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Improving Analytical Methods for Ceramic Food Containers in National Hygienic Standard
LIANG Chun-sui, HU Shu-guang, LIANG Xu-xia, LI Hai, WANG Jing
(Guangdong Center for Disease Control and Prevention, Guangdong Guangzhou 501300, China)

Abstract: Objective To revise GB/T 5009. 62—2003 and provide technical support for the revision of GB13121—
1991 Hygienic standard for ceramic food containers. Method It is suggested to keep flame atomic absorption spectrometry
(FAAS) in, remove dithizone colorimetry ( DSMP) from, add inductively coupled plasma mass spectrometry ( ICP-MS)
and graphite furnace atomic absorption spectrometry ( GFAAS) to the latest edition of GB/T 5009. 62. The detecting
conditions and technical parameters for ICP-MS and GFAAS were optimized through researches on methodology and inter-
laboratory comparison. Results The migration of lead and cadmium from ceramic food containers were detected by ICP-MS
and GFAAS. The limit of quantitation (LOQ) of lead was 1.0 wg/L (as ICP-MS) and 2.5 pg/L (as GFAAS), and the
LOQ of cadmium was 0. 1 wg/L (both ICP-MS and GFAAS). The recovery rate of adding standards of lead rates were
89.0%-114% (as ICP-MS) and 88.2% -110% (as GFAAS), and the recovery rates of adding standards of cadmium were
86.2% -94.0% (as ICP-MS) and 90.0% -108% (as GFAAS) in the inter-laboratory. The migration of lead and cadmium
from 60 ceramic food container samples produced from different origins were tested by ICP-MS and GFAAS, no statistically
significant differences between these two methods were observed by paired t-test. Conclusion ICP-MS and GFAAS are
the most advanced analytical technology with high sensitivity and accuracy in detecting trace amount of lead and cadmium.
The migration of many trace metals released from ceramic surface could be detected at the same time by ICP-MS. As the
GB/T 13121 is going to be revised, more stringent limits for the migration of lead and cadmium from products made by
different technologies might be stipulated. Introducing ICP-MS and GFAAS to GB/T 5009. 62 is necessary.

Key words: Ceramic Food Container; Hygienic Standard; Migration Test; Inductively Coupled Plasma Mass

Spectrometry ; Graphite Furnace Atomic Absorption Spectrometry
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1.1.1 FEAUER A Varian Spectr AA 2207
B B JR T I G % Y ; Varian Spectr AA 2407
ALK B30 R IBOG 5 A 22 [ Agilent 7500a
TP A A5 B T o

11,2 RG] B — S (20 ¢/L) , INbr
W 2 Aglent 23 F], g5 5183 ~ 4680, ff FH Hi H
2% (V/V) il BR I W 38 2 i B 2= 4% & 1.0 mg/L
f97Li, % Se ” Ge ' In A" Bi ¥ 905 I W« € [
Aglent 23], 42 5184 ~ 3566, ff FFTH 2% (V/V)
A T ol 4% % 10 peg/L7Li " Co P Y [ Ce P TI
WL 21K 2 GB/T 6682—2008 ( 4341 5 45 % H 7K
R FIRR 6 77 %) MR 1 — 4k '

113 ARUEW IR Y AR 1 6 75 W : GBWO8619,
100 pg/ml, [E bR AEY) BRI FE O 5 B BR HEAH FH L :

FH4% (V/V) ZTRFFEZ 10.0 weg/ml, SEFRIERE 45
% : GBWO08612,100 wg/ml, [E 5 bx ) i 58 05
AR ERT W : T 4% (V/V) SRR FEZL. 00 pg/ml,
1.2 FESL AL

1.2.1 BHRAES IR o v i 5o
PRI, H A K B ik T, 75 2l K
Ve TR &, ¥ 4% CREWGEAMEEH
HarthZE FOAZ 1 em A GRGA LR W ER
G , i PR S AE AT 20 CEIR R
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1.2.2 i Paelll FESEGR T4 1.2, 1 A RE
TR WRAR IR #5% 30 43y 25 1 fT B JL AT RDE , 1155
HH T 5 VR TR A R LA RS L v R A S O JE K
2 TP W A BRI A TR VL P s )22 7
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1.3y iR aile

L3 1 Ay il By mbs e ks
4% TR 5T IR RE S 45 0 ~ 80. 0 wg/L 54 0 ~
4.00 wg/L AIRA bR ifE RNV, K A 8800 71
Wi 0 S, s o R B VR RE TR TR R A5 B
10 pL,20 o/L BEIR — S BIA IR 5 2T A A s2 )
i, AR SRR L, N EN 0.3
L/min, JFFALEHES

K1 ASpPETROEEHETHRSE &1

JLER P (nm) Pe (nm) JTHLHE (mA) THR(C/s) BKAL(C/s) JEF(C/s)
A% 282.3 0.2 5~10 85 ~130/40 600/20 2000 ~2400/4
L] 228.8 0.5 5~10 85 ~130/40 500/20 1600 ~ 1800/4
1.3.2 JUElRFmlkd B RbnE RS 4% %2 ICP-MS WA S5 SR
LRSI RS 0 ~8.00 mg/L MIAMO ~  Biss SHi|iesu B
100 me/L 09I £ bR RIVH FA IS T SODE o gl
RARRE 8.5 mm |CREEHMESRTUFIER  HR4E,0.8 mm
NE SV T E==3 L7 AV 3 Nl E== L. SJ7 2
LI&(ZE(D!'JXEVH‘X%%”%%%{%%#F, {DIIJXE{BZ{(\ 3')"6?]%\ %%‘?%E\oﬁ% 15 I./min éj@ﬂi%ﬁ;&ﬂ*ﬂﬁﬁé ,‘127%%&:,0 4 mm
STHRUAFRAF LR 1, 2R 7.5 W/min, ZHURL @Byt 1.0 Lmin | REHLL Spectrum
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B 28 90 5 5 il R R 2 43 500 1.0 mg/L Y7 Li
®Se " Ge, ""In A1 *”Bi P b5 ¥ W & A 10 pg/L
97 1i ¥ Co Y ¥ Ce P TL IRV I, W7 R A8
ALY UL PR AR A TR R b A T IR FEAN A
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BRI OHE i ERE DL 20 o/ L BEIR A AR
SEORHCHE T E £ ah AT B i TR AL AT R
SRR, M SR R e H R AR R, AR
] GFAAS I £l if 1 0.2 g/ L S AL A A 20
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A A N MR Wi B 7 =R L DA o2 5 AR
FEFAS R E R B, B BA R4 ny &P, 3 5t
SURZS FUE AR o BT P 5 A i Ak B R
F 4% iR B AL LR 75 2K, 6 VI 5 S5 R X 1
B MO R 20 o/ L BERR A 1R R AR T
7

255} 2 2 SIS I . GFAAS T 532 8% 114 28 1 3 Bl
MO0 ~60.0 pg/L, L kI fE R y =0.006 53x +
0.000 2, #2250 (r) 0. 999 8; GFAAS I 2 45 11 4%
PEVEHIN 0 ~4. 00 we/L, £k FE R y =0. 087 8x +
0.000 1,4H5¢Z %k (r)0.999 0, 5 /4 [A] 5L 4 & R
JH GFAAS I 5 it # it , 15 Hh AR Oy bkl o 5
ERFR(LOQ) 2 1.6 ~2.5 /L, Il 22 5 1Y &2 it
FR(LOQ) H 0.04 ~0. 10 pg/L(F3) ., AFERE
1)K FH GFAAS 300 7 45 i 1 2 1t BR (LOQ) AH 2244

KX F B GG A5 KAl B ] 23 {8 i 3 4%
A K KR F RSO TS (FAAS) I Y
BB R (LOQ) 437l 2 0.2 1 0.02 mg/L, [t
GFAAS 5 5 7 19 7 12 BR (LOQ ) #H 22 WA~ %k
o TR P B B g AT RS e 22 AR
K, B B B By B A% i 0 DU SR Y
S3MT TR LR INAE Feas A 1 MR B
Al BT LR GFAAS 32590 5 By 8 FLIZ B AR B
TR ST R i A T R R

VERRR—Fh P & B B, & 7 A~ 4%
FESIR SRR, 0 GFAAS T E 4% 58 & i, S5 91
49°9.50 1 1. 57 /L, T 2 5 R B4R X A o
2% (RSD) 435 J 4.6% Fl 1.7% , 5 A [6) 5256
%R F GFAAS 2 i s B 2 by i % 0 i
] %4350 K 88. 2% ~110% F190. 0% ~108% ik
BRI R T 3,

3 OARRISLEE R GFAAS e 4% 4 0 o i 5t
i LOQ(pe/L)  MARIKIE (pg/L) R (% ) LOQ(pg/L) AR (pg/L) R (% )
1 2.1 10.0 20.0 90. 0 110 0.07 0. 50 1.50 90.0 108
2 2.2 2.00 10.0 20.0 91.4 98.7 104 0.10 0.50 1.00 2.00 96.0 96.0 102
3 2.2 5.00 10.0 20.0 104 95.0 90.0 0.08 0.50 1.00 3.00 106 94.0 98.0
4 1.6 5.00 30.0 91.2 88.2 0.04 0. 50 2.00 102 106
5 2.5 5.00 10.0 20.0 90. 0 90.0 110 0.09 0. 50 1. 00 1.50 94.0 93.0 107
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ICP-MS [ s 2 — S 22 4% Fh 42 JR U R AR A
RIELETE R, h T& R E g P miEe
BAAELENRK, A3 ~5 MUER, 582 E
SE 1CP-MS ) 52 £ 55 19 £e PE Y5 1 5 0 ~ 100. 0
we/ L, Ve R 5y =24.57x +1.000 F1 y =
1.716x +0. 150 9, #1356 Z % () ¥ 470.999 9., ICP-
MS 30052 Pl 5 6 L v A L 1 2 2 Y L T R g
SERE A A SRR S I LA AL, (HR 2% SR b o 2R 51 vk
B REBE, VR AN IR O B B B e K 5K
DA S R I 72 (NS 5 B RN ER I . 4 AR TR 5256 %
K ICP-MS 38 B B 2 B 4% LTRIZ &L P 59

A E &R (LOQ) 4351}y 0. 70 ~ 0. 86 wg/L F1 0. 06
~0.08 pg/L(WLF 4) . KM 1ICP-MS 0 & 45 . 4%
A A 0 TR RN S 4 1) 2 B FR IO T GFAAS 325,
b7 00 R ) T BRAH 2ZE AN R

PERRIL —FP & 2R, B 7 1> 4% LR
FERRARIE , R F] 1CP-MS I 52 4% 4% & & Y08 40 )
91,29 F10.20 we/L, TH53000 22 45 4% i) AH X A
2% (RSD) 43 5 4. 7% F1 5. 0% . 4 7K [R) S2 56
%R H ICP-MS 5 P & £ 5 % i % 1
B [ e 25351 88. 2% ~114% 1 86. 2% ~106%
BIEHRD M T 41

F£4  RFESLEZE R ICP-MS M5E 4y 48 1450 5
. P i
LOQ(pue/L)  MARKSE (pe/L) IR (% ) LOQ(pg/L)  MIARHSE (pe/L) [l (% )

1 0. 86 1.00 2.00 4.00 114 89.0 92.4 0. 08 1.00 2.00 4.00 94.0 86.2 90. 8
2 0.70 2.00 4.00 6.00 93.5 102 97.5 0. 06 2.00 4.00 6. 00 101 98.2 103

3 0.70 5.00 30.0 91.2 88.2 0.07 0. 500 2.00 102 106

4 0.70 2.00 4.00 6. 00 102 91.2 102 0. 06 2.00 4.00 6.00 101 95.1 101
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£S5 WL R T L S LAY PRI 6) , TH: 55 4% Fl W 2 L A1 M Aol t
ER AT ez e B A TR BR RS AR (R 7) HEE Gk
RILH(HFH BFER) PO et T 252 HEE 2 K SCR B L AR R
EH(A) 2P0 - 70, et W b 2 P L P S T R B SE AR A, 1
AR D PhACLE0D, *3LO & TR BT B R 1 R R
PP R 2Tt TIRUOM: e FRo ASCH 4% Z RIS VB £ HL ICP-MS ]
Gl Ph(NO; ), PSR i
BRI (KR ) PhCrO, R ) E 20 MR i R ER EIE R TR 8,,\ thTi
B Pb,Sh, 0, [ Fe]® e V.Cr.Mn, Co, Cu, As.Se, Mo, Cd.Sb.TI & & %
Ak Cdo i) %, M 5E 6 5 {0 FpZ5 R AT 10 52140,/ )N i ¥ MU TR
itk Cds G T RO RS2 A 1 668 we/L Il 145 pg/L, JE IR
e caco, it I 6 O B T B 590, 2 Uk A B £ 2l
e ) R AN W 13 TR Bl
onmt reoomos e R IS261.7 /L, WA R

2008 ~2000 4F7E " AR RIS 45 B K
PEATIINE SRR & & B AL 60 i, R 4% LR
(5 ECHI 0 BT G VP AL 1OD S A GRAAS AAIDERR, AT R T

B 80552003 B 513 8 B B XPFRARFHTTFI7 A A2 OB RIS RCAT ¢ Ko
*ﬂ*ﬁ?ﬂ”ﬁ?ﬁ) #1 GB 14147_1993<< 5@%@%2&%%}1\ ﬂ“%é}ﬁﬂ‘%%éﬂﬂ ,ﬁéﬁﬁiﬁﬁ/\ﬁ?ﬁﬁi{mﬂm 60 ﬁ’m

I SOV ) SR PR T R gty REETE RTIRAE RRGEE

"5k Pb,Sb, 0, [ Al] .

# 6  FREMATERbRERT SR AR A (me/L)

[ i GB 13121—1991 GB 12651—2003" GB 8058—2003 GB 14147—1993
i 7 5.0(kF)  LOCKRZELD) 2.0(/hzsa) 0. 5(FF ) 3.0 1.0
@ 0.5 0.5(FTF) 0.25(kZ50)  0.3(/NZ50)  0.25(FK k) 0.3 0.1

TE AR i
KT E KR G RE B G5B A Ak P T R R HH PR RE A

M5/ Jiit AL <25 mm MIEZRIL<I1.1 L MIEARIL=1.1 L MBS =3 L o

120 — — — — - E A HRAE A

ZHZN Hr(mg/dm?®) FE(mg/dm?) #i(mg/L) #i(mg/L) Y (mg/L) 4%(mg/L) #i(mg/L) 4(mg/L)

EH 3¢ 0.5* 2 0.5 1 0.25 - - FDA 7117.06;7117. 07 %

=N 3¢ 0.5° 2 0.5 1 0.25 0.5 0.25 & 7= i 1999 4R34

R 1.7 0.17 5 0.5 2.5 0.25 - - GOST 25 185.1—95 GOST
230407—96 %

= pg 0.8 0. 07 1.5 0.1 1.5 0.1 1.5 0.1 18/3/9 TBATRIT 27 Tias

EPEE 78 0.5* 5 0.5 2.5 0.25 - - NOM-009-SSAT—1993 . NOM-
010-SSAI—1993

YRR 5¢ 0.5 3 0.3 1 0.1 - - SI 1003—1999

RS 1.7 0.17 5 0.5 2.5 0.25 - - SABS SM797. 982, SABS
1001 ;2000 2

HA 17" 1.7> 5 0.5 2.5 0.25 - - JIS S2401:1991 %

wHE 17" 1.7" 1 0.5 1 0.5 - - KSL 1204 :1987

Ep 0.8 0. 07 2 0.5 1 0.25 - - IS 2825. 1995, IS 14705
1999 %

EIETA 0.8 0. 07 2 0.5 1 0.5 0.5 0.5 BDS 485—2000

e 1.7 0.17 5 0.5 2.5 0.25 - - TIS 322528 1985, TIS 601-
2529 1986

[ 0.8 0. 07 4 0.3 4 0.3 1.5 0.1 84/500/EEC.,  EN1388-1.
EN1388-2:1996

1S0 0.8 0. 07 2 0.5 1 0.25 0.5 0.25 1SO 6486-1: 1999  ISO 6486-
2.:1999

T mg/ Ly PN pe/em® s CHEE G GKE PHHES AT R BRUL 2F 2 FEEE SRR A I R ok S P B R
I R BR B RR AR S BR A —B - e
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8 SRAICP - MS il P& & Hoh &l & Jm iiE R i (ng/L)
e 1 2 3 4 5 6 7 8 9 10 11 12 13 14
Feaaarr K& 3k AMRERE NIRRT K REA mt M TERE B ORI R TIRBE A"
meme e wme wwe e BP0 e BRF e ne oae wee se  wwe TUF
7= H J%R% THR TR AR AR TR TR WM Wim WM Wi Wim Wi Wi
Mg 59.8  20.3  58.4 3.9 189.2 101.3 0.3 62.5 98.7 444 230 20.8 502.6 15.0
Al 349 457  73.5 5.5 117.6  272.7 31.0 80.3 101.9 73.5 93.6 13.1  116.2  24.6
YK 19.1 159 357 19.4 4.0 186.3 16.0 4.4 46,9 21.6 26.5 1.6 101.7 28.5
11 <0.2  <0.2 0.4 0.2 0.7 0.6 <0.2 0.4 0.6 0.3 0.9 0.2 1.1 1.3
Sty <0.1 <0.1 <0.1 0.4 2.6 1.6 1.2 0.7 0.5 <0.1 <0.1  <0.1 16.9 3.2
3Cr <0.2  <0.2 1.5 <0.2 2.4 <0.2 <0.2 0.5 0.5 0.2 <0.2  <0.2 <0.2 <0.2
5 Mn 1.5 0.2 0.8 0.3 1.6 1.5 <0.2 0.8 1.2 <0.2 0.6 1.3 29 0.2
TFe <10 <10 30.9 <10 <10 <10 <10 <10 <10 <10 16.3 13.5 28.2 <10
¥ Co <1 <1 <1 9.1 <1 <1 <1 <1 <1 <1 1.7 3.5 <1 <1
ONj <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 7.3 <1
% Cu 0.2 <0.2 <0.2 <0.2 <0.2 1.3 <0.2 0.2 <0.2 0.3 3.2 0.7 .2 0.2
% 7n <2 33.3  824.4 9.7  347.8 88.4 25.9  312.3 531.4 443.9 76.5 56. 1 31.5 2.1
5 As <0.2 0.2 1.2 0.3 0.2 <0.2 <0.2 <0.2  <0.2 0.2 0.3 0.3 1.2 <0.2
8286 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1
%Mo <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1
ed <1 <1 2.4 <1 <1 <1 <1 <1 <1 1.2 18.0 <1 <1 <1
12lgp, 1.1 1.1 3.2 1.4 1.2 1.0 1.2 <0.5 <0.5 <0.5 1.3 1.3 2.1 1.6
137Ba <1 4.1 <1 3.2 1.0 3.3 1.2 28.3 40.3 <1 66. 1 3.6 261.7 16.1
205 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1 <1
208 p <1 1.2 <1 8.4 2.9 1668 1.5 18.3 30.4 1145 1.2 <1 1.2 <1
FE RO R R
3 3tie A 2 AR I B g/ L Bk mg/ dm
3.1 P& EHEAHCHR &R SRINT, P& B AR 2RIk 2 0, BUA SR 2%, 353 7™

YRR S T HA & B R, K A
i HAZ B AR E R e BEA R AR SR
FBAHLL(FAO/WHO ) N FEE F4R 18 22 B
JEFEAE (PTWI) 435124 25 17 pe/kg;2009 4£3 H
WU £ 22 4 R T IR AR I PTWI{ER2. 5 pe/kg 3K
AT Y B % & BARMERR GB 13121—1991 (M & &
ELAe8n VAR IE) 41, 104 GB 12651—2003( 5 &4
el i Wi B R B AR B R IRORR )
GB 8058—2003 ( By % =5 A £ 5 B i th i A VAR PR
ARG 512 ) s GB 14147—1993 { B 85 40,20 75 v 5 L4
T ARV PR ) 4, IS SRR P s B L
TR R EFEAR A BT AN, LR 6, HPr LA RS
i PR ) S AR R BR AR AR T WL
7. GB 13121—1991( Fig Z il & 2445 TAEbRIE) 7E0&
TR TN 2% [ N AMEOCHRE R E , X P s 2
T YIRS B AR
3.2 GB/T 5009. 62 [&IT

AT GB/T 5009 A7 S F i A 86 AL 22 4 1
TR IR A 4 J8 V5 Y M AL it 2R 4% S TRASEAL
PR tE & FhEA IR . 3R B 0 P B ELbR v R
B PR AR PR YR A me/ L TR . 7R 2008
AR 12 HEFFRHETT & S AL 3 AR SChRfEH R

(14 I T AR 5 A BE TR A A 22 K, 4 SR FH U
BRI T AR B AR, BT,
[l /1R A mg/dm® B8 g/ em® T3 A SE AR IE L BR
T Vi L, B e 2 AP AR mg/ L, ) 2 R AR
s, HEDREW R UG KD . AR SCEEBUE BB
ITHY GB 13121 W {5 F 2R H mg/L, 3-Z% E NS
AHIARIE, % GB 12651—2003 ( 5 £ ) 2 ik 1y P
il T A H i SRV PR TR R AR R E S,
DL i 25 g 3 2ol s AH IV R B A8 4

GB/T 5009. 62—2003 { Py 2 il £ EL723 48 T A= g
HER 3BT 7725 ) B R FH KK D~ W AT DY 155 R XL
B Ji b 632 00 2 B s B A S n 4 Vi B i,
OB B Bb £ 36 0 5 4 L 4 2 #% GB 13121—1991
(P B8 DA bR E) RS AR4T R 7 mg/L
R 0.5 mg/L & 1 L b (B IA T [ R b
#E GB/T 3534—2002( H H P & a4t s I
J5) Al GB 8058—2003 ( Pl % =2 6 2% 4% . Fa vt i
SRR R AT I 77 7 ) RRLE T T WG i
I FRAR AL 20 25 HE (1SO 6486—1:1999) | 26 [H &
A 24 i BRI AR I (ASTM C738—94 ) i1 3¢ = in 1)
e ANFRHE (65—1993 ) o #i e H R F i+ W i
FEER I E B P & 8w B, DL AR S AT
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TR FIAUR I etk . GB/T 5009. 62
T 1985 4F K AT 520 J 20 4 4F e KL RAEE 2, i
SUB i B L8 7k BN B T IR R & 4 BT O ik
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