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Method validation for determination of phenol in plastic products
using high performance liquid chromatography
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nsnsasumilildvedifinmsimuiinuiiuealuwaradndfiunsnuisidauasaniBumegiu EN 71, 2005:
Safety of toys method lngldinalialasunnnsivewnaiiuvaussouzas :InnsAnwgarnududunswedsiniginy
Mfenududunsseglugag 0.2-10.0 Tadniusedns Adadinvesnsnsanvingu 0.03 fadnsusednsuazdadiiatunisin
BeUFnauwiiiu 0.2 fadniusiodns lunsfnwenileudsuazaruiissedislagldfodiifiuasazareninsgiu 3 sefu
iy 0.2, 4.0 uaz 10.0 fadnsusedns) nuiiiaAundueglutasdosas 80-120 uasimmnudsavuinnsgrudusing
08357719 0.01-0.04 MAUNdULAzAA LTI UdEMSALTiAeglunasinisseniy nansnTadeuasiltliues
Fesziinuiilifnansgnuanuvindvesiiegs Fothdeyaiildannisinmasleudsuazaiiiosndnuiami
Liuueurensvesmslinneiituealunanafnissfuanudediu 95% wuidldtesnindesas 20 Fsaenndastuainill
wiuomdhwanefisinuely fifufaguldisiesgitmnetunsldaunatansya

Abstract

The method validation for determination of phenol in plastic products was performed by the modified method based
on European Standard EN 71-11, 2005: Safety of toys Method using high-performance liquid chromatography. From the
study, the calibration graph showed a good linear range from 0.2 to 10 mg/L. The limit of detection was 0.03 mg/L and
limit of quantitation was 0.2 mg/L. Bias and precision study were performed by using spike samples at 3 concentration
levels (0.2, 4.0 and 10.0 mg/L). The recoveries of phenol in plastic were between 80-120%. Relative standard deviations
were between 0.01-0.04. The percentage recovery and relative standard deviation were within acceptance limit. The result
showed that there is no matrix effect. Then data from bias and precision study could be used to estimate measurement
uncertainty of the method. The expanded uncertainty of phenol at the confidence level of 95% was less than 20% which

corresponding to the target uncertainty. Therefore, this method was fit for the intended use.

ArdAey: Muea, wanadn, lasuilnniivesvadaussausge
Keywords: Phenol, Plastic, High performance liquid chromatography

nUANEANERIUINNT
* Corresponding author E-mail address : wongkanok@dss.go.th

www.dss.go.th

67



68

1.unun (Introduction)

TutlagtunanafiniimudAysetinUszdiudueda
1N in3esile 1n3edld infesgulnauargUnsaiineg duudud
vhnmanaRnvielimanainidudrulsznou ilesannmanadin
fanautifiay Ao danumier wlauss duiinun vy
foanzaquaraisall Wuauuliihuazawiuanudoud
7 annsoilutugudundesusildvannvansyio i gunsel
youduin vosmnusstu e neurusTeILATIATDS
fa udu Feansdssuihinanllunssuiunsudawanading
vanewiln SusgiuussnnuazauaRvematafnydaiueg

fusatfuarsvdanidefigniiuldd vansaaduly
guaunssunatadin dnnuidevuluussydaaidmsveins
UATYBAAU mmmL%W@is'wﬂwtﬁaﬁlmf’lﬁﬂuﬁau Fudsemu
omnsivuloundeduianansariivulouiivea Fevdmwa
TiAndgmauanvesyed Tneaudufivuiadu 2 Ussan
Ao Mduiiwideundu (acute toxic) awvlAAnnssEmeLAs
sl Woysn eyszuumaiumele flenmsiaieoudsey
2 UIU 1189539 MstAsUTLea e nifies 4.8 faansu 9y
WliFeTinldnely 15 uiit dumnundufivdeds (chronic
toxic) Liisananlasuiiveaduaiuiuswianisazauly
FuMeudBuUTINgeINs W fesas iioomns dune wax
ananeliiinlsauzide yonanisenaviliifanisdeuanim
¥04lUTAU (protein denature) uagyanentawad [1] A0S
guituealundnfeiveaduivhainnanain muumsgiu EN
71: 2005 Avualrdanlaiiiy 15 faansuneansluansazaie
FlFannswssuiegananain nMsnedeumUsnnaiiuea
ausaniiunislagldmaialasutlansifvounaiaussous
G »5797Men8 Diode array detector (DAD) fauenindu
274 uilues dudunsnaAsidauUasminisinasg EN
71: 2005 [2, 3] swAdediadumseaaeuauldldvedis
Apsgvmnusunaiiuealunaiadn (method validation) oy
fnwn vz iidny iun deenududuili
ulAsnsasuiisududunss (inearity range) Inininaeenis
»579M1 (limit of detection, LOD) ¥ndnAalunisindsusunu
(limit of quantitation, LOQ) A ulowtdes (bias) ANLLTiBs
(precision) NANTENUAINUNINGYDIRIDE1 (matrix effect)
uaznsUsTINUmANlLLUusuYeINan1TIA (Uncertainty of
measurement) [4, 5] Lﬁ'aﬁuﬁummgﬂﬁaaLL@JuEJ"']LLamJWLS?J'aﬁa
VDINANITNAGDU i’mﬁgﬂﬂqaﬁdﬁ%ﬁmaauﬁmmmmsammq
mui’mqﬂszanﬁﬁéf@qmiwq’Iu

2.58n1snAaav (Experimental)
2.1 \nsesiiouasiaggunsel
2.1.1 \A30s high performance liquid chromatography i;u
1200 8% Agilent Usznausae Diode array detector

2.1.2 maduY Stainless steel: Zorbax XDB C18 A311e12
150 fadluns, idunugudnatinielu 4.6 Tadiuns,
Us39Medan ODS vwneunA 3.5 luaseu

2.1.3 \ei0sdadivie Mettler Ju AB204 - S/FACT A waziBen
0.0001 N¥u

2.1.4 MAuATInUSINIRTETT 1h3aLe (Volumetric flask class
A) vu9 50 Hadansway 100 Uadans

2.1.5 Yilaind3nnng tnsate (Volumetric pipette class A)

YUIARIE

2.1.6 19auialdansazany (Reagent bottle) 2u1a 250
ARART

pad)}

2.1.7 021956 n3aLe (Burette class A) 1110 50 Aadam3

2

2.1.8 8NWIAILANGIMAN (Water bath) Ei%ia Heto Lab
Equipment 314 SBD 50 WARM

2.1.9 L?jaﬂiaﬂLmJLU‘iu Cellulose acetate (CA) vun 0.2
lupsau

2.2 @UINTFIU A1SLANLATAU
2.2.1 us1mnlessu (Deionized water)
2.2.2 lunuea ¥in HPLC

2.2.3 @sazanennsgiuiiuea vdn GR voe Merck 141du
working standard AuLULgY 1,000 Jadnsusdodns

2.2.4 Janpnedeiiuea Aty 1,000 Tadniusedng vas
RESTEK, Certificate 9701 RESTEK lot no. A0101912
(li5un135U58991 irac-MRA wae A2LA)

2.2.5 @138aNLNINTFIUNLRA S¥AU working standard 9
AN 0.2, 1.0, 2.0, 4.0, 10.0 Hadnuredng
wisulauNI310a AN TaYaNENINTFIUTINEE 1,000

[

fadnsumedns (Vs 2.2.3) metrusiAannlosou
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2.3 33n159A51H
231 MSH3EUAIBENS

ARFIIAIWRTRAED

dniwin 15 ndu

232 MIATIERieATes high performance liquid
chromatography

mslnswdiinaiiuea lnefiannyded sasnislva
1 fadansew?l sndruvesansazanelananud 40:60 (1h
L WMUea) MNEIAAY 274 uﬂummuazﬁy’aqmmﬁﬁdm
muANgMnTveInedii 40 sarmwaldea nsszyRiavesil
uea lagmsiSouiiisuian (Retention time, t) vasiinans
wesguiuiiavesansazatesiot dununalagthituiiia
YosEnsazaneanmsg A sdulnmsaeufisunazi i
NAVDIANTALAYAIDENAILIUMANLNTUYR T Wea Tu
ansazaemedis (O) Wulladnsuredns (me/L) Nt
Usunailuea Tudaegns (W) nsu

R - CxV
J3ununuea, mg/ke =
W
) C = mudutuvasiusanlaanndulasnisasu

Wiy, me/L
V = USiasgaving, mL
W = dwiinsiegeild,

'4

2.3.3 Mnsaaeuandldlaveisiese [4]

A5MYIeANUT UTuN AL E UL A an AR Ui UL T ULy
A59 weRAITuIAFNUSEANSN15Anaula (Correlation of
determination, R?) vaadulAIn1saULiBy Inea1 R? = 0.995

ININAVBINITATIIVIBALTAINALUNNSTALTaUS U
Ainw1annnisiinansuInggIu (spike sample) ilAUNTUA
71U 10 91 A9lUFAIBE19 PNTUAIUINAT LAY

nesamvsasaeday

CA D2 um

Doy HPLG

msfnwanulewdsuazanudios Inevageusiegng
ﬁLﬁmmsmmgmé’NSunaa fszduaududy 0.2, 4.0
way 10.0 faanduredns anududuay 10 91 luanioe
repeatability Lag intermediate repeatability fMuasu

N1INGIUNANTENUIINUNTND V90819 TAeviINIg
nndeufegilifiansideinisvadeusaziadeusiagnaTii
A15UINTHIU 3 FEAUANUTNTY (0.2, 4.0 Waz 10.0 Tadnsu
fedns) mudiduay 10 91 udadransmissninenanuy
JUV9 matrix spiked sample fiu AaAeves Peak area 91
fuFeudisudanudu (slope) Aldfumamufurendulds
nsaeuiisy lngnasinvunAiAutusanaeiuliniuiey
ay 10 Jaziiodnunindvesmedeliiinansenunenisnadeu

nsuszanaaanulinuueuramanisin tnglduuimia
mMsnsaaeunuldliveis (Method validation approach)
[5] MunaaAAnulsiutueunsInUsunaflusalunarafiniag
Tunugiininaan ﬁﬁLLamTugﬂﬁ 1 [6] 1Nt uMAAIL
Tiwdusuuaazuraaza1ndlaLiuausutazatauly
wiueuvnefissiuadesiu 95%

JUT 1 wugiimadanuansuwviasvesenuliduiveu flddeyaainnis
fAinw1 method validation
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3.wanaz391sni (Results and Discussion)

Haa1nN1sAnwIANlTlAve IS NAgeU WU
Judunsswesansazasuasgiuiivea eglutiinnududy
0.2 - 10.0 fadnsusedns wuindaduuszansnisinauls
Wity 0.99999 puliintueuvesnisiafiseiuauidoiu
95% wudlatesninantnedismunliisesas 20 M
wanslumsedl 1

A15199 1 FAINAVBIN1TATIANT IR nalun1siadelSunn
Yrepnududunlidulfnisseuiisududunse wazAny

Tiuduau
WISIRDS n=10
VAINAVOINISASIINT (JaanSusoans) 0.03
VR NAluUNSIAIBIUSUINI (DaanSURDaARS) 0.2
gounnuiuTuRTAIEUlAunsaeufiouluidunsy 0.2-10.0
(Jaansusioans)
ARUlLItuBUVENgRs-AUANUIGAU 95% (Sagaz) 15.7

JnnsAnwauleudemavainuiiies luaniie
repeatability llag intermediate repeatability WuIA1dIU
\Desuunnsgruduivddesndn fevar 10 uazerAunduog
Tutnedesaz 80 — 120 fuwanslumsnedl 2 uae 3 mudisu

P19°99 2 ANDBIUUNINTFIUENINS (%RSD) neluiudiaanu

UAZIZNINGIU
ANUNUTURIAUaIURD9E Repeatability Intermediate
(Daansusioans) repeatability
0.2 0.022 0.037
4.0 0.015 0.020
10.0 0.010 0.005

AN5199 3 AnAunaunlan1sesEiUSInauaaluwanafn

(n=10)
AnuUTURIALadU ANUITUTURSATE AAUNaU
M08 (JaanSusoans) (Jaansusioans) (3o8a:)
0.0 0.00 -
0.2 0.21 105
4.0 3.79 95
10.0 9.17 92

NsgIURANTENUINWNINGVDIiaENs IneiUSauiiey
Arpudy fldannisadiensminsafiundnduasiioti
wanaRndeflaniniu 16.62 fumanudunsdldfiumdndues
Fogamanaindsiiavindu 15.35 wuiiiaauuansiswes
Pdusihiudesas 7.7 deyauandugui 2

ATuAviusBadurasTuea (nsalilwasnd)

200
1380
10
140
g
= 1 ¥ = 15.347500x
a0 R? = .999523 # Spike Sample
o
40 ¥ = 16.61E204x
20 Ri=0gg9ggs  Wotandard
1]
0 & 4 ] 8 10 12
Conc. (mg/fl)
JUT 2 neSsuiieuanuduiusifuduvesanududuiiueauas
wuiin nsalldfiwmindueiiegnmaafnuasiiuninduasiiedng

Nanan

4.asU (Conclusion)

n1snaaeuAuldliveisnisinsgidsinaivealy
wananlaemadalassnlnnilvesvataussauzgs 10uIsT
ﬁml,ﬂaﬂmﬂ%%'mmgm EN 71, 2005: Safety of toys method
HAINNIIATIAABUAMAN BEUELANIEANY LALA Y3eAdY
Fuilidulfanmsaeuifisududunse Jadriavesnsngiam
FadrialunsindeUimn aulewdes anaiies nsiiga
KaNsENUNLEDATIarNMUszIuA A s iuuey WUt
Julumunasinsseuiuiidimun uansiniiveaeuiivans
fun1sldnumuingussasAuaranansaidilunaaaumusunai
uealundninsiUszinnmanainiileduasesnuuasnsiols
fuffuslan waganunsoveaeuieesliluraanudutuds
sesiungnevesUszmanaanamelsuiifmualilihu 15

TadnsSunadns [3)]

5.nAANSsSUUS=NF (Acknowledgement)
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auayy yilinisedndunulupdstdusanuinguszad
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