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Method validation for determination of released cadmium
and lead from paper for food contact materials
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Inductively coupled plasma optical emission spectrometry mﬁ%%ﬂaaummﬁs’m EN 12498:2005 Paper and
board-Paper and board intended to come into contact with foodstuffs-Determination of cadmium and lead
in an aqueous extract WU PidlFuveuedalodmTuNTAdULARIEL Waznza WU 5-50 uag 50-500
Lilasniusiedns audidu Adnsiianisnsamussuanden uazazia Wity 0.5 waz 5.0 lilasnsusedns Arda
Seluntsiadalsnaemandion uazazia Wity 5.0 war 50 lilasniudedns waznsnwiAaaleudes
uazAuiios Tdhsderarnsfiundy wasdosasvsmdudonuumnmegudinivsvesiiaessinoglutag 85.3-94.4
uazoglutag 0.63-2.92 muddu Aennalsluiueuveasazswiialiiuiesas 15 Assdumnuideriuesas 95

Abstract

The method for determination of released cadmium and lead from paper for food contact by
inductively coupled plasma optical emission spectrometry was validated according to EN 12498:2005 Paper
and board-Paper and board intended to come into contact with foodstuffs-Determination of cadmium and
lead in an aqueous extract. Results showed that instrument working range of cadmium and lead were 5-50
and 50-500 pg/L respectively. The limit of detection of cadmium and lead were 0.5 and 5.0 pg/L and the
limit of quantitation of both elements were 5 and 50 pg/L. The bias and precision studies showed that
percentage recovery and relative pooled standard deviation of both elements were 85.3-94.4 and 0.63-2.92
respectively. While measurement uncertainty was less than 15 % at 95 % confident limit of all elements
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Vieviu U3y viseTesiuamsuuves 91U 9w a1n fy
naos 0 Aivhainnszawvidenszawuds saufennuy
vhannidensyauiitugiidunsusudahlusiliuis
uazazsinnuuanssiuusTatasilaemly iesandes
fauantAlunisifvinviguamuazdnoigeimsi
anunsnldsundadlidetadounindeusis q wie
ANENYEIHENS 1Al ¥S09aTIIME1RNZVDI8IMNT
tu susifeatunsznuduiasmsdedldfinmadon
fhoasinilugemmslulinaidmasonuuaonss
AaN1TUSINA NIEAEUREDIMITRIR0TINIINAFRY
awAsng  ileruUasnsvesfuslag Wy desazenn
uagliififeunniesiidmaronstinuuasmstuiiouss
HAnATueioMIUTTY Taen1swdnnszaudesia
avon fnsuudeuanansiediflegluszduiivaendos
AR INIATE U
annmglsuldfissideuninde FosTandurs
81915 Regulation (EC) No 1935/2004 (Materials and
articles intended to come into contact with food)
Tuszifoudnanlsuenussinnesianiionadusiae s
1015 17 Uswuan Fanszanuuaznsvauuds (Paper and
Board) dmifuvildlu 17 Ussuamiu Tnemsannnglsy
IFAfiusitenasides Guideline for the Compliance of
Paper & Board Materials and Articles for Food Contact
Tudouurthatuilidnsssyfansiudeuianiduans
Suvduazansefunididosmuauunadicuny uag
Bildlunaaou [1] wufsrfuussmalneildfmue
:u’1mgwuwamﬁmeﬁqmawmﬁuﬂimwﬁuﬁammiﬁu 2]
n13UssiuANNINKEAANIINTE AT ¥ENTU
duraems WneniaaeunnanurANLUaenduRny
Usinalaveniniiazaisesnainaivuznszavlagis
VAFOUANLINATEIY EN 12498 WoeUfjURnN59i0wmsa
goumnultlavesisnaasuneuiluldnu nsiaunig
naaouasaildnrrasuaalildvesivaasudiina
waaLiley wazmzia Magarsainnszanwdmivdula
2113 glasinisivuadanuliwiveudmunsves
HansvaaeuliiiAu Seeay 20 uasfnuandnuuziang
99938 1w drnsliauvesnniesile (nstrument
working range) AAIAN1IHTIANT (LOD) AAIAANTT
TaU3unad (LOQ) Aulowdes (Bias) NanszNuaN

wvi3nd (Matrix effect) Annaniiessewinenan (Interme-
diate precision) 91984LUINMULENAT The Fitness
for Purpose of Analytical Methods. A Laboratory Guide
to Method Validation and Related Topics. [3] Lazn13s
Uszanaaiauliniueurean1sin a1uenans VAM
Project 3.2.1 Development and Harmonisation of
Measurement Uncertainty Principles. Part (d): Protocol

for uncertainty evaluation from validation data. [4]
2. 35115938 (Experimental methods)

2.1 29814
ASEAUELRADIMSNYINANLED5I5UYRA taed
PULLAUNISHANLAEINU

2.2 \p3asiiouazgunsnl

2.2.1 \3pBudniing dwia wanawn eewdn
Ava Bfiadu awnlnsiwes (ICP-OES) 8% Perkin Elmer
U Optima 5300 DV

dnnziA3es Flow gas: Plasma 15 L/min,
Auxiliary 0.2 L/min, Nebulizer 0.80 L/min, Power
1300 watts, Plasma view: Axial, Sample flow rate
1.5 ml/min

2.2.2 \pipaenmunNgamndl (Shaker bath)

2.3 @151l
2.3.1 miaxawmmgm?iﬁa High Pure (n@#
PMNUTEMABLNSNN) dnsuasradulAsnsaeuiau
2.3.1.1 ansazangansguLaAndley AL
LY 1000 + 3 UN.ABERS
2.3.1.2 miazmammg’mmﬁ’a AL
WY 1000 + 3 UN.ADANT
2.3.2 miaga’mmmg’m?jﬁa Perkin Elmer
(HERANNUITLINABLUTA) FNSUNITUIANTATIAANTT
SaUsua memamanuleudaarnsmaundios
2.3.2.1 ansaganeannIgIULAniey AL
LY 1000 + 5 UN.ADANT
2322 msazmsmmg'mmﬁﬁ ALY
21 1000 + 5 UN.ADANT
233 asararensnlundnidudu 65% Bve
Merck (HanNUSLINALLDTIY)
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2.4 A5n1saduau

2.4.1 Frmslinuvenaiosie (nstrument
working range)

asradulasnisaeuiisy (calibration curve)
SEWINAIANUDULELATANUITLTUYBIENTAL A1UA Y
3197 1 wadhandulseavamsanaule (coefficient
of determination, R?) wmnAduUsyaNSandusius
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2.4.5 Mamaranuleuides (Bias)

WIBLLATNAADUATIDE 19T 2.4.2 iy
ansazAnEIMEIUNALVBILARTL LasAy M 71 3 ST
Pdudu (i nans g9 mussed 2 Tagldiedns
nsgawduL 10 91 Aot saransunsgTuNay

#1979 2 AIAINUTNTUYDITITALAININTTIUNTLT 3

. . SAUAIUTUTY
(correlation coefficient, r)
y . anududu (ulasnsu/ans)
@159 1 AIAIINTUTUYBITITALAILIUINTTIUREN #15azany - B
uAnLley e
anududy (uan/ans) 2
o - ansavarensalunsn (1%V/ V) - -
A - B
UAALIEA il A138AN8U NI IUNENT 5 50
ANSaransLUaLA - - ANUDTUTEAUFN
@ S [9 o
(ensavansnsalussn (19%V/ V) ANsaTANRSTIUNELT 25 250
aN3arAIENINTFIVYINT 1 5 50 AL DUTEAUNANS
A138YANBNINTFIUVINT 2 7 70 A18TaNEUINSTIUNENT 50 500
A138raNBNINTEIUYINT 3 15 150 AINUTLIUIEAURY
A3AEAWUINIZIUVINY 4 25 250 2.0.6 NSANYINANTENUINUNIAG (Matrix
A138ZANBNINTFIUVIAN 5 50 500 effect)

2.4.2 MIPSUULAYNITNAABURAIBE

Faogrenszane 10 + 0.0050 ndu ldluwn
JUBNN YUA 250 adans Buusenleseudidala
ansuaulaeanles $1uau 200 mL thiregnsdilallain
ﬁqm%qﬁ 80 °C (flunan 2 $1lus ntunsesansavane
Wi ssegnadetihdeu 80 °C Taadlurausuusunns
4119 250 mL fsliduiigungiivies unsalusinliid
ALy 19 v/ 9ntuduUBings wasthlutagae
Lﬂ%m ICP-OES

2.4.3 n153ANAAN15ATIINT (LOD) Uay
Yaniansinusuna (LOQ)

WSUULATNAFDUMBY 1MUY 2.4.2 Lagly
Frog1ansEane S1uy 10 9

2.0.4 NM58uUsuInINnNTInUSLINM (LOQ)

W3 EULAENAFEUMIDE19RNTD 2.4.2 Tagly
Freghanseane S1uau 10 9 WaTazaeNInIgIY
naugeLAnlon uazazifiaududy 5 way 50
lulasnsu/ans
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IMSYULATNAADUFAIDE19AINTD 2.4.2 LAY
A1TATANENINTTIUNANVDILAALTEY wazazia 71 3 Sz
Aty (F nang a0 ARSI 2 AnARaY
AMUEILEY LazES 1IN INTEIINeARR AL LA
AUANLIALTY [5]

2.4.7 mymmAanufissszninnans (Interme-
diate precision)

LASEULAENAADUAIDE1ININTD 2.4.2 LAY
A1TATANENINTTIUNANVDILAALT Y warmzi 71 3 Sz
st (5 nana g9) aumsnail 2 Tnusias Suwmsen
ansazangldfiegnadiuan 4 91 uavinseEeULUS
Hu 3 Su

3. HawaLIv15ad (Results and Discussion)

3.1 929n15 199UV aLATRED
ANMUTULATAT R? VBILAALTEL LaTATNT LAnd
HIANTIN 3
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715799 3 Y9auTudunss ANTY uas R

Yosuamdon uaznzna

AduUsEans
s s 4
adndunus (r)

510 | dasenadudu| anwdu | R
A39 (uAN./Ans)

wAALEL 5-50 53.6  ]0.9999 0.9999

e 50-500 9.20 ]0.9999 0.9999

3.2 IAINANITATIAN (LOD) waz IAINANITIA
Usueu (LOQ)

YINANTVAEeUINAIIR LOD Auaunsd
1 TaeA LOD wasunnlen uazazii fauvinfu 0.5 uaz
5.0 lulasnsu/ans mua1du wagmwiaA1 LOQ 210
aunsii 2 Fean LOQ vesuandlon uazasia ey
1.0 uay 15 lulasnsu/ans auaisu

LOD = 3(S,) Q)
LOQ = 10(S,) @)

v

S,= 5D ATUIANKANTIINAZDUAT LOD 911U 10 91

n = fungvewedsiivesfiRnislddwmiveen
1891y dmSunisnadeuiiimuely Wity 2

n= Sruauswesiuase fivesufuinislilunig
npgey dmiunsvaaeuiiiiuualivingu 1

3.3 MsguguTAIINAN1ITIAUTU (LOQ)
fisyiuaududuvesuaniiion waznzio
Wity 5.0 waz 50 lulasndw/dns mudeu detua
NMSVAFDUYBIAIN 2 suIAINASaEazNSAUNGY
(% recovery) uazdosazAndsuuInTgILANINS
(% RSD) & nReuiisutiunasituauansiemnsad

7157991 4 ArdaeasnIsAUNEY (% recovery) uaziogas
AndeauuaInsgauinG (%RSD) vosunnlen uasnzia
finarududi 5.0 uag 50.0 lulasnsu/ans
(F1uaasaInuanIsagay 10 91)

v v o |a Sapazdaudes
AUDUTY | AAUTUTY | Sovazng
4 4 P LUUUINTIIU
570 ag (uAn./ | w8y (WaAn./ | Aunau(% v @ %
ans) nn.) recovery) v
’ (%RSD)
uAnLle a7 0.1177 94.1 1.0
e 42.7 1.0666 85.3 2.1
LNUTIFLA 80-110 <10

asUA LOQ vasuAnilion uaznzivednis
vegeutiviidu 5.0 ua 50 lulasniu/ans muansy
Wesandaaulowdes armnudiss wasauly
wduaweglunuani LA

3.4 AAulaudey (bias)

PIHANSNAFDUVBIANTAYANF 188199178
2.4.5 mududiuay 10§71 99NN1sATI9EEU outlier Y8
nsAnwANlawdslaensly Grubb’s test wuan
Lwiazmmﬁwﬁuﬁ%’a;ﬂaﬁﬂu outlier iiuSeeay 20 ¥4
Foyanaun Gagnsunn outlier Ine Grubb’s test fio
G_ = I%ayjaﬁmé’a—m.a?%al

ANDEAUUNINTIIY
G <G uanei Joyvatulididu outlier (Ine?i G
cal crit Y, o crit
= 2.290 @SUINUIUMGUNIAU 10) 3IAUUATUILAN
Souazn1SAUNAU (% recovery) aUszNUAIAILLDUY
1883 IneASouazn15AUNGU (% recovery) UaauAALEl
WAz LERIRIN1S199 5

7157991 5 A1598agN15AUNEY (% recovery) Yastanilon

uazaena Yadn15anwIn1ulauses

519 | S1wauitda | anududuves | anududuil| fevazns
asidaly | Aeszdld | Aundu
fqeg1e (Wn/An)  (un./nn.)

9 0.125 0.1177 94.1

upaden| 10 0.625 0.5813 93.0
10 1.25 1.1774 94.8

10 1.25 1.0666 85.3

pE 10 6.25 5.8079 92.9
10 12.5 11.7981 94.4

NUBINA : * FiD ﬁsqﬂ%'auuaﬁlﬂu outlier IngAspeagn1sAunay
(% recovery) vosuaniloy uazmziiogluinasii
Anua

3.5 HANTENUINUNING (Matrix effect)
WgULeUAMLTY YoddulAsnIsae Ui Uiy

auturesnsiinaenssinsma I LEs UMY

Wuduvesansvarenunseit 2 Tneauduvesisaes

asiFsauaneslaiiu 109 futasnuaunsd 3
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[PuturesnTMiNAsEI-AmTLYaIN T spiked sample]
x100(3)

% AVULANANT = =
mwrﬂm‘uumqniwﬁmmsgw

A19199 6 AIAIUUANANAIINTUYBINTINUINTZIUMAENTIN
spiked sample YauandgN UazAA2

AMUTUYRY N5
% AULAN e

516 s spiked . LNAUIINIAUA

#19
UNIFU | sample
nAALlgy 53.1 56.5 6.40
S <10%

Mz 9.14 9.10 0.44

3.6 MAMUTiBIsEIenans (Intermediate precision)
WHANITNAADUYVDIATALA1UMI08199 N VD
2.45 pududuag 12 4 fruanedesarn1siundy,
Afovavvesddenuunnsgudusivg (%RSD) udn
thieyafiliannsfnuenuiiiesnvageu outlier Ing
nsld Grubb’s test inausin1ssenfudru vy
wnsguduimslinuiosas 10

%RSD =32 X 100 @)

M1599 7 SFUAIEIUTEIUUNINTFIUTUNNS 1NN 157529
AOUAIIUTBNAAEAYINNTISTINIUYUAATENLES AZA2

(AurdanaanIsuaaay 12 1)

579 fwawida | anududuvesdans | %RSD
ManTudaagng
(uAn./nn.)
12 0.125 2.96
uARLe 12 0.625 0.55
12 1.25 1.03
12 1.25 2.80
AEi 12 6.25 217
12 12,5 1.90

wnewg : lifigadoyaidu outlier lnaArdidesuuinasgiu
Juiins (%RSD) vesuAnley wazazioglunaminimun
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3.7 msuszanuaanuldutueu

nsAnunileREnsUssanaAaalludueu
w99n1730laelE method validation approach 73
1BNa1591999 [4] leeunasvesainiuldutuouunain
mIsnageurlomdes uR ) warnsVAdeUAILTIEs
u(P) warUszanamALLLeuYeIn T Inldsd

u. = CyJu(R)? + u(P)? (5)
e ¢ Ao AMUTLTUTOIETaT AN
U 9 AUl UYBUNINSEIUTIL

way AANlLLULaNYEIY U winiu
U= k X U, (6)

\la K fie A1 coverage factor dAWNAU 2 9
SEAUANURBLUSRERAY 95

#1979 8 aUunasAINlsiuiuauvainisin
uagUsuramaruIadla

unasvasAnulsinuay wanLiew Az
— 0.0041 0.0050
u(Rpy)
t-test Iuddy | Hdvdey
CPRFIGITGIR - 0.0352 0.0357
u( Rm)
— 0.0066 0.0486
u( Rs )
u(R) 0.0358 0.0603
A u(P)/P 0.0296 0.0280
AnulaiiuuausY, u_ ug/L 1.1615 16.6263
anallaintivounens (U) fisedu | 2.3231 ug/L 33.2526 ug/L
AuBieduSovay 95 (k= 2) | (0.0581 mg/|(0.8313 mg/
kg ) kg)
ANUANTY (Radansureilansy) 0.625 6.25
uldwiuauvensdndudovay 9.3 13.3
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q, a'ale (Conclusion)

nsasageunulilavesiSnagouUSun
waniley wasmzmfiazateainnszanuduiaeng fe
wAtA inductively coupled plasma optical emission
spectrometry AN NAAOUNINTZIY EN 12498:2005
Paper and board-Paper and board intended to come
into contact with foodstuffs-Determination of
cadmium and lead in an aqueous extract 1gnTI3
aau@mﬁﬂwmzLawwﬁuamamﬁamaﬁ%wmau TawA 439
AMULdEURSS MsATATIRANITATIANT MSAn
Yanansinlsuna nMsmAANleudes nanseEnu
Nteans nsAnuiiss wuin Wulumanesi
fuusnazdanuldulysuremanisuageuiiseu
amuidesiufenay 95 vewh 2 swliiAudosay 15 fos
UUmnsarunsainisnaaeudenaiunlenaasum
Usinaandlon wazasiifiazatsainnseaivduda
21516
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