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m'sma%ﬁmswﬁmm@:umtan (Phthalates)
lundnsasigunwlaais UPLC/DAD

A3ns nasuszmauas

SNMATNGINUSLTAYIUNTIE NTNINGATATNIIUNNE OUUAIIUUT UUNYS 11000

un@mga Mian (phthalates) ungumaaiiiddglumsgamunssulffunmadlamaslumsndowmadn
FMnuannn 30 290 LU 940a19 ?:hﬂLﬁ'uﬂmauﬁawmwmaﬁn”lﬁ'ﬁmmﬁwsju unuaswnilen lundodoeigunin
wanezila wuhasmenugioduivdessuuduiuguaznaliiiamsnmeiugludainaass dagiunsenss
assagulalszmeanuldansnan 5 #ila lumswaneiasarens laud DBP, DEHP, DMEP, PIPP ua: BBP
wasishuandsliiisinasglumsiensimsmanlusiosoasiilfluiiolssiu uastayamshmalueiashan
uazrdafainlgluihuEeusiinas ﬁqﬁ?ugﬁ%'ﬂﬁﬂﬁﬁwuﬁﬁﬁLﬂiwzﬁf’:ﬁuLLaz@hLﬁumiwﬂaaummiﬁﬁmm
Eurachem guide namsantnledafimanzanlumsasadnnzdarsmian 7 siiawdaniu se1e3ss UPLC §2051350
#%4i0 photodiode array l#naauil Kinetex ®C 18 (1.7 pm, 2.1 x 50 mm) laanmzmsuanasuuu Gradient program
SEWIN acetronitrile waz deionized water Mg flow rate (VAU 0.45 ml/min sl,ﬁnaﬂummﬂﬂaﬁﬁgwm 8 U
N NARENI 35°C LATAMNENIAAY 225 nm Wamsnaaaua Ny lFlduadEnU ARl nzzasdmIUans
mMian 7 #ile laalva) Resolution > 2, %RSD 284 retention time Tuiu@eInuyNAY 0.01 - 0.12 LATITEUINIU
0.29 - 1.71 @ LOD agluz9 0.0002 - 0.007 %w/w waz LOQ agluzia 0.001 - 0.022 %w/w ANNFNWUS
Fudurasanuntulugig 0.05 - 30 ug/ml wazendyanm lae r > 0.995 3%51ﬁﬂawugﬂﬁaqﬁﬁLLaﬂqﬁaﬂ
M gerecovery agluzag 90 - 108% ANaLiiesasisly %RSD < 3 GuiAsiFumnzandminhlulFlumsnsa
ANLAUTINUE TGN 7 FHANTDNAY TuwﬁmﬁmﬁqwnwwLﬁamiﬁuﬂ'ﬁmﬁﬁ‘[nﬂddﬂ
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UNU

mian (phthalates) Jailuwanadlawas (plasticizers) NFratinamaniduaswaadnlil

anublavgu Yuuazmilen waziuasiefinadglumegeamunssuen g wuy msndeveaaudn aunsal
< v v v s a [ s o ° a o ool v =~

MaNsuwng Taaviavutazussievms uenaniilundadueiiaiasdanuasudadaeinldluiiuEey

o Y 1 P2 P a a 4 H N9 Ya v o v
miangnihanlddudrunanivaiiadssansmuwlunmsgaduluenazennvesuazdlvaawiunuinudnae
e iasmuaniduasiefiniianuyeddudaluiioszarivann

mianidueanesuas 1, 2-benzenedicarboxilic acid asnguMEniinNnUINNN 30 #ile
uaneenulumuvgunui alkyl v3e aryl (R waz R”) Tagnguidmslédinnida naw ortho-dialkylphthalates
(o-DAP™ Falaseasramaad (mwi 1)

o e
[_j;mrﬁm BBP o
S S T
P

DEHP CI'—Q DNOP
:"'-o
DcHP

2N 1 Tﬂsqa'ﬁywwé'ﬂwmmineju ortho-dialkylphthalates (o-DAP) wazlas9a3sNnNiaiaasasman
7 #UANANE

dmfuanuilufiswuihssmianuneiio Tasmwznguiifiunnaluianags 1wy bis-isononyl
phthalate (DINP) w82 bis-(2-ethylhexyl) phthalate (DEHP) L?Jué’umwsiamim%m@ﬂmawmn
viaszuuduiug ddnduflunduidssdamslasududansmian® dagtumhenuasanizawim
fidnuifaduazi3ede The International Agency for Research on Cancer (TARC) dalwaglungu 3
(Inadequate in humans and inadequate or limited in animals) @@ msﬁwuiwﬁ'ﬂa\iﬁﬁagamuﬁﬁ’ﬂ LINENWD
fazaansoatuayuanuiulyldiashliifensSlunysduasidayaiiidalumsionzSeludai®
agalsfdnguanmwelsy (EU) lasimsemuagumsldasmian 6 #iia® @a Dibutyl phthalate (DBP),
Benzyl butyl phthalate (BBP), bis-(2-ethylhexyl) phthalate (DEHP), bis-octyl phthalate (DOP),
bis-isononyl phthalate (DINP) ttaz bis-isodecyl phthalates (DIDP) 1145'36160’11/1%%1‘3'5% Lﬁnmqﬁ'sq 1-327U
dmsululssnalnsansmiannssiiagamuuaidiumsnuldlumandaniasdions mulssmeanssnag
ssaigy Gasrmuaiagivhalfdudunanlumsudaeiasdanlussianyun @il 125 aauditay
809 893Ul 12 WaumeAN 2551 Feansaanan laun Dibutyl phthalate (81¢ufl 670), bis-(2-ethylhexyl)
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phthalate (ﬁ’lﬁuﬁl 672), bis-(2-methoxyethyl) phthalate (é”lﬁuﬁ 673), branched and linear
n-pentyl-isopentyl phthalate (é‘\ﬁuﬁ 1145) waz Benzyl butyl phthalate (é‘l@f‘uﬁ 1146)

Tagiumsasaiensiansmanamnsaldimaiialasinnnnwlumsuanansudasaiiouazlgmiae
A5VI0FUAAN ) 15 GC/MS HenlFlunidieeialeauadeudn KEAANIIINANNFEIIN HIDEN
pmnsuariedan N lumBensimeuniashandnde Sdinaaaudinaniiamsasonda
figennuazinnuilymmstuiiausssansnianlu blank chromatogram dndae® druisnasay
fhaghaA3edarng Riyan Su et al., 2010® al#hs High Performance Liquid Chromatograph,
HPLC Tasmsiaondiatguaisnadwasoioiasiaiiadssansmwlunmsatassmian 4 siade
dimethyl phthalate (DMP), di-n-butyl phthalate (DBP), dicyclohexyl phthalate (DcHP) waz
di-n-octyl phthalate (DnOP)

Eluﬂizmﬂlwﬂﬁ’wmﬁagamﬁme:ﬁm‘sﬂmﬁauwmmimLawﬁ'mslﬁw%aﬂ%mmwmmimLa‘w
Fonowlundosuriqumwildluiiolssaiu dnludiineiasdhonuaziagduaneieldwannisiensd
& 5mian lagAd Ultra Performance Liquid Chromatography (UPLC) @10513230%1e photodiode
array (DAD) Lﬁaﬁmﬂﬁ‘lumimaﬁmevfmsna:umLawﬁqﬁﬁmiﬁlm:ﬁﬁﬂuiﬁ‘luﬁ'mmamﬁwmu
7 wile lundasasigumwlszanedesdansiio a3u Tosu asnmh wazwdadnidlsluihudeusio
wauiuamea ihmdneh uazihenuiuinu Tesiaquszasdiite il immnsanlumanlulslumsdsa
wanfaeinldluisieae

ﬁ'ﬁlﬂﬁtlﬂ%ﬂ'ﬁN'\ﬁiﬁ']u

8134160337 : Di-methoxyethyl phthalate (DEMP), Diethyl phthalate (DEP), Di-n-propyl
phthalate (DnPP), Butylbenzyl phthalate (BBP), Di-n-butyl phthalate (DBP), Di-isoamyl
phthalate (DiAP), Dicyclohexyl phthalate (DcHP), Di-(2-ethylhexyl) phthalate (DEHP) uag
Di-octyl Hanfausiuas Dr Ehrenstorfer Uszneisasuil anuuignsinnni 99 wisaluSuses msiail :

acetronitrile methanol waz 2-propanol (HPLC grade) wannau9ivad Scharlau Useinaaiduy

tﬂ%iaaﬁauazqﬂnsd

wiaslasinTnnnuaiionaunaissandnings (UPLC) wanfnmizns Water Ju Acquity
Usznausie 1a3asnsiaianiie photodiode array waszaiUszuiawalusunsy Empower 2.0, LAT DT
ANNBLLIEA 0.1 NadNSY, dwqﬁﬂmmﬁ'gjq (ultrasonic bath), qﬂﬂimﬁaaaiwfiawﬁwm%:m WIDNLUHY
n589%10 Polyvinylidene-fluoride (PVDF) 211 0.20 lulaswas Lﬁuchu@ui‘fﬂaw 13 e 25 NOALNAT

UazLAIDINENES (vortex mixer)

MBEN
o ] a g ¢ & v v [ H v v H [ Y ] <
MIDYNNIANNUNAIN Ta%u IWN@'N‘WU'] aUsuaIMe engnen LLaﬁu']El']ﬂiUN'l‘léﬂJ E!NLﬂ‘U"'\T\ﬂ
1 a v v Y ¥ Y 1 ¥ v & [ [ [ [ =
PNFTINFUM IUMUAN UME LazIUMFAINTD 1ummqmﬂﬂ§qmwwmﬂs HASNWINUUNUS
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MTLAILNAIDEN

Fahathatszana 0.1 - 0.5 n3u lumetausinasene 25 fadans Tuagiuanududurasas
WosuNNENTuRIfIaEe (i acetronitrile U305 10 Hadans wel¥moieazmennameainiasuanms
fatheiiasmsmnlihlughdesrnhenuiigesana 5 - 10 i udUSusnasedis acetronitrile:

deionized water (1:1)

MSLAFBNEITATAININTFIY

AI9TNEINAITIUMENKEN aNNENTY 1,000 Wulasniudaiadans wisnlastansnasgu
udazsiia hiin 0.01 n3u lurasaUsnesanune 10 1858035 azmouazlSuSNesAe acetronitrile

fsaaBINaTHIUMLaNKENANNIENTY 10 lulasnSuaaliadans wisulasliaasazars
wWadu 1,000 lulasnsuaaiadans Uswas 100 lulesans lalumaladsinesdmzune 10 ladans
aransuazdsulSinasaeasazale acetronitrile: deionized water (1:1)

fsazaBaIgIUMEanNEn anadniy 3 lulasnsudaiisddas wisuleasliiaasazais
1,000 lulasnsudaiaddans Usunes 30 lulasans laluzialausinasdnzine 10 §addns azaeuazlsu

USnasalearsazane acetronitrile: deionized water (1:1)

msmanmzimanzanlumsuanasmian 7 siawsaniy

WW3BNTIAzENAITIUHENTISEN 7 #iia laun DEP, DnPP, BBP, DBP, DiAP, DcHP
uaz DEHP anadadu 10 lulasniuaaiasans Senzvieisnins UPLC Togldnaduiiniia Reverse phase
C1s wazmannziiminzanyanniiaesiiuadamsusnsasansmian 7 oiia ldud sandunause
frhazaeseving acetronitrile uat deionized water lugnnmilmanzan aamgiinasnsan uazumig

anuemaduilimmaganduuasgega ludvnasarenldlumsdnm

mMInadauanuldlevadisiteinzy (Method Validation)
dnwlaes199935299 EURACHEM Guideline® TaatdaniiaaNiauzaununisbaaiy

Quantitative test for impurity Usenaumemnitnasnasesdnsagl

1. MINATUANINDNIZLAIZAN (Selectivity)

O3ENENTAETABIATFIUNTNEI TN 7 Ble anwduiu 3 lulasnsudeliadans esed
v l!" LY = U o %’ 3 a (%’ 1 % I (% o v
fman3ad UPLC malududeniu ud 10 a5 wagidmnsiinssninaduduns 10 Ju usdays
retention time #la2oINATITHINTFIULAFTHANIAIUINS DEYDIANTBUUUNINTFIUTUNNS
(Percent Relative Standard Deviation, %RSD)

2. m‘mmaaumﬂ%mmﬁ’lqﬁﬂ,umﬁmeﬁvﬁqQmmwuaw’?ﬁﬂ%mm (Limit of qualification , LOD
1oz Limit of quantification, LOQ)

mMsUszanad LOD waz LOQ entiiumsamniszes EURACHEM™ lagidanaiageiiangia

' o 1y A v a P v g a % o &

Taiwunsalaid peak SUMUPBIFSNH NIz lddy sample blank AIIEHAIIUIU 10 AN

TagBIMBENNINMIN 0.2 £ 0.02 NSY ALAEAIY acetronitrile Usas 10 Tadans wazuSuUsinasee
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diluent 1%l@ 25 188805 NTANEITALANEAIDENNAIY 0.20 LNATAY PVDF membrane filter 1ogueazainsna
3021 3 A39 1A response gugazaUdazlATININUNTNINMNALTEUNNTTIU (So) uazihinUseann
@ LOD waz LOQ maisms2a4 Eurachem"”

3. MInagauaNNuLdunsa (Linearity)

L3 ENENTATANENIATTIUNFNENTMANTIANNTNTY 0.5, 1.0, 2.0, 3.0, 4.0, 5.0, 10.0, 20.0 KAE
30 lulasnudafinaans iliensidieiniss UPLC Snssidanududuas 5 a3 wasihdoya
nFNIN WA NNFITUEST e NN uLa U ld AN coefficient of determination (1) Wae

AN ) BIFNMIBUTUYBNFITUA LU

4. NMINAFIUANINUAIUE (Accuracy)

L3831 spiked sample a9udazin3ng i IA NN NTULANeRY 3 szaU Taemstadaghauday
aiia Wiilhmin 0.2 + 0.05 n3u TumaSau3nasdnung 25 fadans WuasnaspumManudassie
USanau 25, 50 waz 100 lulASASN araname acetronitrile USHNnS 10 188805 HaNME vortex mixer 11
hiuazaamade linualagily sonicate YSuUSnNasaeansasans acetronitrile: deionized water
(1:1) nsEsazaemIeinIaswiin PVDF 21e 0.2 luasau Aauhludadieiss UPLC shusana
Buduiiisuiunnvanaspuiiahessmsasmeanaspuenududy 0.5 - 5 lulasnSudefiaddns
ILUUEENAuTIY 10 A58 Minadpaazmslanduiy (%Recovery) muIdv09 Eurachem™

5. MINAFIUMNINLNSIM (Precision)
5.1 anuaansalumsmale (Repeatability)
o . Yy UK v v [y 1 a aa
138 spiked sample lWilanaduduzasasman anududu 3 Wwlasnsuaeiiadans
DU 10 9 wazmmsieNzimaluiudednu waziha peak area 2a3dsuaasriiaomnauiae %RSD
5.2 ANNHINTOIUMIMUDILG (Intermediate precision)
= . Yy v v 2R Ly 1 a aa
138 spiked sample lWilanaduduzasasman anududu 3 ulasnsuaeiiadans
rndune 10 Tu wazrihan peak area 29E1sUAAIHANNAUIN %RSD

msUsziiivaranaliwivauzainisinszy (Measurement Uncertainty)

msUsziiuaanuliudusuresmsiamilisunaszasansliviuaunnunas®” Wasiuen
anuliwiuauNImNe uarminamenyliwiuauzeneiseauaNNTasU 95% wazlda Coverage factor,
k=2

We

1. aameznwanzaalumsiesei

AaaNINl7ylla Kinetex C18, 2.6 x 50 HadLun3, 1.7 WlAsiNes gauminaauiianzyinam 35°C
' A o o . o o " @
F1ANNENMINAUEIWSU diode array mode #d 200 — 400 NTUNAS UBTANNENIAFUGEN (Amax) Wiy
225 NluwAs JlUsunsuzasdImazmandaud (mobile phase) Wauwuy gradient (MTNN 1) uaz
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seaznan UM (run time) 10 Wit Tagldusneslumsiansa: 2 lulasans wamsusnasazans
NasIUHENEIMEN 9 7ie WlasinTnunsy (e 1 wazmuil 2) Mamwasivhsnsousnas
Muanlaauiu 9 #ile %’msamqumsmLawﬁmiﬁ”mmﬂssmﬂnsxmwmﬁﬁmqw udianaaausu
waaAwIass wuhiidymuamindsunuiiauasans DMEP waz DnOP Ffluiiausnuasiingaiheuas
TasinTnunsy v lilianansadeneimsnisasdindaniuasmandisu 1 1¢ sailumsaidfiumsnagau
anuldlewadds Sudonarsmian 7 wile fisnsodenzilendantulunanios 6 ziia fanmeaiilenan

PTG

M3 1 Gradient Program za9naaniilagdmyazaanld 2 siaudunu Ae DI water (A) uay
Acetronitrile (B) fa6149 ni 6 2308 mudasnmsidsundasressanadrunandulumuanuae

284 Curve MIEdATISIAINIUNMSATaUNYDININEZAIY 0.450 HAFANTADUN MBDAAINMTINNIU

Time Flow %A %B Curve
(min) (mL/min)

1 Initial 0.450 40 60 -

2 6.50 0.450 10 90 11

3 7.50 0.450 10 90 11

4 8.00 0.450 0 100 5

5 8.50 0.450 40 60 5

Ll

DEPT el

158

DaPP - 0008
DEHP -8 817

DMEP . 0388 -

[—“""—'DIOP -1.032

LE- 3
-
s eF
1 T
e a -
:2 - -
Ll o -4 <
" "
(1) ; ;
. = s
= J N A
Qmi._kl-_l\__’]- L
B e - - v T T
-] " "o k] 1 % 1z % k] Lt | L) 9 (3] (L] m % L1}

M 2 TasinTnunsuzasansazmenauasnian anududy 3 pg/ml lu Acetronitrile muaIGu
nnghellam@sii DEMP, DEP, DnPP, BBP, DnBP %4a DBP, DiAP, DcHP, DEHP ua: DnOP

2. maminmaaummﬁﬂﬁ"na\ﬁﬁ
2.1 Selectivity: Mixed Standard Concentration 3 lulasnsuaaiiadans
ﬂﬂj’)gﬁﬁlﬁﬂn\niﬂLL‘c’lﬂﬂWi‘YﬂLa'ﬂ 7 ¥R Bﬂﬂﬂﬁﬂﬁulﬁ%}ﬂmu‘[ﬂﬂlﬁﬁj Resolution > 2 uag
e %RSD 584 retention time 204a5%4 7 %0 MMIRANVE T 08lug1e 0.04 - 0.14 uay

559U aglud 0.39 - 1.54 MNeasden (19199 2) uazli Peak characteristic (19199 3)
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M990 3 udNanwedAYuad Chromatogram Iﬂil'i::l! Peak Characteristic {uainde (n=10)

PRNMIAANTATNENIATTIURFNETILEN 7 210 NANNTNTY 3 pg/ml

K Theoretical
Name RT Area Tailing Resolution
Prime Plate (50)

1 Diethyl phthalate, DEP 0.5438 32494 2.88 4715 1.10 5.82
2 Di-n-propyl phthalate, DnPP 0.8931 29689 5.38 6720 1.13 10.64
3 Butylbenzyl phthalate, BBP 1.4939 20879 9.67 7660 1.12 11.84
4 Di-n-butyl phthalate, DnBP 1.6578 20790 10.84 7033 1.12 2.43
5 Di-isoamyl phthalate, DiAP 2.9974 11537 20.41 5883 1.18 13.13
6 Dicyclohexyl phthalate, DcHP 3.4301 13156 23.50 2836 0.94 3.07
7 Di (2-ethylhexyl) phthalate, DEHP  6.8728 15287 48.09 218410 0.93 35.11

2.2 LOD uwaz LOQ
HamsnedaulTinamgalumsiensidqumuuazdiling laadswuuinasgu
So weandanNMINe 6 ¥iia WU Taduli response 299 matrix NTUNIUMTUATHINNNGD TBIAINN

Aa s WendSushyy asn endnehuazaduamea mumau (1597 4)

MINA 4 WANIIAZY sample blank pudazudannd 6 #ila laun WenUSuryn (Softener)
1en#ni (Washing Liquid) @au5ua1me (Air Freshener) Iluaanih (Facial Foam) @34 (Cream)
wazlazy (Lotion) MUIU 10 ASI LABZAIIEA 3 2

Peak area
Product mean  SD(S) S
1 2 3 4 5 6 7 8 9 10

injl 10709 10585 10695 8242 8525 9968 10025 9233 8995 8545 9562 928 656
Softener  Inj2 10793 10643 10748 8284 8632 10123 9731 8922 9053 8717

Inj3 10867 10631 10662 8362 8407 10264 9568 8932 9075 8927

injl 5381 5375 5257 5702 6074 5110 4975 8272 6841 7304 5995 1205 852
Washing
Inj2 5250 5279 5251 5455 5385 5163 4731 9471 6419 8499
Liquid
Inj3 5198 5944 4939 5326 5145 6461 5160 7900 5778 6806
injl 1818 1782 1416 1771 1537 1627 3045 1469 1996 1470 1818 538 381
Air
Inj2 1616 1333 1472 1507 2316 1538 3680 2413 1862 1329
Freshener

Inj3 1330 1491 1679 1799 1646 1828 2366 2497 1581 1318

injl 9996 9385 9686 9385 9796 9093 8715 8562 8719 8265 9098 462 326
cream Inj2 9653 9087 9354 9351 9921 8849 8621 8675 9196 8629
Inj3 9610 9347 9070 9227 9301 8867 8767 8582 8619 8597

injl 37371 33976 39170 37684 39134 39701 40117 35108 40975 38475 38872 2125 1503
Lotion Inj2 36201 39484 38096 37852 40465 39926 40685 36177 40275 43224
Inj3 38800 38285 35031 39568 42799 40477 38833 40917 38881 38461

injl 15057 14739 19168 15119 15572 16050 16149 16642 15976 16520 16326 1266 895
Facial

Inj2 14610 17260 19244 15564 15678 15930 16051 16391 15928 16021
Foam

Inj3 14751 18848 19163 15661 16702 16702 16068 16394 15831 16000
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u,azLﬁ'aﬁm‘;m%mmmmﬁmaﬁ%‘imeﬁtﬁqqmmw (LOD) wazvannm (LOQ) WUARE
Tvie LOD agfludn 0.017 - 0.577 lulasnsueaiiaddans wse 0.0002 - 0.007 %w/w waz LOQ agludn
0.058 — 1.812 lulAsnsneafiadanswss 0.001 — 0.022 %w/w waasainanNsaIANRlATANNTNTY
m;wqmﬁa WaUsUPIMA 589893NA8 A3 INeNFnEN ﬁwawﬂ%uﬁnéu Toladawih uazlatu museu (NN 5)

M998 5 wamsAne LOD uay LOQ 2a95laamsld blank sample wamsiamw‘%ﬂ*z?ﬁy'q 6 nila laun
fwmﬂ%'uﬁ"nuiu (Softener) 1hen3neh (Washing Liquid) wau$usme (Air Freshener) Tnludranth
(Facial Foam) a3 (Cream) waz 1a#u (Lotion) Tagiaszish 10 a3 uazudazinan 3 ase e
menndnduluglulasniudaiioddns (ug/ml) war3paazlainmiin (sw/w)

DEP DnPP BBP DBP DiAP DcHP DEHP
Softener
-LOD pg/ml 0.159 0.148 0.162 0.017 0.178 0.038 0.313
%W /W 0.002 0.002 0.002 0.0002 0.002 0.0004 0.004
-LOQ pg/ml 0.531 0.493 0.539 0.058 0.592 0.128 1.043
%W /W 0.006 0.006 0.0063 0.001 0.007 0.001 0.012
Washing Liquid
-LOD pg/ml 0.203 0.197 0.219 0.084 0.237 0.107 0.392
%W /W 0.002 0.002 0.003 0.001 0.003 0.001 0.005
-LOQ pg/ml 0.325 0.677 0.655 0.731 0.278 0.789 0.357
%W /W 0.004 0.008 0.008 0.009 0.003 0.009 0.004
Air Freshener
-LOD pg/ml 0.058 0.035 0.029 0.090 0.090 0.041 0.080
%W /W 0.001 0.0004 0.0003 0.001 0.0005 0.001 0.002
-LOQ pg/ml 0.451 0.194 0.117 0.096 0.452 0.137 0.401
%W /W 0.005 0.002 0.001 0.001 0.005 0.002 0.005
Cream
-LOD pg/ml 0.079 0.078 0.088 0.045 0.095 0.054 0.151
%W /W 0.001 0.001 0.001 0.001 0.001 0.001 0.002
-LOQ pg/ml 0.172 0.093 0.067 0.436 0.108 0.392 0.395
%W /W 0.002 0.001 0.001 0.005 0.001 0.005 0.005
Lotion
-LOD pg/ml 0.315 0.341 0.398 0.402 0.413 0.424 0.577
%W /W 0.004 0.004 0.005 0.005 0.005 0.005 0.007
-LOQ pg/ml 0.958 0.969 1.101 0.703 1.168 0.798 1.812
%W /W 0.011 0.012 0.013 0.008 0.014 0.010 0.022
Facial Foam
-LOD pg/ml 0.230 0.246 0.286 0.273 0.298 0.290 0.423
%W /W 0.003 0.003 0.003 0.003 0.004 0.004 0.005
-LOQ pg/ml 0.674 0.652 0.727 0.273 0.785 0.352 1.299
%W /W 0.008 0.008 0.009 0.003 0.009 0.004 0.016
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2.3 Linearity
HANSNAFBUA r° BdaEsMILanuaazsie wulnliaunnii 0.995 Tugranududy
0.5 - 30 lulasn3udafiadans (5199 6 wazmui 3) e slope 2asnMazifiui DEP fanallums
Gli’)ﬁ]%tﬂ‘i’]zﬁ@ﬂﬁﬁj@lLLﬁﬂQﬁ’lQﬁﬁEﬁﬂ 598947Aa DnPP, DiAP, BBP, DBP, DcHP waz DEHP muaau

H = . . a Vo a £ ' .
MS5NN 6 WamMsAnE Linearity 28935 waoamanyszand (r*) @ slope wazA intercept 284a1M3
a v ' v Y & Hg v
BadU SERINANNENTY 9 52aU (0.5, 1.0, 2.0, 3.0, 4.0, 5.0, 10.0, 20.0 WaE 30.0 pg/ml) waziunlane
YNFIINUANIN 7 B0

Name r’ slope intercept
1 DEP 0.9978 10349 310.88
2 DnPP 0.9979 9423 288.32
3 BBP 0.9978 7955 361.98
4 DBP 0.9977 7602 296.31
5 DiAP 0.9952 8285 -376.34
6 DcHP 0.9979 6905 421.85
7 DEHP 0.9978 5782 335.59
400000 DEP 350000 - DnPP 300000 BBP
350000 - - 500000 - 250000 ;
300000 A 250000 - e
£50000.7) @ 200000 - — e
mao) M oy swo | ¥
{ e
sl ,l’/ 100000 - 100000 X/
- = J y=9423x+288.32 # =7954.6x+ 361.98
50000 | y = 10349x + 310.88 50000 it T 50000 ¥=7934
i f R2=0.9978 o . _ - . ; %,1\")( R?=0.9979
0 10 20 30 40 0 10 20 30 40 0 10 20 30 40
Concentration, ug/ml Concentration, ug/ml Concentration, ug/ml
300000 - DBP 300000 DIAP 250000 - DCHP
+
250000 | " 250000 | 2 200000 -
N P
200000 200000 S 150000 4 i
150000 150000 - //./
4 100000 -
100000 - 100000 - 1/
y = 7602x - 296.31 3 E ) |
TR | e e | e
0 - - - - 0 - 0 ; - .
0 10 20 30 40 0 10 20 30 40 0 10 20 30 40
Concentration, ug/ml Concentration, ug/ml Concentration, ug/ml
200000 DEHP
150000 | ¥
//
A
100000 - P
v P v @ ¢ a v . . v Y v
p— /i’ NN 3 AIINULTFIIANNTNWUS LT (Linearity) 52¥INONNLANAU
Lt y=5782.1x+ 335.59 & Ay v
2~ R%=0.9978 0.5, 1.0, 2.0, 3.0, 4.0, 5.0, 10, 20 L8z 30 ug/ml waTNUN AN A2 DY
0 4
0 10 20 30 40| FITNUBANUEILTUN (n=5)
Concentration, ug/ml
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2.4 Accuracy

PDNMIANE %Recovery 2a9d1smian 7 8o ludedNdannus 6 #iia laams spiked
NINANTFIUHENLBINLEN NANMTNTU 3 526U WU %Recovery 2atarsnianilasglugie 90 - 110%
& v o ' ' v a ¢ a @ & o ad o v
MilauaneiInegNKazaem %Recovery filannmaianzindadmeilagy (590l 7) uaziiiaindaya
YRNNNHAANMIN AU 191 %Recovery gagnfia 108.12 wazAIggana 90.06 Adeag Ut

W v = 1 lﬂ'

96 - 98% waMNMINTTANYMIattayalasiia %RSD aglurn 2.24 - 4.17% (9197 8)

MINN 7 WaMSANE accuracy PBIBEMSUNAINMTLATaNEaNTalazY Taams spiked d@15miani

ANNTNLY 3 5TAU NUIUT 10 AFY UATAIUIUA %recovery

#9/USnw %Recovery, A347
1 spiked 1 2 3 4 5 6 7 8 9 10
DEP

100 pg/g 94.79 9337 9882 10074 9564 10139 9692 9820 9780 9850
200 pg/g 10180  96.56 9871 9585 97.88 10211 9801 93.19 9869 9747
400 pg/g 99.00 10055 99.87 10377 9866 9769 9871 9932 10170 10193

DnPP
100 pg/g 10042 9241 9981 9644 10129 9953 10291 99.04 9888  104.88
200 pg/g 99.87  99.13 10234 9948 10043 9775 9832 10082 10080 10179
400 ng/g 97.56 99.26 9707 9768 9529 9497 9640 9783 9779 9587

BBP
100 pg/e 93.01 92,03 101.05 102,66 9941 9994 9751 99.01 9290  100.84
200 pg/g 103.08 103.12  101.74 10250 9963 101.83  99.13 10099 10348 100.06
400 pg/g 101.20  99.89 9942 10027 9810 9757 9900 10067 10024  99.17
DBP

100 pg/g 97.07 9447 10150 9869 9545 10259 9936 10275 10275 102.75
200 pg/g 101.85 10433 9960 10034 9802 9823 0893 9795 10228 9749
400 pg/g 99.08 9878 9733 9840 9677 9480 97.17 9782 9739  96.10

DIiAP
100 pg/g 9734 99.12 10004 98.10 10046 10292 9489 9538 9944 9510
200 pg/g 101.70 10563 9948 10021 9454 10152 10209 9323 9974 10340
400 pg/g 9873 9721 9843 10139 9475 9423 9853 10064 9853  97.74

DcHP
100 pg/g 92.40 10081 9335 10000 9436 9944 9169  99.61  95.11 99.70
200 pg/g 106.75 107.16 95.20 99,52 9927  102.78 10497 105.16 10478  96.77

400 pg/g 96.10 99.86 10208  99.11  99.19 9635 9801 10146 97.80 9824

DEHP
100 pglg 9205 9558 9489 10274 10028 10080 10030 100.82 100.86 9837
200 pg/g 9479 9236 9413 9508 9381 9396 9355 9465 9109  93.11
400 ng/g 9215  91.82 9259 9329 9178 9027 9054 9326 9274  91.59

DnOP
100 pg/e 9136 9470 9476 9028 9330 9562 97.13 9481 9596  99.55
200 pg/g 9230 9036 9820 9662 9354 9792 9395 9784 9158 9214
400 pg/g 91.50 9451 90.13 9025 9258 9481 9250 9568 9132 9314
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m1399 8 agUHaNIANY Accuracy 28935laEMIUEIAIGIEN AFA AIRdY waz %RSD 28 %recovery
29ENIMNLAN 7 BHO NANNINTY 3 520U TUNANN UNL A

9 T
Products - eRecovery
Min. Max. Mean %RSD
Softener 91.12 108.12 96.71 2.24
Washing Liquid 90.49 102.24 96.52 2.53
Air Freshener 90.40 104.93 96.50 2.99
Cream 91.02 104.10 96.86 3.39
Lotion 90.13 107.16 97.86 3.70
Facial Foam 90.06 107.23 97.40 4.17

2.5 Precision
2.5.1 Repeatability (Within Day)
HamTieTidate 10 a3 meluudedy semdasasiudazaiouasihdaya
Ha %ow/w e IEld A %RSD wueegafa 0.87 warAgagaie 2.54 (914 9)
2.5.2 Intermediate precision (Between Day)
NAMITIATIEHTIRENT 10 A58 SN 10 Tu sesnARAaTudazaiio wozihdaya
Ha %ow/w aIEld e %RSD wueegada 1.92 warAgagaiie 2.97 (a9 9)

@310 9 wamsd@nw Precision (Within Day ua: Between day) uamualogandequusnasgiu
du9NS (%RSD) 2e3daya %w/w NNMIIATIEHENaE1T spike NTALAHINATIIURNFNETMEN 7 LA
10 #59 (n=10)

Within Day Between Day
Products % RSD % RSD
DEP DnPP BBP DBP DiAP DcHP DEHP DEP DnPP BBP DBP DiAP DcHP DEHP
Softener 1.96 1.25 0.92 0.97 1.16 091 0.87 204 235 278 2.12 2.32 2.13 2.31
Washing Liquid 231 1.58 1.76 1.87 121 1.87 2.12 2.56 267 221 231 2.11 2.86 2.97
Air Freshener 2.09 2.31 2.54 2.19 222 231 2.31 2.89 293 286 2.01 1.99 231 2.64
Cream 2.11 1.33 1.18 1.43 243 247 1.63 2.75 2.81 2.54 2.78 2.74 292 231
Lotion 1.99 2.28 2.40 235 211 217 2.40 2.83 226 217 2.54 225 2.70 2.74
Facial Foam 1.18 1.64 1.21 1.24 1.32 1.87 1.72 1.98 282 242 240 241 2.76 1.92

3. uamslsziiua Ay liniLauaI BIATIEHNN MU
ANsanuvaseNN v uN NsaFauns Ul NIITNRWasea LUl anuliulusunMsSeSaN
M MIETarMINATTIU urasrasnNy lduiuauInne3ar natadsunes lulastiue wazenu
=Y l{ t!} v 1] = L 1] 1]
UIINHYIANTINATIIY nansagaunsuletumMsdauisuwazlususas anuliuuauInmsleanzag
U v v :s' v ‘19’ d‘ ] :x' (11) L7 &1
MANNINIUNDIULeNNATDY [udnmsh 197 agil
WA 92IAIN LN LU UBUIITINDIN N B BIUNILATIEY BILFAIBN LUAIYDIAINLTELUY
a o‘%’ Vv a I'd a U U 1 -:%’ 7 ~1 1
lumsienzdian wazanugnaaelunmsinisd (%Recovery) msdssiliuanean g warduaaalvitiui
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P o Ao w v a ' o] o ' Y v oA v . .
avAUsznaunaniaaysraliiiaanybiviveugiiigads manudaduiisiuldan Calibration Curve

a3l IeNsisasasndaanu i uneNNNeN wazaNNwiuE luMAEILA (N 1)

Source of mass

Source of volume

Source of recovery Source of standard

Source of precision Source of Calibration curve

AN 4 F0EIUBIAUTENDUYDILNANA NN LN LUUDUYBIMTIATIEH

a 4
AU

mainnzimsmanlundadasiiniasdionwasudodoeiildluihuaulutagtudsliiis
naspy Sefinawnduilldineiia UPLC Faflueisdianiludacfidmsuaznasauanaldldvedds
MUNATFIUEING SsmEanaansolenzilelesmeailn HPLC wsa UPLC uazldmesiaieniie UV
w32 DAD Mnuanuyas Wu T. et al. 2008 laiSauidfisudszansmuwlumsiensiasmanaiania
HPLC mliuss UPLC wuiie3as UPLC Liszanimwlumsiensiiigint Tasmwzaansoaana
Usinasnsuazdazanaldannnt 50902 minmsanmniinuing UPLC Wharlumsiensiansmian
s 7 il melunan 8 il wezld flow rate tilsaud 0.45 Fadansdanil sansaUszudanauazUsnn
svharanele Waifsuiuisieuiild HPLC gdldnannnnh 20 il was flow rate 1 fiadansaaini

Bilsansaldlanimsanaendnesalmsmanhuldlundasasiaiasshan mulszmeansgng
MssaiguIIuIL 3 #iiadia DBP BBP uaz DEHP lasfidaanumunsomgalumsasaiensiienomn
duduwdofurindnmnaglugig 0.0002 - 0.005 %w/w, 0.0003 - 0.005 %W /W UaE 0.002 — 0.007 %W /W
anuady uasdmduasmianaiaimdedusiafigmhanlduaswuannlundafosigunn®® sanseldis
Lﬁ'amnmﬂ%mmiﬂﬂﬁ%ﬂawamﬁneiwqﬂiunwﬁmswzﬁﬁm%’ums DEP, DnPP, DiAP waz DcHP tmnu
0.002 - 0.011 %W/W, 0.001 — 0.012 %W/w, 0.001 — 0.014 %W/W Was 0.001 — 0.010 %wW/W MINIAU
Fadandaiiissmaiivsiensiudasasiluiasemenndayamsinalusunwglsl wasanizawim
dulnajwudiszey > 10 ppm @ Fuly

Togmlulunssiumandaansmianidumsidaudsdundodon Tuanazesmanialdldaa
Wussiudusatuuaming v‘iﬂﬁ’lﬁwuﬁmwﬂumsaﬁ'ﬂ61'3athqmim'%ﬂué’aatiwém%’u‘i%‘ﬁy WA Iz
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ilufianugsennuazlianugndadlaglier wRecovery fidioglug 90.06 — 108.12 waz %RSD <5
Fufeuwhiuiduas Jidong Lia et al., 2008 AlWen %Recovery WU 85 — 107 628 %RSD <6 lagidi
Lidasshusuaaumsadadotudas SPE fifigeenn uazlufienldhediandunniagiidasldluiueion
thaths uannniidlianuiiieseasisiiddase %RSD <3 114 within run was between run
adnlsfonu wdasasiismibeluiasemaiionuwmnnmeniavs wasgasemiuiifuumind
fuandfy Maedhnunniinauagainsosumumsinnsilasie retention time asAUMIMLAN
DIAHAADTRNNA LUMIIATIER M3LEAI1051930%THA photodiode array #ualaiUSauni UV 5358
Tasainsousnuszasisumumainnasmanldnnansasamssasann iy duiufinsimaian
FEcamaiiaiuancaitaldlumstiudusnugndasiigeiu wiu LC-MS/MS udu

a5

9

¥
ad o

Biansaldanaiensiviinamsmanwsaniu 7 #iia laun DEP DnPP DBP BBP DiAP
DcHP uaz DEHP lagl#iaias UPLC #iflwihaasia3asiia photodiode array sansaldlumsitassy
iadhsamstuiaurasmnsmaniuldlundadnriniasdansiiondn Tofu wasTiudromh vananil
fagnsaldmuinamamiangsiiaduiiiinsusuieiiuguantidvaswdodasiliiduluamaiguao
Faams vy yusy viavandenunuiu Wudy degnihanldinniulundesurigumwlutlagty wu
hendneh ihendfuinjauazmatiuamea Tesfianumansorasisimnsauiisaswadmivlfiiada
amumsnfrasndasailuissamaiamaduasasguilaadaly
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Simultaneously Quantitative of
Phthalates in Health Care Products by
UPLC/DAD

Siriporn Thongprakaisang
Bureau of Cosmetics and Hazardous Substances, Department of Medical Sciences, Tiwanon Road,

Nonthaburi 11000, Thailand.

ABTRACT Phthalates are a class of industrial chemicals comprising about 30 commercial products
which mostly used as plasticizer to enhance the flexible and soften of plastic. Presently, phthalates are
used in variety of health care products both cosmetic and household products, thus they are widespread
to human exposure. Toxicities of phthalates are concerned due to their mutagenicity in vitro and
induce reproductive and developmental health effects in animals. Now, Thailand’s the Ministry of
Public Health is banning five of phthalates i.e. DBP, DMEP, DEHP, PIPP and BBP. However, we still lack
of the situation data of phthalates presented in health care products. This study is for the development
of simultaneously determination of seven phthalates by UPLC/DAD technique and validation the method
following EURACHEM Guideline. The study Kinetex ®C-18 column (1.7 um, 2.1 x 50 mm) was used.
The separation was gradient programmed of the ratio of acetronitrile and deionized water with flow rate
0.45 ml/min, column temperature 35 C, Amax = 225 nm and running time of 8 min. The validation results
showed a good selectivity of seven phthalates with resolution > 2, %RSD (n =10) of within and between
run were 0.01 — 0.12% and 0.29 — 1.71%. LOD and LOQ were in the range of 0.0002 — 0.007 %w/w and
LOQ 0.001 - 0.022 %w/w. Linearity of the method was in the range of 0.05 — 30 ug/ml with correlation
coefficient, r > 0.995. Accuracy was presented as %recovery wihtin 90 — 108. The precision was
presented as % RSD of peak area which was less than < 3% (n=10). The results showed that this method
was valid appropriately for determination of seven phthalates in health care products subjecting for

consumer protection.

Key words: phthalates, UPLC, cosmetic product, household product
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