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Determination of Chromium, Nickel,Copper,Arsenic,Cadmium,
Lead and Zinc in Wheat in Shandong Province by
ICP-MS with Microwave Digestion

CHEN Lu"*,LI Xia"*,LI Zengmei'* ,DING Min'*,GUO Dongliang’?, TENG Jing'* ,DENG Ligang"

(1. Shandong Provincial Key Laboratory of Test Technology on Food Quality and Safety s]i'nan sShandong 250100 ,China;
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Abstract A method for the determination of seven heavy metal elements (Cr, Ni, Cu, As,Cd,Pb,Zn) in
Shandong wheat by microwave digestion-inductively coupled plasma mass spectrometry was established. More than
1 000 wheats in Shandong province ware analyzed. The results showed that the detection limit is 0. 000 7—
0.09 mg/kg by using the appropriate internal standard and He collision mode. The relative standard
deviation (RSD, n=6) is within 10%. The linear curve of the standard curve is good. The correlation
coefficient is greater than 0.999. The method was applied to the determination of national reference
samples (GSB-3,GSB-4,GSB24) ,and the results were consistent with the standard values. The method has
high sensitivity, good reproducibility and accurate quantification. It can be used for the determination of
large quantities of wheat samples.
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L1 |5 H

ICAP Q ML & 55 8 IR ik X (2 H
Thermo Fisher /A 7)) ; MARS 5 {3 i 7 fift 4% (35 1
CEM 24 7)) s BSA224S-CW  HL F 43 BT K (78 6 3§
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R s VB24 Plus R £ (6 5T 340 28 BHX
ar B A R A D
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UP 9, 70 3 b 1A 4 15 WOFN A B O 3R A 45 1 W 1
W B R A GRS AR A I
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ACER I E SR SR 1 550 WL 4 5 1A R
i 14. 0 L/min, S B SRR 0. 8 L/min, 205
JitE 1. 08 L/min, SRAEVREE 5 mm, ffi i He fiff i #5
X (KED) A HTEL N A5
1.3 XWHE

FREUH 45 5 B9 AL 0.5 gOR AR % 0. 000 1 @) T
TR N FE R N 6 mL 2.2 mL 3 EA LA,
o I T T SR L 4% R LT 4R D IR AT I
f# . 5 min FHEZE 120 °C %4F 5 min, B4 5 min
JHi 150 °C, f&+F 10 min, fg J5 A 5 min JH i 2=
190 °C . fR+F 20 min, ¥ 505 WO T A 0 , 7638 XA

AT I B 2 HE L T A K e e N S L ek S VA IR
W 2 1 A v S T A A R R AR 1. 120 CCOE
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Table 1 Different amounts of acid digestion Fact Sheet

TH % R BT 4/ mL

TH gk U1 T IR VP41
i 2 UK %)
6 0 0, Y ik TH A58 42
6 2 GiRCRiAT T i 52 4
8 0 (O TH itk 58 4

B 6 mL AR f1 2 mL 3 A LS 1A R .8 mL
il TR AR 22 05 ] A - ot $HE A 5 005 i 58 4, A3 9T R
1o Ak SR AR IS — LN T TR I AR IS S 56 1R
F1 6 mL iR 2 mL i AL E AR Rk AT S5
HI T /N2 TP 43 o0 3% S A A 5 4 0 20 A
PR FOCE & S G S R L — UK R R
123 1 o 38 G0 (o FH B B8 4 10 o A G0 3% 8 % 1L v £ 2 4
JRE .
2.2 FEREFHRKIE

ICP-MS 3 (% 9 Jot 3 T 46 3= 2 0 4 4R T
Yoo TR BN A HE F VA R T S A I i 1) LR BT
7 A ) 0 B AR5 7 R A X g 0 A ) A o e R Ak
2 R T R S R AR L FE AR DT 3 L I BR AL IE 7
P U A R R o A B v 45 T T T B s/l
T R RG220 . SRk N bR AL IE
R BEAR AR BN R (W52 . N AR JT R 1 IR B
TR R i 0 B T A B R S I T R
HEKAFEFPAFIZICE . Wik Sc.” Ge, " In Al
“Bi fEPIARICE (P Cr/"Se,” Ni/” Ge, " Cu/™ Ge,
©7Zn/”Ge " As/ Ge M Cd/ M In 2 Ph/? Bl , N bR e
JEBEFE 10 pg/L.
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Table 2 Standard solution series and correlation coefficients of each element

PRUER G TR/ (pg » LD

LR B A R AL
#5901 #5012 R 3 #5 4 55 #y16  FRIT  FRF8
Cr 0 0.2 0.5 1.0 5.0 10.0 50.0 100. 0 Y=12 483X+3 786 0.999 4
Ni 0 0.5 1.0 5.0 10.0 50.0 100. 0 200. 0 Y=3 148X+760 0.999 8
Cu 0 1.0 5.0 10.0 50.0 100. 0 200. 0 - Y=3 653X+2 630 0.999 8
Zn 0 5.0 10. 0 50.0 100. 0 200. 0 500. 0 1 000.0 Y=2162X+5 686 0.999 6
As 0 0.1 0.2 0.5 1.0 5.0 10. 0 50. 0 Y=2 350X+95 1. 000 0
Cd 0 0.1 0.2 0.5 1.0 5.0 10. 0 50.0 Y=5 538X+190 0.999 4
Pb 0 0.1 0.2 0.5 1.0 5.0 10. 0 50.0 Y=57 645X+77 796 0.999 6
F3 AERHRUETRUKEER
Table 3 Method detection limit,lower limit test data sheet(n=11)
. N SHIAAEE/(mg » kg™ D)
53 - - — ; :
Pb Cd Cr As Cu Zn Ni
1 0. 069 25 0.002 44 0.013 40 0. 006 39 0.160 5 0.474 7 0.022 17
2 0.062 85 0.001 74 0.012 09 0. 004 57 0.156 9 0.463 6 0.019 95
3 0. 066 65 0.001 915 0.014 53 0. 005 65 0.157 1 0.371 9 0.019 70
4 0.061 55 0.002 055 0.011 94 0. 006 48 0.152 9 0.393 1 0.017 90
5 0.059 5 0.001 705 0.012 47 0. 005 48 0.1537 0.399 3 0.018 46
6 0. 064 0.002 06 0.012 20 0. 004 98 0.156 3 0. 384 3 0.020 26
7 0.062 85 0.001 57 0.012 60 0. 006 06 0.154 7 0.388 2 0.019 31
8 0.062 3 0. 001 925 0.014 27 0.003 32 0.155 4 0.397 5 0.019 35
9 0.063 25 0.001 635 0.012 57 0. 005 26 0.153 6 0.382 8 0.019 19
10 0.061 2 0. 002 075 0.012 18 0. 006 06 0.152 5 0.398 4 0.019 36
11 0.063 45 0.001 87 0.011 33 0.004 65 0.152 8 0.397 6 0.019 17
SEE 7 0.063 35 0.001 908 0.012 695 0. 005 36 0.155 2 0.404 7 0.019 53
bt 22 S 0.002 6 0.000 25 0. 000 98 0. 000 94 0.002 4 0.033 0.001 1
t {8 2. 764 2.764 2. 764 2. 764 2.764 2.764 2.764
e PR 0. 007 0.000 7 0.003 0.002 0. 007 0.09 0.003
M E TR 0.028 0.002 8 0.012 0.008 0.028 0. 36 0.012

2.6 FEREEEHE

M 4~6 AT LR I B0m A AR = A A [ vk B2
A IEARMERE & (GSB-3 F 2k \GSB-4 # &, GSB-24 i
/NS e BRI A IS T ICP-MS 3k I s %
RN RE R CEATINE 6 UK A BT A S A

SV X AEL o o O 22 R 0T A v O 2 o SR A X A e
M2 1. 900 ~9. 204 A7 TER e ) 5T 45 28 34 7 4
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Table 4 Corn standard substance precision test table
TR : : _ IRIERREACGSED) :
Cr Ni Cu Zn As Cd Pb
1 0.1072 0.108 7 0.732 2 3.160 0.028 89 0. 004 385 0.079 92
2 0.096 6 0.099 0 0.652 4 2. 852 0.026 83 0. 004 347 0. 084 09
0.104 6 0.106 8 0.681 3 3.003 0.027 35 0. 004 087 0. 083 70
M 5E 45 H/ (mg « kg 1) _ _
0.109 1 0.105 1 0.705 3 3.130 0. 029 30 0. 005 047 0. 080 63
5 0.1122 0.103 4 0.733 8 3.185 0.028 77 0. 005 098 0. 080 30
6 0.0999 0.104 2 0.671 3 3.044 0.026 76 0. 004 947 0. 084 29
SEHME x/(mg - kg™ D) 0. 105 0. 105 0. 696 3.06 0.028 0 0. 004 65 0.082 2
kR 22 S/ (mg » kg 1) 0. 005 8 0.003 3 0.033 3 0.124 1 0.001 1 0. 000 4 0.002 1
HE X A AR 22 / % 5.6 3.2 4.8 4.1 4.0 9.3 2.5
HAFAREY R EE /(mg » kg ') (0.11)  0.09740.014 0.6640.08 2.940.3 0.02840.006 0.004 14-0.001 6 0.07+0.02
HXF R 22/ % 4.5 8.2 5.5 5.5 0.0 13.4 17.4
x5 AENEREYREEEIR
Table S Henan wheat standard substance precision test table
AR T ) JO 9] R /N 22 (GSB-24)
Cr Ni Cu Zn As Cd Pb
1 0.1556 0.105 0 2. 498 11. 89 0. 026 81 0.019 22 0.061 36
2 0.147 9 0.100 7 2. 402 12. 00 0.025 13 0.018 57 0. 056 94
B (g - kg1 0.128 8 0.092 0 2. 426 12.21 0.025 23 0.016 96 0.059 72
4 0.1391 0.092 3 2.388 12. 88 0.023 07 0.017 90 0.061 02
5 0.1440 0. 086 6 2.478 12.08 0.025 19 0.016 19 0.062 72
6 0.1231 0. 086 4 2. 482 12.49 0. 025 57 0.016 55 058 18
M x /(mg » kg™ 1) 0. 140 0.093 8 2 12.3 0.025 2 0.017 2 0. 060 0
FREMw 2 S/(mg » kg™ D) 0.012 1 0.007 6 0.046 6 0.366 9 0.001 2 0.001 2 0.002 1
AT AR R 22/ %% 8.7 8.1 1.9 3.0 4.8 6.8 3.6
FAEAREY BRI/ (mg « kg™ 1) (0.19) 0.11) 2.4+0.1  12.440.6 (0. 025) 0.01840.002  0.067+0.016
MXFIR 2/ % 26.3 7.5 2.1 0.8 0.8 4.4 10. 4
xo6 HEINEYRBZTEIR
Table 6 Soybean standard substance precision test table
T i . i F HEH) 5 BB (GSB-4) :
Cr Ni Cu Zn As Cd Pb
1 0.2809 4. 050 10. 25 39. 55 0.034 29 0.011 08 056 25
2 0.2742 3. 970 10. 39 38. 56 0. 038 08 0.012 40 0.055 12
. . 3 0.2709 4. 058 10. 29 37. 48 0.035 55 0.011 44 0.050 13
WESIR/ (mg « kg™ 4 0.2730 4. 009 10. 46 39. 24 0. 035 60 0.013 08 0. 059 82
5 0.2840 3.833 10. 26 36. 15 0.032 74 0.013 75 0. 054 80
6 0.2458 3. 879 10. 47 36. 71 0.032 35 0.010 65 0.053 56
SEHME x /(mg + kg™ D) 0.272 3.97 10. 4 37.9 0.034 8 0.012 1 0.054 9
triEf 2= S/ (mg « kg™ 1) 0.092 3 0.099 0 1.385 8 0.002 1 0.002 1 0.003 2 0.013 5
A AR R 22/ %% 2.3 0. 96 3.6 6.1 6.0 5.8 5.0
HAEARHEY) vk B/ (mg » kg™ ') 0.28+0.04 4.0+0.3 10.240.5 3842 0.03540.012 (0.01D 0.0740.02
AHXF R 22/ % 2.9 0.76 2.0 0.26 0.57 10. 0 21.6
2.7 EBERHERNE Yy o kAT B 4 L bR E A B N 5 A DU AR & — [
FRSZE I IEXT 1000 AN I AR /NE MM 7 %%J‘ﬁﬁ@\fﬁﬁ\im, PAORIEAE G I HEBR .
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— YR T Y 2k e [ R A A 2 AT A A AR
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AR 2. 20 AR RIS — A A IR AR fE

6 AL AN A /N 22 RE TR — J0 R 28 S BOR L
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Table 7 Analysis results of Shandong wheat samples

LR it/ (mg kg™ 1)
Cr 0.078~1.59
Ni 0.096~2. 05
Cu 2.01~11.5
Zn 18.5~77.6
As KAty ~0. 122
cd 0.0129~0. 257
Pb A ~0. 193
3 i

el HNO; +H, O, {1 fiff A 28 BEAT R i )5 >R

JH R SRR 5 25 0 1 R SO T (SO0 A VB LA L LR L A
BET RO EATINAE o A HH BIR R LR 0 S
P T7 R R e S B TN R T Mot
B A i PR AR I [ AR I AR R N
4 A A IO R A A L 1 7 e [
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