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Method validation for determination of released cadmium,
chromium, lead, molybdenum and nickel
from stainless steel cookwares
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Abstract

Determination of released cadmium, chromium, lead, molybdenum and nickel from stainless steel cookwares
by ICP-OES was validated according to the analytical method of metals and alloys used in food contact materials
and articles: a practical guide for manufacturers and regulators by ICP-OES. Results showed that linear range of
cadmium was 0.05-1.0 mg/L while chromium, lead, molybdenum and nickel were 0.5-10 mg/L. The limit of detection
of cadmium, chromium, lead, molybdenum and nickel were 0.4, 0.8, 3.3, 3.0 and 0.8 ug/L. The limit of quantitation
of cadmium was 0.05 mg/L and the others were 0.5 mg/L.% Bias and intermediate precision showed that percentage
recovery and relative pooled standard deviation of all elements were 97.8-118.4 and 0.95-6.36, respectively.
Measurement uncertainty at 95% confident limit of all elements was less than 20%.
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1. UNU (Introduction).
dszmalnairradldinesniatszinnndnndnliaiix
Lﬂuwuﬂﬂmﬂuﬂamumm@w dhiduiaessasnnesgiitlon
LL@”NLLm‘Eumvumﬂmmemfamanﬂmimuu WaLN
3 @mqiiﬂmummq@wmﬂLammﬂmqmmaﬂum@u
SENVCETEVIE umnmm‘viwwauj NaWNTNAZALRRNNN
ﬂmﬂ@unumm@ mlgslunauzmannanliatials [1,2,3]
meqmﬂ@@rfmmmQminmmmmummmmimq@mu
ANANLTRDINARNT T AINETY
Tudszmalnalnnsgunaniusigraiunssudimiu
NARS W mehmmﬂmimuu UIGERITHREL VAT,
mm@ﬂwmvmummﬂ@@mﬁLafmﬂ?mm‘llmwmvmﬂ@@n
NIRINNNTUE A WAN. 2440-2552 Lmﬂﬂfﬂmmﬂ@'ﬂmum
: mmummmmamﬂ;vmu [4.5] Inalav=iazanzasn
snanmgus LA pzia wesden neauwn Aynuazdainya
ImeRinegeuldansazanensnez@inAnudinduiesas 4
dusunuaiuls adrelafinig uansgrudsnanadsla
mfa‘uﬂ@N‘E@W‘wz@wmm@vmﬂ@anmmﬂmmwim !
Iﬂi‘LNEIN Anfaluauniu
1l 2556 anelsd (Council of Europe, CoE) Int! the
Committee of Experts on Packaging Materialsl for Food
and Pharmaceutical Products l#A7AN#ana173849 Metals
and alloys used in food contact materials and articles. A
practical guide for manufacturlers and regulators [6] ER
?”‘uﬁdﬁmﬁwmmuﬂ?mm‘ﬂamﬁ@zmmmmﬁmﬁmeﬁm
zmmmmmsﬂivmw‘ﬂwvm@iw A afmma”uﬂ?mm
GUEATR4TAFNT NATANERBNN INNTVUAAMANELY
PNUAEATEIRILA RS ENARDLANLLENAN T
anrazatanadmaen Audndu 5 nfw/ans usunu
anmsszimnaatediaanuIndiAssiuanisuinndans
avaEnIAeyAn MnuaRAnsInaaayfieailiiunn
Tanldifunneinnmun wansinnusthdlanutlaansde
Tunnsldanu
N19UITINUADINIWNAR AU N TUL YA NIMANNAN
1587 Tmﬂmq@muﬂm@ﬂwmvmmﬂmmmL@Wﬁ”ﬂ?‘mm
Tausiaransaanarnniauslatianagandonain Fas
UjiiAnisdiesnsiaseumnlilfvadanaaeuteuinlyl
Idanu mmwu”l,mmfmmummﬂ%ﬁlm‘uﬂwﬁmmuﬁmm
uAnlan Taslen peia TnAuATNwasiniiafazagann
nauzsnmannalFatin TnaimuaiiunigAiaay
Taduueuaeananimegeyliifuiesas 20 NAAALAIDEN
Axdpresannnglstl TnamsaaauandnEIZIRNIZT
wAMENTRYB9ATNAZRL (Performance characteristics)
1ouA dasmauudunss (Linearity) Inanfianisnsaann
(Limit of detection, LOD) 3aanfinn13dmunnns (Limit of

quantitation, LOQ) AnTaude (Bias) mwﬁmawdm
NaN (Intermediate precision) NANTENLANNLLRANT (Matrix
effect) ANBILUINIANLENEANT The Fitness for Purpose
of Analytical Methods. A Laboratory Guide to Method
Validation and Related Topics.[7] WaziseunniAiAanu
Tiuiuey 35 method validation approach AINLENEN3
VAM Project 3.2.1 Development and Harmonisation of
Measurement Uncertainty Principles. Part (d): Protocol
for uncertainty evaluation from validation data.[8]

aa a o .
2. 98M439438 (Experimental)
2.1 A?8819
U v [~ v v oa %3 1 6
udladumannanlFatiu ngn 304 W UALINAN
16 T, TUIAAIINY 1 ART ‘Emﬂwmmmmmmmmmnu
2.2 Lﬂsmummwﬂﬂmm
2.2.1 Lm@q@umﬂmﬁ ANWLNA NATENN aBNANADA
adadu anlnlnsiimad (1ICP-OES) &iia Perkin Elmer §u
Optima 5300 DV
2.2.2 unulaausen
2.3 #15L1AN
2.3.1 @13ATAENTATAIN ANNINLY 5 NTN/ART
Wuansazarefiannuainng
232 mmmmmmgmﬁ 8 Merck &115La514
WulAanisaauiney
2.3.2.1 mmzmﬂmmgﬁwmmﬁﬂu AN
v v 1 a
W 1000 1N.GAART
2.3.2.2 asazaneNfsg ulaTEeN AN
U £ 1 a
[N 1000 WN.GRART
2.3.2.3 @198 ANUNIATFIUALIY AHLDIN
Y 1 a @
91 1000 NN.FRART
2324 mmxmﬂmm@gm‘tuﬁuﬁﬁu AN
v v 1 a
Wind 1000 HN.ARART
2.3.2.5 @13avaNENIgIUENIAS ANl
% I a
414 1000 HN.FRANT
2.3.3 mmmmmmgmﬁﬁa Perkin Elmer 811154
NNIMIANEIARNTANNITALEHN L N3vnANAN N TR LAY
NNTIUNAINEALN
2.3.3.1 @190XANUNIRITILLARLEEN AN
U U 1 a bl
W1 1000 WN.FRART
2.3.3.2 mmmwmmﬂm‘imuﬁﬂu AN
v ¥ 1 a
Wind 1000 WN.ARARAT
2.3.3.3 @n3aza1ENInIgIuAzia ANLdY
13 I a
414 1000 HN.FAARNT
2.3.34 mmzmamm@ﬁu‘lmauﬁﬁu AN
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Wudd 1000 NN.AAARST
2.3.3.5 asazangNInsguiiniia Anudndy 1000 Nn.sfedns
2.4 T EMIANLUUNUY
2.4.1 923 udu&unss (Linear range)
. g5 19 dulAIN128a UL (calibration curve) 3EMINAIAMNNITNBAILAZAN NI NTUURIE1 7T A BAN
A1319% 1 LATNIUNAT R?

A3 1 AANdNTLIeIsTaT A ENINTgIUNAN

. AMNLTNTY (NN/ART)
AN . . - .
wAALREN TAsilaw MM TuauFdN Anna
ANTATAYULLIANA
(asazanansadman Adnadindu 5 - - - - -
nFu/ang)
A19ATANUNIMIFINLIAT 1 0.05 0.5 0.5 0.5 0.5
A190ZANUNIAIFINLINT 2 0.1 1.0 1.0 1.0 1.0
A1IATANNIAIFINLIAT 3 0.2 2.0 2.0 2.0 2.0
A1ITANUNINTFIUIINT 4 0.3 3.0 3.0 3.0 3.0
A19TAUNIATFIULINT 5 05 5.0 5.0 5.0 5.0
A1IATANUNINTFIULINT 6 1.0 10.0 10.0 10.0 10.0

2.4.2 NIWTLNWAZNIINALBLAIDEN
\ANaNTavanEnsadiaen Audindu 5 ni
an sNms 2/3 189NN TN (Eudunimaseuilld
Fums 700 ua.) asluniruesinedwiniiaiinazen
Grufesuda dupeaun 2 dalug [ G GRIVEIEE
Bunslined m‘lmﬂummmwm fnansazaedild
ANNIAN deldmenanainudallinAanudunags
fiaelLA3ad ICP-OES
2.4.3 A_AAN1IMNIIAUT (LOD)
WTENWATNAZaLAIat1emnNte 2.4.2 Tne
dn1auzFaagng aauau 10 lu
2.4.4 N1IANTAANTIANIIALTNNNL (LOQ)

WANANIRTANENIATTIUHANTDIL AR
Thsulen nzif luduRTuwazinAanududu o, 05, 0.5,
0.5, 0.5 LAz 0.5 unN./aRT TUaTaza18NIATFAINANNLLN
41 5 nFu/ans wnaslun1ausiaetneanuauw 10 Tu wsew
LasnAgaLANda 2.4.2

2.4.5 n3AAnlenided (Bias)

wirtnansazannsadaan Auidudu 5
n3N/ang Lm:ms@mwmm?ﬂmmuﬁ 3 sxAuAudy
fuluansazaranssdsisn Andindu 5 nF/ans ediaanw
dWindusegusazsngpunsnei 2 inalunmusfisacing
TnaLfAaza1sazat 1A aE 19N muLaIwIL 10 U LA
WIENLATNAGELANT D 2.4.2

A3 2 rﬂ"]mmLﬁuﬁummmmmwmm@um@uﬁ 3 3LAUANN N

L L a
ANMNTNT Y (NN./ARS)
fA9aTans -
wAALREN TAsilaw AN TuauAdN Anha

ANTAZALNTATHIN

ANENTY 5 nFN/aARg

ATATANENIATTIUNANT

s o ] 0.05 0.5 0.5 0.5

AN g uTE A LA
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L L4 a
AMNLINTY (NN./ARS)
AN9AANE :
wAALREN TAsilaw MM TuauAdN Anna

A1TATANENINTTIUNANT

P N 0.5 5.0 5.0 5.0
AMENdusELINANY
A1TATANNIMIFIUNANT
AN usTAUge 1.0 10.0 10.0 10.0 10.0

2.4.6 MINAPIAIRENIEIINNAN (Intermediate
precision) .
FTUNANTATANLATNANTIN 2 LRNAalY
MruzFieeng lnausazansazane ldietenimuzaTuay
3lu wreNwaznageuANde 2.4.2 Tnanisnagesuialy
45U

3. NAWAZIANTHI (Results and discussion)

3.1 dranatuidunseraadulasmssauiiay
AaTulaze R aasuaniiien Tasiae Az TNALATN
uazdnna LaRIAInI1T1en 3

A3 3 TANHTIAAURTT ANTU WAL RZ 189LAALHEN
TAnieN mzia IALATNLazTnAa

n = AuIniesinetnesiAnislddmiueen

EMINNRY mm‘uma‘wmmuumuum‘luwﬂﬂu 3

n = mmusﬁw@muam wumﬂgummﬂ*ﬂum?

V]ﬂ’&@‘]_l z@wm‘um@wmmuumuum‘lummu 1

A13799 4 A1 LOD aaauantNeN Tagias peia Tnauni

wazining
£16) LoD (lulpsnsu/ans)
wAALEEN 0.4
JGEEY 0.8
hin 3.3
TuRuATY 3.0
Huniia 0.8

3.3 ANmaNamMeInlsunae (LOQ )

] [
B9ANNLTIY
161 LAURga Slope R?

(NN./ARS)
wAALNEN 0.05-1.0 141583 0.9999
JEETEEEY 0.5-10.0 63409 0.9997
AYAa 0.5-10.0 20069 0.9999
TuaumT 0.5-10.0 22305 0.9999
dniia 0.5-10.0 58634 0.9997

NN2ANUILAN LOQ @1x130AUulAaNNaNnng
1 2 TagAn LOQ AaNNN19ANUIRLLEASAIRISNT 5

LOQ = 10(S,) (2)

FN3WT 5 AN LOQ ldiannnisaaniaasuanian Tasilay
pyin INAUATNLAZTNAA

3.2 ANIAINNAMSIATIAUT (LOD) .
UINANINARALNIAIUIN LOD ANNANATN 1
a1 LOD vasupailan Tanillan neia Tuauatiulas
Anifia wWaRFIRA13197 4

LOD = 3(S,) (1)

s,=SD ANUIIANEANITNARALAT LOD
73 10 11

616 Calculated LOQ
(NN./ARST)
wAALTe 0.001
JGEEY 0.003
pfin 0.01
TuRLAT 0.01
unina 0.003
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o o d’JA 1 dl o v v
AUTUNINAABLLNGAUAT LOQ NIeALANLINTY -

rasuAnilan tandan i TnauAtuwazinfamAy 81 \24e % recovery |  %RSD
0.050.5 0.5 0.05 LAz 0.05 1N./ARAT ANNAGL Walsyanos (un./ans)
AP TR LAZANANNLTALN TasinNan1INAZaLINN TLALRT 0.5011 100.2 19
ATUIUANFREATN1TAUNGL (% recovery) Uariatazen —

fnifa 0.6281 106.8 1.8

\eNiLuNnIgUENENS (% RSD) udaFauie N
Avun Faran1sAUIEREATNTAUNGL (% recovery) nouafinvua* 80-120 <16
ANLENILUNATF UGS (RSD) TeduAnilien Tasillay
pna lALATNLALINA LaRIAIR1T19R 6
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201
ma‘ﬁ\m 6 ANFREATNNTAUNAL (% recovery) uazdanazAn 201
LUﬂQLUuNWW?ﬁquZ{NWV]ﬁ (RSD) mﬂQLLﬂﬂLNﬂN Iﬂ?LNElN 43UAN LOQ Tﬂ\?LLﬂﬂLﬁﬁlN Iﬁ?LﬁﬁlﬂJ [;]gﬁl/q Iuauaﬁu
Az I“@WW waziiniianmAududu0.050.5 0.50.05 yaziinfaresnisnageuilvindt 0.050.50.50.5 ez 0.5
waz 0.05 uN/aRT (ANUIUANKNANITNAARL 10 1) /AR ANAIL esaniiAanulauBenuazAA
Wiasag luinosinnnua
ALY 3.4 ArANlauLdsq (Bias)
0, 0, o (% ]
816 taad 7o recovery %RSD TNHANNINARDLUBIANIAZAEFNDEINIaNTD 2.4.4
(NNJART) . oy a4 o o
NATUIDIANFRIAZNNTAUNAL (% recovery) LiNaLszanny
wARLEN 0.0488 975 1.6 AAnNlende tneA1¥asasnsAUNAY (% recovery)
al al o a al o a a
e 0.6804 1151 17 TeuAALen Tasden neia TWALATNWALHNINS Lans
3 FaMN9NR 7
i 0.5141 102.8 1.8

AN919N 7 ANFaEAZNNIAUNGAL (% recovery) Tadnanilan Tanday neda TuduATuLariinfaTesansazatefieting
(ANUITUANNANIINAZBL 10 N)

wAALREN TAsilaw Az TuauAdx Anna
AN982aY % ATazany % ANTazany % AN9azany % ANTATANE %
recovery recovery recovery recovery recovery
ANRENN + 1071 ANagNg + 112.0 ANagNg + 105.4 ANALN + 105.4 ANBENN + 118.4
0.05 uN./amg 0.5 uN./am9 0.5 uN./am9 0.5 uN./aRT 0.5 uN./amT
Aaaeing + 100.7 ANagNg + 102.8 ANagNg + 97.9 Aoaeing + 98.6 Aaaeing + 103.2
0.5 uN./amT 0.5 un./ang 0.5 un./ang 0.5 un./ams 0.5 un./ams
ANBENN + 103.8 AL + 102.0 AL + 101.0 ANALNN + 101.8 ANBENN + 102.7
1.0 Wn./amg 0.5 uN./am9 0.5 uN./am9 0.5 uN./aRT 0.5 uN./aRT
WnasinIua* 80-120

3.5 ﬂ'lﬂ')’mmm'iwwn’mnma (Intermediate precision)
. mmmiwm’aum 4 m mmmm pooled standard deviation AMNANNT ‘V] 3 LL@“’ﬂﬁuQELLﬂ’]% RSDp mauaunIe
ﬁ 4 LmeMLﬂ_l'%'ﬂumﬂuﬂummemmmum @Tﬂﬁﬁ RSDp m@\nmmuﬂm Iﬂ?LNﬂN M”ﬂ') ‘EmumuuLm”umnmmmmmmq
8

=
N

5. = {ﬂ1_1J$¥+[ﬂz—1}$§ +...+[nk_1}$_g (3)
P (ny —1)+(ng +1)}+-+{ng—1)

5 (4
% RSDp = £ %100 (4
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;13197 8 @31A%RSDp 1eauanien Tasien i TuauATNuarinia (AMuIaINEan1smagas 12 41)

LARALAEN TAsiday Az TuauAuN aAnna
angazany | %RSDp | asazane | %RSDp | a1sazane | %RSDp | a1sazane | %RSDp | a1sazane | %RSDp
Aaaeing + AnaLNg + ANaging + AnaLing + AnaLing +

= 2.29 - 2.73 = 4.75 = 4.48 - 2.53
0.05 un./ang 0.5 Nn./ams 0.5 un./ang 0.5 un./ang 0.5 Nn./ams
ANBLNN + ANALNg + ANBENN + ANALNg + ANALNg +
- 3.36 = 5.64 - 6.36 - 6.45 - 3.52
0.5 4N./aRT 0.5 uN./amT 0.5 uN./aRT 0.5 4N./amg 0.5 4N./ams
Aaaging + AnaLing + Aaaging + Aoatng + AnaLng +
= 1.05 - 0.95 = 1.19 = 1.06 - 0.95
1.0 NN./ART 0.5 un./am9 0.5 NN./aRT 0.5 un./ang 0.5 un./amg
0.1 NN./AMT <22.6
NN UA 19N./aRT < 16
10 NN./ART < 11.3
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& .
3.6 HansznuaINLuads (Matrix effect) .
uFeniauanadu seuduliinsseuiieuiuanuiureinamiinaenseninsmaudiunasiaaudidu
YAIANTLAEAINANTNT 2 TAEIANNTUUDITIZDINTINFABINANNLANFANG NN 10% WFAAIUIIATNANAIN 5

|preduseins g u—raudureans spiked samplel

%100

00 AuuANANY =

(5)

arivreInTmuIRTg I

F19WTN 9 ANAINKANAINAINT BN IMHIATFILAZNIIN spiked sample TaduARLEEN TAgiden nzia TAUATN
wazining

AMNTULRINTIN ] \ ‘o
bl ﬂﬁ"lﬂ Splked sample % AAINNLLANANY LU N MUURA
: NIATFIY

LARLTE 83431 86752 3.98
IAsdlen 36580 38533 5.34

Az 11642 12065 3.63 <10%
I 14888 15584 4.67

dniia 32292 33679 4.30

3.7 medszaumanaliuuvay
nsAnERlEIsN1sUszn A An Il kue waeanisIalae 14 method validation approach m1uLeN&81T VAM
Project 3.2.1 Development and Harmonisation of Measurement Uncertainty Principles. Part (d): Protocol for uncertainty
evaluation from validation data. Inel V J Barwick and S L R Ellison Ima’l%ﬁﬁhmmvl,ziLLﬂuﬂumﬂmaymmumw
1011884 u(R) warA1AN LI ULAUAINNINAZALAMNIALN u(P) Nl sxiRUAIANNKLUELIBIN1IT AT

u, = C\Ju(R)? + u(P)? (6)
Aran e uLee
U= kxu, (7
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;19799 10 aglAnAnnulainiveuisziuannudieiu 95%

sams uAmLsN Trstian Az TuauAuN Ania
LUAAITIRIAT Anulaudes 0.03213 0.05895 0.04125 0.03987 0.09107
Anlaniuen | uR)

mwmﬁ'm u(P) 0.03358 0.05644 0.06368 0.06451 0.03522

Anududu (un./ams) (C) 05 5.0 5.0 5.0 5.0
AAulalutueusau ) 0.02324 0.40809 0.38191 0.37919 0.48823
mmimmmmm (u) 0.04648 0.81617 0.76381 0.75838 0.97647
Areiumanidasii 95% (k=2)
ArnldusduauaeneAnfludenay 9.3 16.3 15.3 15.2 19.5

4. #51 (Conclusion)
nsmsaaeuAnlilfredinaaeuiiuim uandes
Tasien pzin TwauATLAzINRaANazaIA AT UL
FumANNanlFailum1uAT Metals and alloys used in food
contact materials and article, A practical guide for
manufactures and regulators InansaaaauAAN Y
wnziuansdntiRrecianadey laun daemududu
99 N1IUIANTARNTANITATIAUN mimﬁiﬁmﬁﬁﬁ’mmﬁm
I Valol! mﬁémmmgui@wﬁm NTMNANNTNENTZNGNG
naw wansznuanitlaans wudnduldauinoeiionus
waziAnlduiienI8enan1IMAgeUNTTALANNLTE
fufesar 95 1eeusasn Liuiesas 20 vieallfiiRnag
mmmﬁﬁ%mmuﬁqnzmmif’ﬁw LGN ErTglat! WARLTEIN
Tasilen nzia WauATNuAiinfafiazateaInn Ty
waduwmdnndnliatinla wenanniiviaaeuiniu gua
nsfiuaNAsgusasatideyaannisasasenil i
ﬂivﬂau‘lumiwmimqmwawmamwﬂmﬂi\mqmmﬁm
HARSTTW SLuLaémmmanwmvmumwﬂ@@mmmm@mmm
mfnum;qmuﬂmmmmﬂ@ﬂmuu
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