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Determination of Hazardous Elements in Plastic Packaging Materials by Micro-
wave Digestion with ICP-MS

QIU Jing', ZHENG Ping®, HAN Fang®, ZHANG Zhi*, WANG Yong-xia®

(1. Anhui University, Hefei 230039, China; 2. Anhui Entry-Exit Inspection and Quarantine Bureau Technical
Center. Hefei 230022, China)

Abstract: Plastic packaging materials were digested by mixed acids of nitric acid and hydrogen peroxide solution
using high pressure and closed microwave digestion technology. A method for the determination of Pb, Cd,
As, Cr, Sb, Hg, Se, Ba, Ni, Sn, Sr and Tl in packaging materials by ICP-MS was established. The detection
limits are in the range of 0. 02~0. 20 pg/L; the relative standard deviations are less than 10%; the recoveries
are in the range of 88.0% ~117.0%. The results proved that this method is simple, accurate, and reliable.
Key words: inductive coupled plasma mass spectrometry (ICP-MS); microwave digestion; plastic packaging

materials; elements

EER,BRTIWARAR, SHENTEMN,
WPE,PP,PSFIPET F, BB . EX. BF.InE.
ERZ IOV R 2 BXEM S0 S
BARBNONENGEMNELD AMEEHREF
NElY  OEBRELZERE, T—EFH T, 8%
MRIPBREYBIR R F BB AL B
flERNEETBTESIE, WA RBRIODW™ER
= KEBER, TENAKRRRINE TR, sIRRSER
W e BRER 94/62/EC BLR 2002/72/EC 18-S BRI
T3 BEREEDEMMRNPESEYRONIBREE,
EN-71—3 fIE 5 ORIt B NP R B 8.
2 ORI IR E,

i BEH: 2010-11-08
BEEWMAB : ERBRLRITARMER 25 H (2010B009)

Bl ERIMIRHNER EBREPANBR R
MR B R S ) B AR R0 BL R B 7l 5 & 89 i
R NWTFEBREEMNPNEEEETR, KR
RIIE LAZHMESEETENRERD, XABH
BRUWDIEHEE RFRIIGEE ([RFRSE
HBEFEDMBRB . RUEERFRSNERD
Ko M E A B RS S F B RRIE A (1ICP-
MSOEBERFES. JHLMEET . W TRIE
FNESMR, BARE . IR EMRNNESNEE
B2 AN,

EENB—PBRBOERETRINNE, BB
BESE AL (ICP-MS) NI B BRI 57 K O Ey

EE R I DR (1986 —) . 20 LR ERBUORZ ML A, EHO T L%



1% T PACKAGING ENGINEERING Vol. 32 No. 3 2011. 02

0 =

12 PESEETERNDMIA; WBRUR BRI,
Lt ICP-MS THES L, FH R IMRA &l THE
H%%, D3I 4 BN R REITIIIREBOAS

B
73N0

1 SCIg

1.1 B 5EF

ELAN DRC-e IEBBRME TR T AN (=
PerkinElmer 22 8)) ; MARS Xpress BRI H 8RN
CEE CEM 2 3); 5. R 8. B B ok il L R
‘f% BIHETRMEBESR(ERNEYRHFRD

M) :1 000 pg/mL;RIBERRE DTN 65% ;&AL

%ﬁ%ﬁﬁﬂﬁ 0 UNEE, BN IFI SR
NB); BTSN, HE KT 99.999% ; L5 A
KRB IK, EHssMPA 40% AR DE, BE)
BERBR 28 24 h BfFER,
1.2 #HEAtE

BERBIER Y A/NNN 5.0 mm X5.0 mm BY
INEER o EIRTRENBIEE BV G 0. 2~0. 3 g(FBTAE
0.01 @) FRIUS G R BRRHED, S0 3 mL iH
R, 2EdR, BIA 2 mL 38KE, BERER
/IR, EEGRDRE, REREMEIE, EFS
FRBBARUR B BN D, g ENIE R N ITHRURE
B, BRERERANEZR . KEBRTEERE
50 mL BEMRD, ABAKEZARENAS 3 R, 4
HRRFABER, AXKEEZZE, QI 2 1
0TI = BN IRE.,

2 BR5E

2.1 HRFEHEEE
2. 1.1 HMRIT IR R
BERYEMRNVEINETI IXBF AR B K

TEVRIVERBRU N SEBHARNKERSOA, BT

K EBZERTTRENERREK, 8K T I B®

NWHRIEEZ, W4 B BIEARRARNALGEE

KGN BN BK, XBRUREHTBHAER,
AMCBfY BRI CERINERE, MERIEE R, &

EAHFIBED WFRE/N, DAERIML

2.1.2 AR SO R R

HBRENGEMNSEEBR- IR RRIE

BB, ZBRIBEE LRSS NE B ERME, Tl 8Y
S2AEEDTF 5 mL, DBIEHE 5 mL AR, 4 mL iH
R+1 mLYEHKE,3 mL BER+2 mLIENKS,4
mL ﬁ%@l+2 mL S & CEENEET . WA,
NERERBUS &R, BBRESTE R, BE IR
SN EBRRZFENES. IRIEERRTS
M ERESD, NAEGERTENEIRET,.R
SRDBRBE, RALE 3 mL B +2 mL I&H
T RHCE R o
2.1.3 (IO AR T A A R

CEM RURERNIBEmBED IR L, RIED
K SHBRUBNILE R AUNRIDEH/IMCRN,
RURE RN BIDZEE N 800 W, DBIXBARDH
SERRRE 160,170,180,190 ] 200 “CH /TR, KU
HFBERE 190 CH2ABEBERS, FEEE £D
BHRHFF 20,30 K] 40 min, KRN BHE, BHEX
NBHTE, BERIEFRENERS, AL RES
BYEIEE/S 30 min, AENFRRUKBREBIE 1,

®1 WKEBER

Tab.1 Microwave digestion procedure of packaging materials

i JHERTE BGAEE REERE J&

B
/W /min /°C /min /MPa
1 800 5 120 3 20
2 800 4 160 3 20
3 800 3 190 30 20

2.2 ICcP-Ms TIEZH Mt

ICP-MS §HINR S RE B EEBAFN
SR ICP-MS EENTIES M, EEBZMNE
NR|ENEBE, B 10 pg/ L E BB 1R,
WIS B2 TTRBRESIESRIEIMY S, &
RYPE B NBF  DWREFSIMSEOR RN
2K, BN TIESE . TMINE 1 100 W, S
& 0.85 L /min; #HEISARE 1. 20 L /min; SHIS
ME 15.00 L /min; FEGRIZAE 1. 00 mL /min; B
B 6.00 V,EBEBXEEINNNE, B TREBBEBEL
3 REN 60, IEERFH T, W 12 fPTHR
BRNRBES (Nl HRE,.
2.3 EBLNSAENNER

EREABMENRIELN BRI . 8.
BB B R ILVR BB B T RINERSR
(1000 pg/mL)EFIMBITTERSKREII N 1 pg/mL
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i (ICP-MS) [5] Aisf U

TE MR M B A A H LR

BOMERBSR, F T E EA 2N HEBRERZE
RNREBEAN 1,10,20,50 A 100 pg/ L 9FRE TIES

R2 FEMREBZIGHR

Tab.2 Standard curves and detection limits of the method

11

W, EEEH ICP-MS EFH T NBSTENS ik CYEpT LES
HEIESENEXRE, U& 2, BIYTA ICP-MS i Pb  Y—8 282.45X+3 506.86  0.999 9 0. 05
FVTNE 11 TZ2EBBR,LUNESR 3 B8IFRE Cd  Y=1704.14X+135.911  0.999 9 0. 09
RBEITE D ERMTER, As  Y=1317.29X+6 025.78 0.999 9 0.10
2.4 %@E*ﬂﬁ%@ﬂi%?@ﬁ Cr Y=6174.47X-+3 004.49 0.999 9 0.16
59T =R BTN TR, 40 KRR Sb Y=6238.34X+613.458  0.999 9 0.06
565, AN ERE (RSD), AR BNREIRE o o o e
> Se Y=125.739X+10.337 9  1.000 0 0. 20
SRS, AIDKER 0. 80 pg/g, ITERNIROWE, I Ba  Y=12 174.6X+162 318  1.000 0 0.03
T30 STREMNENBNIRERERE 0.4%~9.4% Ni  Y=30125.9X+1256.78 0.999 9 0.02
28, BINEZE 88. 0% ~117. 0% 28,1588 % 5 5% Sn Y=3156.02X+1730.23 0.999 7 0.05
S{j’j 7FZ*4$EUEQ§%TU?ED/W }&ﬁ%@%o Sr  Y=18 965.2X+71 002.5 0.999 8 0.07
Tl Y=12 668.6X—3 266.23 1.000 0 0.02
£3 H&AD 12 M EMNMARE KR
Tab.3 Recoveries of the 12 elements in samples
B PE PP PS PET
" RS/ DNASME/ Bl RSD  KESME/  DUASMH/ BIJCE RSD  REAME/  UASHE/ [ADR RSD RESHE/  TUAS(E/ [lR RSD
% (pgeg™™ (ugeg™ /% /% (ugeg ™D (ugeg D /% /% (ugeg ) (ugeg) /% /% (ugeg®) (ugegD /% /%
Pb 0.856  1.720 108 1.5 0.880  1.704 103 0.9 0.880  1.664 98 2.0 0.920  1.688 96 1.2
Cd  0.016  0.928 114 2.2 0.016  0.920 113 0.4 0.164  0.884 90 1.8 0.192  0.920 91 1.
As  0.860 1764 113 2.9 0.968  1.792 103 2.4 0.916  1.804 111 3.5 0.916  1.852 117 2.1
Cr 5.400  6.144 93 3.8 5.376  6.160 98 1.8 5.45  6.160 88 2.9 5400  6.160 95 2.3
Sh 0.060  0.892 104 2.8 0.116  0.972 107 2.5 0.180  0.948 96 1.6 0.256  0.976 90 1.2
Hg 0.048  0.880 104 4.0 0.084 0,972 111 4.7 0,092  0.868 97 4.4 0.168  0.880 89 3.8
Se 0.78  1.572 98 3.5 0.792  1.552 95 2.9 0.768  1.608 105 3.0 0.764  1.652 111 2.7
Ba 1.848  2.720 109 1.3 1.924 2,780 107 1.1 1.976  2.712 92 1.0 1.972  2.764 99 1.7
Ni 1235 2,043 101 5.6 1.698  2.842 98 5.4 2,354  3.122 96 4.9 1.985  2.817 104 6.0
Sn 0.012  0.860 106 8.0 0.056  0.896 105 8.6 0.041  0.785 93 7.2 0.032  0.808 97 9.4
Sr 0.056  0.856 100 3.8 0.085  0.877 99 3.2 0.098  0.954 107 4.6 0.075  0.827 94 2.9
TI 0.115  0.923 101 3.3 0.258 1074 102 2.5 0.850  1.642 99 2.8 0.369  1.193 103 3.7
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