M BRARA s pFANa s Il szinnTusiiu nsimungmaly
nsuan g Funlusulinnin wdalilez@nsninnimasnWmg sdiuhanisansuyuly
n1guan uazfvatnnmldnaaeulss@nininreansesnanialuiesdjiminis uazlu

NTEUIUNTHANAT

2. ﬂﬁ‘zﬂ’)uﬂ’]ﬁ‘ﬁ’]UﬁlNQMﬂﬁW1uﬂWiNaE°'l

%

3. liuAsnagauiladsunanganadatniras nisesnislususesainaniiiv
d“l al | % a a dl 1 a [ % & o Y o
nrauanaeiAAeudegs suinlusiunegnialunandnsiainisoni lidnnses

naRAsnandwmaaauls uazaruisngameinianagaunisan it
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uniN 5

dgluannsie LAZUDLAUD UL

5.1 dgUnan19Iae
a o dgl o aa o [ o 1 a a
nuddpiidunsimudsdiniunimeaadaaisvuaenisia W lusiiwme lune
aalrruatanuuwsanszunngsaetsidndissgassaisudannawss arusnaguals
paria il

1. wrandanuinsgiudasauidnduredusiunndufeuazinaiinin 1, 4, 8,

11, 13 srtintlgugi uazniand Inawsunlilesrilszneundraiueg annign e

q u

AANANTENLAAINFTNT

¥

2. a¥ansmnnsgulaalidanuinsgunsrenuaaes XRF lugdasaauidudu

wealusiuAnidufeaaringsiinin 1, 4, 8, 11, 13 Hpududunsereansuinsgiuin

(* > 0.995) Gvag lunusmaansuls

3. AARANN MIFIUN memummmLﬂuLuﬂmeﬂu@;wﬂuﬁm NANLABIINY LLAZTEUINN

TANRN

[ % dl = d?/ = a o al o o‘d‘ o 1
4. AAANINTFIUNLATLNTUNAIMNLADEITEN Bunuidiendisdinlslianasnann

NN9INARDL 6 LAY

5. JBNAAALNWAWIAUTAITAIITAAGAT89N19R9934A (Limit of detection, LOD)
aglugng 0.32 - 0.45 %lusiulaeiiviin warlAananfinnisnsaadaEaLFunn (Limit of

quantification, LOQ) agflutiag 1.05 - 1.48%TusHulaginuin

Y v

aa dl 3 d?J = 1 dld A o 1
6. ABNARAUNWRAUNITULANNULEUNA THATaZN1TAUNAL (% Recovery) akdl

v & 1

U4 98.6 - 104.1% UATAIMNNANAIAZNANT (Relative error) B luda9 0.44 - 4.15 %q@g

Twnourineaausules

|
o c

ad dl o dgl dl aa vy 1 dl o
7. TNARADUNNRA UITUAITNLNEUINA SL‘M?@EI@:?F’HLUEQLUMNWM?‘EW‘M@N‘WHﬁ

(Relative standard deviation, %RSD) atflutag 0.12 - 0.62% deatiluinnsimeansy s
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anal dl a I ) = % 1 a a ¥ 1
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IF]’]ﬁ"N‘?I N-1 INOUIINNT8ANSLARY %RSD

Table A4. Expected precision (repeatability) as a function of
analyte concentration?®

Analyte, % Mass fraction (C) Unit RSD, %
100 1 100% 1.3
10 10 10% 1.9
1 1072 1% 2.7
0.1 107 0.1% 3.7
0.01 10 100 ppm (mg/kg) 5.3
0.001 10-° 10 ppm (mg/kg) 7.3
0.0001 10°° 1 ppm (mg/kg) 1"
0.00001 107 100 ppb (ug/kg) 15
0.000001 10°® 10 ppb (ug/kg) 21
0.0000001 10°° 1 ppb (ug/kg) 30

2 Table excerpted from AOAC Peer-Verified Methods Program, Manual on
Policies and Procedures (1998) AOAC INTERNATIONAL, Rockville, MD,
USA.

R399 N-2 INuTinseaNsuLe9 %Recovery

M91H 2.3 NMANITBBNTU %Recovery MNMIAIFIUNINATAUNIUAINNG  ARBANIN

ATANEMansusSns (2551)

Asgasmmadau U BDHSY %Recovery
150 60-140
uaulanay 80-120
wandasshidunas 70-130
ggnuNasriamsuIae 50-150
N2 Iy 40-160

Tave 80-120




AN91497 N-3 Critical values of F for a two-tailed test (P=0.05)
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647.8
- 38.51
17.44
12.22
10.01
8.813
8.073
1.571
7.209
6.937
6.724
6.554
6.414
6.298
6.200
6.115
6.042
5.978
5.922
5.871
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L I et
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799.5
39.00
16.04
10.65
8.434
7.260
6.542
6.059
5.715
5.456
5.256
5.096
4.965
4.857
4.765
4.687
4.619
4.560
4.508
4.461

864.2
39.17
15.44
9.979
7.764
6.599
5.890
5.416
5.078
4.826
4.630
4474
4.347
4.242
4.153
4.077
4.011
3.954
3.903
3.859

899.6 921.8 937.1

39.25
15.10
9.605
7.388
6.227
5.523
5.053
4.718
4.468
4.275
4.121
3.996
3.892
3.804
3.729
3.665
3.608
3.559
3.515

39.30
14.88
9.364
7.146
5.988
5.285
4.817
4.484
4.236
4.044
3.891
3.767
3.663
3.576
3.502
3.438
3.382
3.333
3.289

39.33
14.73
9.197
6.978
5.820
5.119
4.652
4.320
4.072
3.881
3.728
3.604
3.501
3.415
3.341
3.2717
3.221
3.172
3.128

948.2
39.36
14.62
9.074
6.853
5.695
4.995
4.529
4.197
3.950
3.759
3.607
3.483
3.380
3.293
3.219
3.156
3.100
3.051
3.007

956.7
39.37
14.54
8.980
6.757
5.600
4.899
4.433
4.102
3.855
3.664
3.512
3.388
3.285
3.199
3.125
3.061
3.005
2.956
2.913

963.3
39.39
14.47
8.905
6.681
5.523
4.823
4.357
4.026
3.779
3.588
3.436
3.312
3.209
3.123
3.049
2.985
2.929
2.880
2.837

968.6
39.40
14.42
8.844
6.619
5.461
4.761,
4.295
3.964
3.717
3.526
3.374
3.250
3.147
3.060
2.986
2.922
2.866
2.817
2.774

976.7
39.41
14.34
8.751
6.525
5.366
4.666
4.200
3.868
3.621
3.430
3.2717
3.153
3.050
2.963
2.889
2.825
2.769
2.720
2.676

984.9 993.1
39.43 39.45
14.25 14.17
8.657 8.560
6.428 6.329
5.269 5.168
4.568 4.467
4.101 3.999
3.769 3.667
3.522 3.419
3.330 3.226
3.177 3.073
3.053 2.948
2.949 2.844
2.862 2.756
2.788 2.681
2.723 2.616
2.667 2.559
2.617 2.509
2.573 2.464

vy = number of degrees of freedom of the numerator and v, = number of degrees of freedom of the
denominator.
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ﬁ]’]ﬂ"]ﬂﬁ N-4 A1TINNTLANLLAN t (t-Distribution)

0.1 0.05 0.025 0.02 0.013 0.01 0.005 0.0025 0.0005 One-tail
df 0.2 0.1 0.05 0.04 0.03 0.02 0.01 0.008 0.001  Two-tail
1] 8.0777 6.3187 12.7062 15.8945 21.2051 81.8210 863.6559 127.3211 636.5776
2] 1.8856 2.9200 4.3027 4.8487 5.6428 6.9645 9.9250 14.0892 31.5998
3] 1.86377 2.3534 3.1824 3.4819 3.8961 4.5407 5.8408 T7.4532 12,9244
4] 1.5882 2,1318 2.7765 2.9985 3.2976 8.7469 4.6041 55975 8.6101
5] 1.4759 2.0150 2.5706 2.7565 3.0029 3.3649 4.0321 47738 6.8685
6] 1.4398 1.94832 2.4469 2.6122 2,8289 8.1427 8.7074 4.3168 5.9587
7] 1.4149 1.8946 2.3646 2.5168 2.7146 2.,9979 3.4805 4.0294 5.4081
8] 1.3968 1.8595 2.3060 2.4490 2.6338 2.8965 3.3554 3.8325 5.0414
9] 1.3830 1.8331 2.2622 2.3084 2.5738 2.8214 3.24098 3.6896 4.7809
10] 1.8722 1.8125 2.2281 2.8593 2.5275 2.7638 3.16983 3.5814 4.5868
11] 1.3634 1.7959 2.2010 2.3281 2.4807 2.7181 3.1058 3.4968  4.4369
121 1.3562 1.7828 2.1788 2.3027 24607 2.6810 3.0545 3.4284 4.3178
13] 1.8502 1.7709 2.1604 2.2816 2.,4358 2.6508 3.0123 3.83725  4.2209
14] 1.3450 1.7613 2.1448 2.2638 2.4149 26245 2.9768  3.3257 4.1403
15] 1.34086 1.7581 2.1815 2.2485 2.3970 2.6025 2.9487 3.2860 4.0728
16] 1.3368 1.7459 2.1199 2.2354 2.3815 2.5835 2.9208 3.2520 4.0149
17] 1.3834 1.7396 2.1088 2,2238 2.3681 2.5669 2.8982 3.2224  3.9651
18] 1.3304 1.7341 2.1009 2.2137 2.3562 2.5524 2.8784 3.1966 3.9217
19 1.3277 1.72901 2.0930 2.2047 2.3457 2.5895 2.8609 3.1737 3.8833
200 1.8283 1.7247 2.0860 2.1967 2,3362 2.5280 2.8453 3.1584  3.8498
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Specification
Feb 7, 2019 (JST)

TOKYO CHEMICAL INDUSTRY CO. LTD.
4-10-1 Nihonbashi-Honcho, Chuo-ku, Tokyo 103-0023 Japan

Chemical Name [2,3,4,5,6-pentabromophenyljethane. |
Product Number: B2795 [cAs RM: 84852-53-9 |

\ Tests { Specifications ‘

Purity(Argentmetric Titration; [min. 96.0% |

The contents of the specifications are subject to change without advance notice. The specification values displayed here are the most up to date values. There may be cases where the
product labels display a different specification, however, the product quality still meets the latest specification.

Customer service:

TOKYO CHEMICAL INDUSTRY CO., LTD.
Tel: +81-3-5640-8878
Fax: +81-3-5640-8902
E-mail: globalbusiness@TClchemicals.com

'
a a 4

717 2-1 COA 289danumsg Ul gunRating 1

Specification
Feb 7, 2019 (JST)
TOKYO CHEMICAL INDUSTRY CO. LTD.
4-10-1 Nihonbashi-Honcho, Chuo-ku, Tokyo 103-0023 Japan
Chemical Name: l
Product Number: T2871 CAS RN: 26713-60-4 |
Tests Specifications
Purity(HPLC) min. 98.0 area%
Purity(with Total Nitrogen) min. 98.0 %
Melting point 228.0 to 232.0 deg-C

The contents of the specifications are subject to change without advance notice. The specification values displayed here are the most up to date values. There may be cases where the
product labels display a different specification, however, the product quality still meets the latest specification.

Customer service:

TOKYO CHEMICAL INDUSTRY COQ., LTD.
Tel: +81-3-5640-8878

+81-3-5640-8902
E-mail: globalbusiness@TClchemicals.com

7171 2-2 COA 1093aRNIRTg UL FuRTHind 2
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SAYTEX® 8010
Flame Retardant

DESCRIPTION Ethylene-1,2-bis(pentabromophenyl)

SAYTEX® 8010 flame retardant is a non-diphenyl oxide based product containing
a high level of aromatic bromine.

TYPICAL PROPERTIES* % Bromine (theoretical) 823
Initial melting point (by DSC), °C 350
Molecular weight 971.2
Appearance/form White/powder
Specific gravity 3.25
Dielectric constant (18 GHz in LLDPE resin) 237
Dissipation factor (10 GHz) 0.001

717 2-3 COA 199ianN Mg U A HTTAN 1

Chemical name: 2,4,6-Tris (2,4,6-tribromophenoxy) -1,3,5 triazine

Formula: C,,H,Br,N.O,

CAS Number: 25713-60-4

Br%: 67.0

MWw: 1067

Typical Properties:

Appearance WHITE POWDER
Bromine Content % 67
Specific Gravity 2.44
Assay (HPLC) % 99.8
Melting Point °C 230
Volatiles % 0.1

D

a a a

717 2-4 COA 1R9ianNIRsg U A RTHAN 2
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antimony trioxide flame retardant grade

AMSPEC KR

Typical Chemical Composition

Minimum Total Sb2Og3 (%) 99.5
Maximum Impurity Levels
Arsenic, As (%) 0.10
Lead, Pb (%) 0.10
Selenium, Se (ppm) 30
Iron, Fe (ppm) 60

91/%1 9-5 COA 183 Antimony trioxide

DHT-4A® Typical Properties

Al (as ALO,) 19 wiw%
Mg (as MgO) 34 wiw%
Molar Ratio MgO/ALLO, 4.3

Loss on Drying (105 °C 1 hr) 0.3 ww%
Specific Surface Area (BET) 11 m2lg

Particle Size Distribution

Heavy Metals

Fe

Hardness (Mohs)
Density
Refractive Index

Apparent Specific Gravity

Average: 0.5 ym
<1 ym: min. 85%
>5 um: 0.0%

5 ppm

40 ppm

2.0-2.5

2.1

1.5

400-500 g/L

917 9-6 COA 183 DHT-4A
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13-14 qumﬁu1§2563 Pure And Applied Chemistry International Conference
(PACCON2020)

Proceeding:
Singhasemanont, P.; Imyim, A., Method development for determination of
brominated flame retardants in high- impact polystyrene using X-ray

fluorescence spectrometry, Proceeding of PACCON2020
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