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Determination of Hexavalent Chromium in Health Foods

YANG Zhen-yu, GUO De-hua, YANG Ke-cheng, GE Li-ping
(Shanghai Entre-Exit Inspection and Quarantine Bureau , Shanghai 200135, China)

Abstract; Hexavalent chromium was extracted from the health foods sample with alkaline
solution. The extract was determined by IC-ICP-MS. The parameters of health milk pow-
der, nutritional drink powder and healthy beverage were acquired. The linear correlation
coefficient is greater than 0. 999, the RSD of precision is less than 10%, the recoveries are
in the range of 80%-110%, and the LOQ is 0.2 ug « L™'. The method is simple. quick and
strong qualitative capability.
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) o 0.2,0.5,1.,2.5 mL 50 mL o
0.5 mL 0.4 g
GB/T 5009. 123-2003( s 10 mL , 25 mL, o
. 6 000 r » min"' 5 min,
, 0.45 pm , 0.,0.4.1.2.4.10 pg
. L (
, )6
SR N L 1.1.5 2 mL 65%
HNO, 2.5 mL 25% NH,OH 500 mL
) , 400 mlL., . NH,OH
s o HNO; pH 9.3, 500 mL
, 0 10 min,
) ) o 1.2
) Elite P230 :
N . . s 200 pL ; PE Elan 6000 ICP-MS.
N N ) , PE ; : Hamilton PRP-
S X100,15 cm,46 mmlID,5 pm; ;
, 0.Img 0.01lg ; :
. N 10 000 r » min™*, 50 mL ;
- ; :0. 45 pm,
, 1.3
o 1.3.1 ,
, ICP-MS ) )
o 1CP- . 0.5g 50 mL
MS . ) , 1.0 g 1.0 mLL 50
-ICP-MS mL , 0.5 mL ,0.4
o 1CP- g 10 mL , . 200
MS o min 60 min, 6 000 r ¢
min~',4 C 5 min, )
1 5 mL 10 mL )
1.1 10 000 r * min~*,4 C 5 min,
) 18. 2 0.45 um , .
MQ + em™ ' ( ).65% HNO; ( .
).25% NH, OH( ): . 1.3.2 : Hamilton
1.1.1 (pH 7.0) 8.7l g PRP-X100,15 cm,46 mmlID,5 pm; :35 C;
6.80 g , : 56 mmol + L""HNO; +67 mmol « L™
100 mlL., . NH,OH.pH 9. 3; :1.0 mL « min ';
1.1.2 20 g NaOH 30 g 1100 pl,
Na, CO; . 1 000 mL, 1.3.3 ICP-MS ,
o , ) 52
1.1.3 GBW (E) 080257, . 53
0.1000 gL', . ICP-MS 1,
1.1. 4

50 pg e Lt . 0.
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1 ICP-MS
Table 1 Instrumental conditions parameters of
ICP-MS
RF 1200 W
1.00 L » min !
0.85 L * min~!
20 L+ min™! 1
1200 W 1
(18+1)C
52,53 450
2 000 ms 900 s
2
2.1
2.1.1
s
s
. [2] 10%
; [3] 0.01 mol » L'

; EPA 3060A 0. 28
mol ¢« L.”'Na, CO, 0.5 mol « L' NaOH
o EPA

0. 4mg . 1471 ’
L™ Na, CO;,

0. 28 mol -
0.5 mol « L ' NaOH

2 1,
EPA Method 3060A .
1% . ,
2.5 mL , 25 mL,
EPA Method 3060A
10%.,
2.1.2 EPA Method 3060A
90 C, 1 h, 25,
40.60,90 C 4 .

0.0l mg+ L',

b b

0.0l mg e+ L7*

(ng+L7")

Table 2 The invert quantity of Cr( [ ) to Cr( V[ ) in different

quantities of akaline solution

and different temperatures (pg « L™")

/Cpg = L7
/mL 25°C 40C 60C 90 C
2.50 0. 00 0. 00 0. 00 0. 00
5.00 0. 35 0.40 0. 45 0. 37
12.50 .26 1.04 1.05  0.83
25. 00 2.11  2.14 2,23 3.24
3.5
~ 3.0}
|
= 250
o 2. 0
=
= Lt
z 1.0f e 25(C
o’ | —e— 40°C
0.5 . sc
0.0p —v—90°C
—0.5 ; , . : :
5 10 15 20 25
V e/ ML

Fig. 1 The inversion of Cr( [ ) to Cr( V) in different

quantities of akaline solution and different temperatures

. 40 C
’ 1 hy 30

2.1.3 EPA Method
3060A )
0.4 g ’

, 0.4mg-+L",

0.4 pg - L!
0.4 g,
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2
3 (%) CI7 O Cr?,
Table 3 The recovery tests in different matrix . R
and different temperatures( % )
/% .
25 C 10 C 60 C 90 52 53 ,
100 107 97 104 2.
98 75 47 16 y Cr37
102 85 72 0 , ., Mg
94 91 88 60 (OH), Cr(OH), .
b b
2.1. 4 . 2 5
) b
’ ’ ’ 2 °
40 0001 _crss
’ ’ 2 — Crs52
10 < L71, , T 30 000t
ne 2
, 5 20 000}
’ 4, 410 000}
0l
4 0 200 400 600 800
Table 4 The recoveries of different sample quantities /s
2
, / / Fig.2 The chromatograms of a sample
/8 '8
(ug+L°H /% (pg+L°H /% of healthy milk powder
0.5  10.6 106 Lo 9.67 97 L2 = 8 d ;
4 ;05
1.0 5.83 58 2.0 9. 50 95
1.5 3.75 38 3.0 8. 31 83
2.3 R R
2.0 3.28 33 4.0 7.58 76
2.3.1
0~10 pne * Li1 ’
’ ’ ’ =>0.999, 0.2 pg - L' Cr(VD ,
’ 11 , , 3
0.5 1 1 mlL,
g’ g s 10
2.2
2.2.1 _
(LOD)0.06 pg = L7, (LOQ)O0. 2
’ CS_S
pg e L7, 0.5¢g 25 mL
_ ’ 10 pg + kg ',
Varian . _ !
. o pgt Kg o
» Hamilton , ‘!
2.3.2
. N 3
ICP-MS s
5 min, ’ ) °
0.2.1.5 <L, 6,
2.2.2 ICP-MS ne
ArtoCL Cr2 9o
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Table 5 The precision and recovery of fortified tests
/Cug s LD JCug s LD /Cug s LD
0.2 1 5 0.2 1 5 0.2 1 5
1 0.175 0.876 4.96 0.185 0.987 4.59 0.197 1.01 5.39
2 0.201 0. 843 4.78 0.203 0. 856 4. 84 0.193 0. 834 5.29
3 0.209 0.902 4.75 0.176 0.912 4.89 0.182 0.901 5.33
4 0.188 0.938 4.59 0.196 0. 882 4. 80 0.175 0. 863 5.21
5 0.197 0.812 4. 88 0.198 0.963 4. 84 0. 204 0.903 5.08
6 0.187 0.941 4.69 0. 187 0.92 4. 95 0.178 0.914 5.29
0.19 0.89 4.78 0.19 0.92 4.81 0.19 0. 90 5.26
0.96 0. 89 0.95 0.95 0.92 0.96 0.94 0.90 1.05
/% 6.2 5.8 2.8 5.2 5.3 2.6 6.1 6.6 2.1
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