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"3%"3mswﬁﬂ%mmwgaalsﬁsmﬁ’wamiumﬁﬁu
lasis GC-FID

@ I a [ a
anaanwal duniadl  uazgadan wiinag
FIMATaNEIaNUAINBUNTIE NTNINENAFATNTUNNE NTENTNASITNGY OUUGNUUY WUNY3 11000

UNARED 3§3Lﬂswzﬁﬂ%mzuw§aalsﬁswﬁy’wuﬂiumﬁﬁu TagiS GC-FID melaannzaaaniisila capillary
HP-1 2110 15 WA x 0.53 Aaauns x 1.5 lwlasiuas carrier gas (Wuunadidenlosldusalalasauuas
anmalli make-up gas Tusunsumasanmslnavasuiadudui s iadaasaawnd wazusudlu 45 fadansdownd
L3890 512307 1in Flame ionization (FID) USinasiae 3 lulasans qmwgﬁﬂmﬂaﬁuﬁﬁluﬁuﬁ 80 BNFLTALTEE WY
iiiaauda 280 avenualed Aeiitnu 2.5 1 gamgiund injector uazATaNNTIAIAINA 280 ua 300 aaFNiBATEd
auddu Mmmadeurnugndasads lagldmatendiuiinslndoululurgealsaaauazendiluiiians
Todianngaalsd log hydrolyse hsladanlulungaslswasmaes hydrochloric acid laWgaalsduazvnlvingaalss
talfiseniuas triethylchlorosilane (TECS) mﬂﬁ'ﬂmaznsmﬁmﬂuagﬁué @8 @9 triethylfluorosilane
(TEFS) laald cyclohexane 1flu internal standard anaaoe xylene LLé'?a@LﬁITLﬂ‘%'BQ GC Wu@ retention time
284 internal standard sz TEFS (¥1AU 2.6 Uaz 4.3 WH MUSOU HANUFUNUSITUTUANTZHINANNLTNLTY
209Ngaal3fnu peak area ratio M8aARNANNEANTY 0.05 B9 0.25 Hadnsnaaiiadans leadie) r vNAU 0.9993
Waze T uaMIANNENILSITTeMNE T I B s THNAUUSINadiaTIINULAY 0.9868 waY 0.9898 ANNENGY
wamsensiiinanlgealsdnutaaaludacha 2 xile Sensimeluudodulden %RSD whiu 0.56 uas
0.68 mMumeu wuhlifienuuandesaienzssningiy 5 Su Tagiien p-value Wiy 0.93 U8z 0.36 My
SeU Fudaedeanuiisadiienei uadesw spiked sample 1@@n recovery aglurdaeas 80.2 - 118.5
Uaz 81.4 — 106.9 MUNAU IANNALBINIATIANU (LOD) wazdninazasmieiziizealsina (LOQ) wnnu
30 waw 330 dnlududiunuadu enuliuiveusmnsduinsiniusasas 6.0 Fuamnagauanugndadas
sgaglunarizaniu mansnhluldfiensiusinagoslsdsammualusndiule
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UNUI

waealsdfuasddssnaviiadalumadiuhmhiedeviuliudusdunudansarilitlasiu
Huyld vannniiwgeslsddeinadanuaiidelasazaamasansauasuuaiite aamaimezaouasaunid
vuiume aghalsiou miﬁiwmﬂlﬁ%'uﬂ%mmwggaals@i(ﬁmnLﬁﬂﬂ%ﬁﬂﬁtﬁﬂﬁumnmz (fluorosis)
Tunsdiiguusiuazidadlusesdihos ffluasapssfurauasihenuasaialdmn aafimahedaiia
douh duiunngnawliudanszgniundsaulisansaedeulmld anududueslgeslsdiuusinld
Tunsilasnuitun@a 1,000-1,500 uludrudulashwin Tusaszmne wy Uszmeaaangu Uszimeauauno
wusih ldldendiunanngaalsdusinaniaanit soo drulumusnluendiudmsuanargisani 6 Y& »
MuUszmansznsnamssagamualinagigazasnlgeslsdlundadasiansagulibusasas o.11
Tagshuin® msﬂsxﬂauwmwQaal‘s@i’ﬁﬁﬂﬂ%‘lumﬁﬂu wu lndenvigaalsd (sodium fluoride), lodien
INIL!WQE]E]ITNE)HLWGI (sodium monofluorophosphate), aumuﬁfavslgaalsoﬁ’ (stannous fluoride) waztadu
Wgasalsd (amine fluoride) tWuau Tugndiulsznaumearsdany (abrasives) FrBrInasuaImsuUas
anuiiuuiiimzaguuitu mstaituitenls vy uaaidenwosmne, ueaexlululalosauraamalalawase
(Calcium monohydrogenphosphate dihydrate), uaatdaumsuaiua (Calcium carbonate), danau
loaanled (Silicon dioxide) Hudy uananiliisrsdrsantammsidoiy wu Tnunadeslumse
(Potassium nitrate), aumuﬂ’avxlgaalwi’ (stannous fluoride), lwunaBanaanzan (Potassium oxalate),
ansauLien aalsd (Strontium chloride) Wuau %aﬁwﬁuﬁmiLLuzﬁwmsé’ﬂwﬁﬁm%’umsa@mas
diavlulaiu IﬂﬂﬂalﬂnwsqﬂﬁuviaLf‘:aﬁu laun anseutdey aedine (Strontium acetate), wAaLdew
m{uaiue (Calcium carbonate) uazazaily (arginine) Fuilunsaaziluziionin®® S83enzvuUsum
Wgoslsdlugndiuivarameila wwu 35 fluoride ion selective electrode (ISE) Tosazanaendluluthuas
Wunsatlaseanin Lﬁaﬁﬂﬁiuiuﬂgaaiaﬂamﬂmﬁaau (monofluorophosphate ion) wan@Ldu
Wgaalsddaay (fluoride ion) LLaz‘fJ’mﬂ%mmﬂgaal‘sei’ﬁaauﬁaﬂméaq Ion analyser laglguannisues
potentiometry wazldansazaratininesaiia total ionic strength adjustment buffer (TISAB IV) ci’d;fl@i’l
pH 8.5 Lﬁ'aﬁ'aamuqumsiumuﬁtﬁmmﬂ ion 'é:u*] @y hydroxide ion tJuau® msiaszidsunn
Wyaalsddaauuazlulungaslseasnadasuluendiu Toe35 ion chromatography meldanzaaaui
%10 Ion Pac AS 18 analytical, 4 x 280 mm 14 potassium hydroxide {lu eluent wazp3nansiaionie
suppresser conductivity 35 ion chromatography éansaitenzviUsinamigaslsduazlulungaalsnase
lalumsiwnzvdanudenu™ 35 capillary electrophoresis aansninUsmnamngaslsduazlaulungasls
wWaaalalumsienzdenudenu lealdaaaniaiia capillary @1uen2 52 cm @uehugueanan
75 lulasiuns electrolyte Usenauale 10 mM sodium chromate wd¢ 0.1 mM cetyltrimethyl
ammonium bromide ¥ pH 9.7 @ voltage -15 kv u,axl,ﬂ'%'mmaﬁmﬁag’immmmﬁ'u 254 WNUNAT
(indirect detection)® 35 gas chromatography (GC) t@38u6ae19lagd5 head space solid-phase
micro extraction (HS-SPME) Tﬂmm%ﬂumgﬁ’uﬁ"waquaalsﬁei"aﬂmi triethylchlorosilane (TECS)
wazaTTIANRaBias GC melaane capillary column %ila HP-1 2110 40 105 x 0.53 NaaN03
(LD, wwdaunin 5 lulaswas 19 splitless mode gaungfiuas injector 200 avFizadad 80N lrares
WRadEEy 1.3 Haawasaow? 1A39051970%1ia flame ionization detector (FID) QNN 250 BIA
wauded wormuuaTsunsugumniines oven fidaanaene 1 Aimunsoinnsivinamgoslsdlumndilu
fifimsvsznaugaaladeans g wu weiluvgealsd waslndaululungaalswamualadars® uananil

NININTHINNANFASMIUNNE
AUUNLAY 2 NINYIAN — NUENBU 2558 <0




Total Fluoride in Toothpaste by Gas chromatography-flame

. . Kamonluck Intharatsamee and Suthida Meethong
Ionization Detection

MBnespwentsznanglstlumsiensiviinangealsdluendiu Toswianayiusueangaslsdaie
a3 triethylchlorosilane (TECS) Tuannznsauazanaaynusuesngaalsdaaladu (xylene) udritaszi
Usinamgealsdars GC-FID meldanzaaani stainless steel A113EN7 1.8 1uns x 3 Hadwas (I.D.)
support @# Gaschrom Q 10 949 100 mesh 1% silicone oil DC 200 {u stationary phase WHumaaNl
faduilgamgii 100 ssmnaided sanmsluasasuialulasiau 35 fiaddnsdenil tniasnsaioyiia FID
AUUNN 250 BeALEALdEd QUVNNYBIABANILAE injector NN 70 War 150 BAMIBABEMNAIAU
auddeSalananniziinnsiuinamgaalsdnunimualumdiu Teadaulasnnisinassuranlssnax
gl51 Tog33 GC-FID Fslddaulasannzaas GC walildisiensiiminzanlumaiensiviinm
Waoalsdmmmualundiuld lumsanmilanAdaldldmateendiuiinssznavuaganalsdnaniio
TndanvigeslsduazludenlulungaalswaaalumnasauanugndeswaisuazUssinmanubivivey
2935 ez weldldisiensifiaivssanimn dwmsuldfuitiensiresiasfiamslumsly

UimsuasthszammwHaa A ein1angrane

d13003FIUNASEIIAN

039U - @vezand fluoride 0.1 M wsanlususae HanAn9iaae Thermo Fisher Scientific,
cyclohexane ANuUansluvasniianas 99.99 HanSusiune Fisher Scientific

#3508 : hydrochloric acid (AR grade) wannmsiad Merck, xylene (AR grade) waans e
2849 Merck, triethylchlorosilane (TECS) nanAtusiaae Sigma — Aldrich, Thnaunsathusenndany

(deionizerd water)

m“"&aqﬁauaxqﬂnitﬁ

winaialasinlans vl (GC) wanAasiuae Agilent 31 6890 N Usznaudiolaiasdnassaluls
iu 7683B Series LLazLﬂ%mmi’Jﬁﬁﬂ"dﬁﬂ Flame Ionization Detector (FID), Capillary column HP-1
(100% dimethyl siloxane), 15 N5 x 0.53 NadNAT x 1.5 LNIASINGT, P30T IANNALLEHA 0.1 HaANSY
NanN9ras METTLER TOLEDO, A3 uENans (shaker) ﬂ'suqumimtiﬂé‘luﬁ'sq 10-300 stroke
Gawi HanAMwiues IKA Ju HS 500, Lﬂéaqmum%mmmlf%a 3,000-6,000 SAUADUNT HANNUIIYDY
Hettich g'u EBA 12, vortex mixer NAMNMI VDY Scientific Industries, volumetric flask WadAN2UIN

50 4998097, vial 2UIA 2 NadaNT Wae dropper WaIFAN

ansuadAIay GC

Column . Capillary column HP-1 2110 15 (4015 x 0.53 Fadluns x 1.5 lulasiuns

gaun9NYBe column Enduil 80 avrniaLded 1y 4 1l
Soningumndl 120 ssenalFeaceni aufaomgil 280 avenizaiFed
aalSiiunu 2.5 il

9aunNNYBY injector @ 280 BAALFALTEE

9eunnNYee detector : 300 BAFALFALTEH

Carrier gas . wnadden Hudalalaswuwazarmedy make-up gas

7 M5 INSNAINEN A FAS M SUNNE
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Flow rate ©BNAUN 3 NAFANTEBUIN WU 4 W BRTIUNN 100 NadanseauIN
=1 =Y aa 1 = v =
U 45 18ANTEINN Al 2.5 W

Injection volume 3 lulasans

M3Le38Na158:a18 Internal standard solution
Utle cyclohexane 1.0 §a38935 LAz xylene 5.0 HaAdNT 1dlu volumetric flask 211@ 10 iadd03

1] Y v W
wen Iy

MILeIaNaIIazaIgNaNYad triethylchlorosilane internal standard solution
Uwla triethylchlorosilane (TECS) 0.6 §8dans warad1iazaly internal standard solution
0.12 §93an35 1dlu volumetric flask 2110 10 §adaas UsuUsunasme xylene wenliznnu (wosaulvd

NNAN)

MILHIENEITAEAILNINIFIU stock standard solution

Uleasazaraninsgiu fluoride 0.1 M (1.9 HadnIuGiadladdans) U 0.7 Nadans
alu volumetric flask wana@nzing 25 Fadans Uulsmnassehnau ldamuditurasansezanainasgu
fluoride 0.05 NadNINGDNAAANT

e

nadauANNgnaasndis losldmanuiidunauuadlndenlulungaslswaana 0.76 %w/w
wozendiuiifidunanueslzdeunganlsd 0.22 %w/w anauilungealsdlosau 1,000 lulasnFudansu
W 2 feeha u,as'anﬁﬂuﬁhjﬁwQaaliﬁl,ﬁaﬁnm%aﬁﬁ’mmmsmmwu (Limit of detection, LOD) uaz

AANNOVIMNIABIUTINY (Limit of quantitation, LOQ)

nanms

ansladenlalungaalswasinaazgn hydrolyse a8 hydrochloric acid lowgaalsduaswgaalsd
%Qmﬂﬁlﬂmﬂums triethylfluorosilane (TEFS) fisvivele ToaiaUfAsennuas triethylchlorosilane
(TECS) Tudnznsa wazld cyclohexane «{l14 internal standard anaee xylene (s liquid - liquid
extration) wanhdu xylene lUSinnziars GC UiAsenfihatu dail

’

PO,F* F

(C,H,), - Si - C1+ HHO ——> (C,H,), - Si - OH + HCl
(TECS)

(C,H,),-Si-OH+H +F — (C,H,),-Si-F+H0
(TEFS)
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maengitinangaalsdludiad

FedradreUszana 0.15 3w avlunane centrifuge WadANIUIN 50 NAAANT W@arinay
5.0 fiadans wihlifudaiiandu Tasld vortex mixer @iy xylene 1.0 §#93a05 16ix hydrochloric acid
5.0 N0aMT UazINEITaraIENaNYDN triethylchlorosilane/internal standard solution 0.5 Nadans
Hashvaaaudnhliwedhe shaker muaumseni 150 strokes daniiuny 45 il 1hlU centrifuge
fienua 6,000 saURBINT WU 10 W @Jm{?u xylene 728 dropper ld21a vial 2110 2 Jadans Uathuan
i luiadhieias GC

NMINAFBUANNINHBILANTIATIZHY
MINAFaUANNINNIE (Specificity/Selectivity)
= o v g P Aot a ¢ A a o
dassaneeyius TEFS Niwsannnasazaeanasyuinivsnamgeslsed 0.050 Hadnsu uas
w3gNnnasasaamednendiurlinaduniladeslulungaslsweamauazendluniladewngaslsdh
d‘ v a o 2 = ¢ = o '
383 GC maldannsimmuaiiansasdaumsuaniazesngas lsdanmssuniveasansduludedn log

@ retention time 2848y Wu5 TEFS 22uandNaINTIaULasNALeNIUaENTaLaY

MInasauANNUUTUATILEZE1BINTIATIZH (Linearity and Range)
mMsnasauaNuiutdunsIvaIsEUY (System linearity)

Yweasarane stock standard solution UM 1.0, 2.0, 3.0, 4.0 LAE 5.0 Nadans ldluriaan
centrifuge WFANUUIA 50 FAAANT MNUIU 5 NHDA MUAAU LATTAZNBNIATFIY 0.05, 0.1, 0.15, 0.2
Waz 0.25 AAANINARNAAAASNAITY LANUNNSY 5.0 TadanS5 Lo xylene 1.0 488873 tHN hydrochloric
acid 5.0 88803 uaztdNaITazaUNFNYDN triethylchlorosilane/internal standard solution 0.5 88895
Vaehwaaailiizhiulesld vortex mixer udnihlwendas shaker AmuaNMsET 150 strokes
@ARINTIUIU 45 W7 @m%’u xylene Mg dropper ld22@ vial 2110 2 §85305 Yoshudrnhludadieiss GC

85190 91WA551U (calibration curve) UAAIANNFNWUSITHINANNTNTUYDITITNINTFIY
Waealadiu peak area ratio ¥P4@1TNATFIULAY internal standard AinmueNFszANSANNFNWUS
(correlation coefficient, r) Femsianlnaties 1

Peak area ratio = peak area 284 triethylfluorosilane/peak area 784 cyclohexane

manadauanuiudunsiyaais (Method linearity)
NPYANNMITNAFBUSBEAMIAUNGUYBNIS (Percent recovery) ManNWANNFNNUTIENIN
v v s a o ' . a o vy v v
anuinduzasgaalsadinludiag spiked sample fiszauanudNduSasaz 50, 100 Uz 150 Y9

g

Y ¥ aao = Y v v o Vv a Lo o ¢ v o
ﬂ')’]uL“ZlN?lu‘V]NIuaﬂaﬁuﬂUﬂ’nNL?lN“llu‘V]mi']g\]WU MINUITENTINNUS (I‘) ﬂ')'ﬂ,ﬂal,ﬂﬂ\j 1

MINAFDUANNLNEN (precision)

MINAFDUANNINENYDINMFIATIEVTNNFIATIE LN UP N LazMTILATITHETENINIY

repeatability
= Y v g o Ao % a a o =
daarsanaeyius TEFS Mwsennnasinasyuiiivinavgeslse 0.05 Tadnsn uase3anan
asazansaadendluniladenlulungaslswasnauazendiuniladewngaslsdn 5 o359 tiadnwm
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anumalavasszuulasinlonsdl muaadesuuanasgiudunns (»RSD) 289 peak area ratio
Falsimsiiusasay 3
a (%’ Y = % a g a I3 3 i ] o = = d'd
maenzin luiudsny maensiusnavgeslsdnunmualudatendiunioaIuni
Tndealulungealsneamauazendiuniladesvigaslsd logdnnsinegie: 5 a3 awnmadeauy
NAIPIUENIANS (%RSD) 2aeusmnangaslsdnasany »RSD limsiiusasas 3

Intermediate precision : between - days
a 3 v oa ¢ 1a ¢ & = A o Ao ~
MINANENIENINTY TenziuTinargeslsdrummualunmdiusiiaasuniladenluly
Waealswaamauasendiunilodenngeslsd Tagdnnsigndunm 5 4 Ysadiuanuuaneiees
NAIATIZNIN 5 U @8ddd ANOVA @1 p-value @a931nnI 0.05

MINAFaUIaeazaINIIAUNEY (percent recovery)
a g 1a 3 3 . v qy Y ] = a =
AwnzdUinagealsdnunivualussazans spiked sample 69il Fadpdendluniionia
niilydealuluvigeslsnamnauazendiuniludenngenlsd Ussann 0.05 n3u uenldaslunaaa centri-
fuge WaNEHN UM 50 HadANT LANEIALAIININTFIU stock standard solution 0.05 NaanINGaNadaNT
a9 luAIBENN 3 SLAUANNENIUAD BNUSINIAT 0.8, 1.6 WA 2.4 NBDANTAINAIAU WINFNAUBLIATNEH

ool @

MNIBMAAANINRN A pgasaaImsAunaunIsagludnsaeas 90-110

NMINAFAUAANNAVBINITNTIANY (limit of detection, LOD)
minaeUszanawad LOD ;MnamsasNunsWanessu Gail
LOD (mg/mL), estimated = 3 x standard error/slope

LOD (mg/mL) x 1 mL x 100%

LOD (ug/g), estimated = o o .
1000 x WIRUNMNIBEN (g)

w3anasazaNaIIungaslsduazasazaamad niinsazsasgIurgealsdasly
L7 1] Aﬂ' 1Ty YVt L4 vV Y o W 1 o =Y 1 = -7 o %
e lifingaslsdlvdiianudidulnaidessiuaUszananss LOD anfiumsuiudaiuuaziarsane
v - v o o o o v o < ¥ o v v s
e xylene INAAELATEY GC Fyanaanaisinsainssdesdunadiula snaenudnduresngas s
Tudadhaidlululasnsuaansy

MINAFUAANNALINTIATIUSHI (limit of quantitation, LOQ)
minaeUszanamad LOQ MAmMsasNnWiNe s Gail
LOQ (mg/mL), estimated = 10 x standard error/slope
LOQ (mg/mL) x 1 mL x 100%

LOQ (ug’/g), estimated = T o o .
1000 x W UNMIBEN (g)

= W | d’ a '3 = Aﬂ' T Yt Vv ¥
W3snasarmemag i sazanaspungeslsdasluendiuilifingaalsdlvfianandudy
Tndidesnuamlszanawes LOQ umenviwnzilinugealsdlumadn lagienian 5 a5 M
v 4 1T a k4 v = v 1L 1 4 ° v Vv
M %RSD davliiiusosaz 3 uazAmdpeasuaemsdunavegludnioeaz 90-110 MUIMANNETNTUYEN
Wgealsdlumainiululasniudaniy
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aanyliwivauaainsin?
urasnangasman liniuaurasmAenzilinangeslsdluendru Tasds GC Wy anu
n n = Q( 4 Ql/ i Vv
Livduaunnenuuigndaesasinasgin Mmadauiisuiaissss gunsalildedan asazareuasgu
¥ v @ v A v a a s ¥ .. ¥
aNudNTuraengaslsd luasararadagefioulannia3as GC M9ALeNzWY) (precision) Sa8az
YBIMIAUNAU (percent recovery) #BNMINAFBUANNYNABWBNIT hanammnaaanuliniuausiu

(combined uncertainty, uc) uarmnumaNyliwiuausene (expanded uncertainty, U) Nseauany
(B3l 95% Laalde coverage factor (k) Ny 2

We

MINAFDUANININNIZLAIZAN

nnMsdassanaayius TEFS w3snanarsnesyungeslsd (1a) wasoisnnnasazans
fadn endvurianiuniilzndsnlulungaslswaame (2b) wazendiuniludaungaslsd (3c) wuh
melaannenias GC @mnsousnans TEFS sannnansduludiadnlalosa) retention time w9

internal standard uazans TEFS Fulluayiusuaigaalsdiinnu 2.6 uaz 4.3 wiil muadu (mwi 1)

(1a)

1200 =

»

3

1
[=——2622- ISTD

[—4.319- TEFS

Y

o

mii

(2b)

(-3
]
= 2:622~-16TD

8
FORE YT SV FYre) D

0-—- T . s e
0 2 4 6 8 10 min

7 1 TasinInnsnlwasans triethylfluorosilane (TEFS) uae internal standard solution lushsazane
wnaspungenlsd (1a) saznamainiiasludanlulungealswasame (2b) uazarsludanngaalsd (3c)

. NIANITATNINEAFATNSUNNE
1 e - .
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MsnadauanNluldunsiuazd9rainIsiezw
anauudunsevasszuy

NNNNNIATFIUIEWINAN VLT NTUYDITN TALIBNINTFIULSE peak area ratio WuIluzras
AMMINTY 0.05 — 0.25 HaANSNADNIAANT HANNFUNUS TUFUATU peak area ratio lagiimdulszans

FUFNNUS (r) AU 0.9993 (MWN 2)

1.6

12 R =9993

0.8 -
0.6 -

0 0.05 0.1 0.15 0.2 0.25 0.3

Muil 2 anndniusenuiuduassszninenudniuasansnasgungealsd uaz peak area ratio

anautdunsanasds
v ¥ v @ a A a o prpe P o
uammsaNNENRusTsTINanGNgaalsdlundduniludenlalungeslsvaaina uazendu
ld‘d = v a o’ldl = 1 L = ta( L g 4 1 L
waf[mﬂslNWQaalmﬂuﬂsmmwt@aalsﬂ‘wmmwu UM FNUIZENTINTUNUS (r) LYNNU 0.9868 (LAY 0.9898

MNIAU (MWD 3)

= 0.30 - segreediluniiilufenlulungeslsvasivn

3y

& 0.25 4

@

<

2 020 1 R = 9868

= 015 -

— L ad

G 0.10 -

<>

E

z 0.05

&

=

q: 0'00 T I ! T 1
0 0.05 0.1 0.15 0.2 0.25

Uiinavigealsdiiy (Hadniu)
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7018 1 Aaeg1eendiuniilefsungealsa

< 0.16
©

g 0 . . . .

0 0.05 0.1 0.15 0.2

UTinuwgeslsaiitin (Hadniu)

= v v g ) v v Y Y s a o v =
AMNNN 3 ﬂ'J'lNﬁNWHﬁﬂ'NNL‘lJ‘L!Lﬂ‘uGliﬁigﬂ’lﬁﬁﬂ’ﬂllL?lN“ZI‘LI’ZIENﬁ']iN'W\iﬁWHWQBBIﬁ@I LNE]LG]NB\?ELNG]’JBEHQEHH‘W‘N

uazUSinungenlsdnasrany

MINAFAUANMLTIE
NINMIRAITANAYNUS TEFS Niasenannasazasnnsgiuiasasacaefiad e dnuni
TndenTulurgaalswasnauazendluniiladenvigaslsden 2 ase wuhiianuamnsamanlazasssuy

Tassnlnnsil Teedian %RPD 284 peak area ratio (WnAUSpEaY 1.18, 0.01 WAL 1.36 MNAGU (15199 1)

M3 1 SDURVBIANUULANGNTNNUSUDY peak area ratio MNMIAAA 2 A

peak area ratio

Anasad 199z ENINITIY azanemathaiilade azanefaEaisl
Tulumgaslsvaane ladeuvigaalsd
1 0.7574 0.8680 0.6889
2 0.7664 0.8621 0.6796
A 0.7619 0.8621 0.6842
%RPD 1.18 0.01 1.36

nnmMensilinangealsdludmeendiuiniasladenlulungeslswamnauazendiuni
asludanngenlsd 71 5 assluludennu laa %»RSD iy 0.56 waz 0.68 MuAIAU (13N 2)
waznuN ldfienuuana e eIRa e NziInMAeNEE 5 U leaiia p-value AU 0.93 WAz

o W q‘
0.36 MINNAU (MTNN 3)
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@37 2 wamsnagauaNuisslumAanzdin luiudeyediditnnzvngas lsdluendiu

Ly Usnanlgaslsd (lulasnSudandu)

a a
APNEHTIN

enFiluiiiTadenlulungoalswamma endiluiidladewviganlsd

1 1082 985

2 1089 988

3 1083 999

4 1093 998

5 1096 999
Wae 1089 994
SD 6.11 6.76
%RSD 0.56 0.68

P a a 2 v @ aata s =
G1131NN 3 ﬂ']'n\lL'VlEN&Luﬂ’]TJLﬂi’]zﬂ%’]izﬂ’)’m’)uﬂa\jjﬁjLﬂi’]gwwg'ﬂali@ﬂuﬂjaﬁu

Usnalgaslsd (lulasnsudansu)

o endiunilzdenlulungeslsoana enFiluiiiladeungoolsd
N & & & & o & & & A & & & & o
ANN ANN AN aRA AN ANN AN A%l AN A%
1 2 3 4 5 1 2 3 4 5
1 1082 1089 1083 1093 1096 985 998 994 991 999
2 1099 1086 1094 1085 1095 988 999 997 989 995
3 1093 1080 1096 1088 1098 999 992 985 993 994
4 1086 1094 1083 1096 1097 998 997 988 996 992
5 1089 1092 1095 1087 1090 999 993 983 997 988
p-value 0.93 0.36

NSNAFIUTBYALUBINITAUNAY
a ¢ v ' . Vv a o s a o '
NIMTIUATNWIDEN spiked sample WuNspzazuasmsAunauzasngeslsananludadn
endiugiiaasnniasladonlalungaalswsaanazendiundasladanngonalssd aglursanas

80.2 - 118.5 A% 81.4 - 106.9 MUMAU (MTNN 4)

M 4 SezazuimIfunavLedIitanzingasldluendiy

anuandungy  enauniladenlulungaslsnaame endiunilndonngaslsd

v ¥ Aﬂ' v ¥ Aﬂ'
FININIFIU ANNLYNYUN ANNLYNYUN

a_a v a a o 0 A A o 0
(Jadn5%) avany (Jadnsw) % recovery avany (Jadns) % Tecovery

0.04 0.1764 80.2-112.3 0.1521 83.8-106.9
0.08 0.2445 90.3-110.4 0.1998 92.9-96.4
0.12 0.3530 110.1-118.5 0.2409 81.4-94.1
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AANAVAINITATIANULAEAANINAYBINITIMTIUT I

PNMILFFUMS regression MIUIUA estimated IDL lolynnu 0.008 Hadnsunaliasans uas
A . J 1w a a o 1 a aa 2 J I Y v o 1 4
1iinf@ spiked sample WU IDL AU 0.005 Hadnsuaaiiasans wiammnauduanuduiuluaiegile
@ LOD tnu 30 lulasnsuaansy

PNMSIEFNNT regression MUIUAT estimated LOQ l@vnU 0.05 Hadnuaaiiadans
wiammanduanuwnduludiegiawntu 330 lulasnsuaansy laaiasaaazuaansAUNadunny 90

|l QJ l!! 1L 1 L Ve L4 v 4 1 4 1 k4 = v

waz %RSD whiu 3 Fagludweanduladannuduiu 330 lulasniudansy arsasazuasmsfunau

Mg lugie 80-120 uaz % RSD daslutiu 3

AanaliuiuauaImsin

matssfiucanalivivaunadisiensilsinuwgeslsdsammualumndiu Toeds GC fissdu
ANNEBaN 95% wazd k whiy 2 wuhmenuliwiveuensduing (relative expanded uncertainty)
WhAY 0.06 (5197 5)

9197 5 unasiiauazmsannaaanyliviusulumsiensiisinavgaslsdlusndiu Taads
GC-FID

Standard Relative
urasrae NN liulueu Value Unit uncertainty standard
uncertainty
a <

ANNUTINEURIF T0LLINATTIY 1903.8 ug/mL 5.48483 0.002881
UNUNEIBEN 0.1505 g 0.00007 0.00048
mmtﬁ'uﬁuwmﬂgaalsﬁ 0.1432 mg/mL 0.00169 0.01183
Tuasazanamasng
ANNLNEN 100 % 0.2190 0.00219
Recovery 104.85 % 1.0540 0.01005

anulauuausIN 0.03

k 2
AN laintiuauens 0.06

a 4
AU

FFenzilinuwgaaladnuiaualumndilu Taeds GC-FID ivanniuiidaulamnisiensy
wnaspuzaslssnanglsiiaudlaiam nsdiandiuiiisndafuniadiulsznauduilaufasendulsden
Tulugealsvaaandeladourgealsdudifadumstssnavitliasaa mlimsiensilasis
ion selective electrode uarinusanamgoalsdas potentiometer azldUFmnanipaniGunaiifiass
siwanniuilaslndealulungaslswamnaazgn hydrolysed @ hydrochloric acid langaalsd

#aztieU)N3eNNU triethylchlorosilane [ aqﬁ’uﬁ’ triethylfluorosilane wazl#% cyclohexane (flu internal
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standard F4gnanace xylene udriadiaias GC meldanmsivanniu nilanmssas GC Adaulag
nMsasgulszmnenglsy laun siievesnaaniiain packed column iy capillary column ufaaIw
wazaanmMsluadaudasnnuialulasiau 35 Jasansaewniduuiadideon wazldudalalosuuazorme
(U1 make-up gas lagUsudasnmsluaan 3 fadaasaewndi Wy 45 Taddnsdowil aumgiivesnaan
0 70 asenaidted WulusunsugamaiiGuduil so asriwaded uaziianiiu 280 asrnuwaides, gamgd
294 injector 1N 150 asFnaLed 1T 280 avrnuwalded uazguvgizaua3InieNAindauasn 250
parnwalBed Wy 300 asewades misnasidewhiuie 3 lulasans F9einsousnans triethyl-
fluorosilane lolag@1 retention time 284 internal standard way triethylfluorosilane AU 2.6 W8z
4.3 WH MU mnmswmaaummgné’mwaﬁ%ﬁ}m repeatability Mm@ FHuRTians
TodenluTungaalsaao 0.76 s%w/w uazendiluiifionsladanngoalsd 0.22 sw/w Aafiungonlsd
1,000 daulugruau Tashwinwuhile %RSD whitusaeas 0.56 uas 0.68 MNMAU Fanuisanasu
sostszenanglatlienanuuandiduins (#RSD) MAMsianedt 2 9 whiusasas s wanmnileasay
aamsAunaulunmsieszi spiked sample 1u€hazmﬁﬁ‘l}zﬂﬁﬂﬂu‘[umjaaTswaamlmazé’miiwﬁﬁimﬁﬂu
waaalsd whiusasas 80.2 - 118.5 uaz 81.4 — 106.9 waeY FliAunaniaaniu Aafienadudu
1000 laTASASHN tNaUsiEBNI UL %RSD Way %recovery Apnad LNIIUSDEE 3 UAZIDEAL 80-120 MNAIAU
wiuldhizensiivanniuifaueuiGuasmmeseuanugndasadisaglunasiaayiu Semuazann
70152 ansouaniialamealu 10 nH mangandnsumsidlumsanaiwnziluisaljuams

GRNL

9

FBansiinangaslsdsunamualundity lagldiaios GC meldanmsiimuuannmsmaday
ANNYNABIYBNITNUNNANNFNNUSBUFUN TN TNANNTNTUYIE TN ENNTTIUAUM peak area
ratio @I NAMMTNTY 0.05-0.25 fadnudaiadans malaneihluiudmiulie »RSD vasnh
1 uazlifienuuansszasuaiensilumsliensia 5 fu wuhssduamudutuigaiiaiasiiomansn
#5930 W (IDL) LLa:mmLﬁuﬁuﬁiwqﬂ‘ﬁ'mmsammwﬂﬂ"lué’l’aaa'wwhﬁ’u 0.005 Naan5NaaNadaNT
wos 30 lulasndudansu muddu Feensaiensivinamasgealsdlaad 330 luTasniudansy
fienamuliuiuausenaduing (Relative expanded uncertainty) ¥psni 0.1 383nneiiwanniuil
anumngandmiuldluias foamailaliumsanaiensiuasmaithsy Jaaamwadsasien diuii
dudsznavvadladenlulungeslsneasne uasludenngoalsdla

aeenssndszn e

v
[
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Determination of Total Fluoride in
Toothpaste by GC-FID

Kamonluck Intharatsamee and Suthida Meethong
Bureau of Cosmetics and Hazardous Substances, Department of Medical Sciences, Tiwanond Road,

Nonthaburi, 11000 Thailand.

ABSTRACT Determination of total fluoride in toothpaste was developed by using GC-FID technique
under the condition i.e. HP-1 capillary column of 15 m x 0.53 mm x 1.5 pum. Carrier gas consist of
helium together with hydrogen and air as make-up gas. Flowrate program starts from 3 ml/min and
increase to 45 ml/min. Using flame ionization detector and inject volume is 3 pl. Temperature program of
column is started at 80°C and increase to 280°C . The injector and detector temperature are 280 C and
300°C , respectively. Sodium monofluorophosphate is acid hydrolysed to be fluoride. Fluoride is converted
to triethylfluorosilane (TEFS) by direct reaction with triethylchlorosilane (TECS) in acid solution and
simultaneously extracted with xylene containing cyclohexane as an internal standard, then inject to
GC. The method validation result show the retention time of internal standard and TEFS of 2.6 and
4.3 minutes, respectively. The linear relationship between concentration of fluoride and peak area
ratio over the concentration range of 0.05 - 0.25 mg/ml with correlation coefficient (r) of 0.9993. The
r of relationship between added concentration of fluoride and found concentration is 0.9868 and 0.9898
respectively, Repretability was tested by replicate analysis of fluoride in toothpastes containing
sodium monofluorophosphate and sodium fluoride show %RSD of 0.56 and 0.68, respectively. There is no
different of analytical results between five days which p-value is 0.93 and 0.36 respectively, show the
precision of the method. Analysis of spiked sample showed percent recovery of 80.2 — 118.5% and 81.4 - 106.9%,
respectively. Limit of detection (LLOD) and limit of quantitation (LOQ) were 30 and 330 ug/g, respectively.
Relative expanded uncertainty was 6.0 %.The developed method with acceptable validation results could

be routinely used to analyse total fluoride in toothpaste.

Key words: Total fluoride in toothpaste, GC-FID
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