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1.1 RF

g PR (0.11 mol/L, #H714l), RN (0.5 mol/L,
0.05 mol/L FIBHIE AN 5T, 7042k, X4 /K (8.8 mol/L),
BffR e (1.0 mol/L, HRHMRHZ pH 2, /r#r4l), fHiR
(1.41 g/ml, UP 2, #HER (1.18 g/ml, K4, &
AR (1.66 g/ml, K4, IR (1.15 g/ml, L
gy, /K (>18kQ/cm).
1.2 UFEEEMNESE
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Cr. Mn. Mo. Ni, Cu. Pb. Zn f| ICP-MS Jl’E,
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(1) 39MRBGES: FREL 1.00 g KT 3R
YIRERL T 250 ml BOAR, IO 40 ml BRI
(Cuac = 0.11 mol/L), BNz, #£ 22°C+2°C FHRFIEH
1 h, B 20 min, 708, W EREBRBIESTZ
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Mo H 20 ml FIKPEGFIRY), #¥ 15 min, B0 20
min J&, 7r@ EEER

(2) LR [\ (D PR RIRFRYEIMA 40
ml HC I R 21 (Camyonna = 0.5 mol/L), i,
fE 22°C £2°C PRI 16 h, 0> 20 min, 738,
W AE T ] 20 ml HIKUEG RIS, %
15 min, .0 20min Ji7, 2 &4 EJEER.

(3) WA 10 (2) TSR R Y LS
hn10 ml HEAGEVEH, R, 7RI FIHA 1 h,
AR EYE KM (85°C £2°C) Witk 1h, B A WA
k20T 3mle FIIA 10 ml WAL S
UL FERAE E BRI D BIRZ) 1 mle BURA
H, A 50 ml BERRFEHE (Cwiaac= 1.0 mol/L), fE
22°C £2°C¥¥% 16 h, L 20 min, 438, B L2
WAESHT. H 20 ml RKEEEFIRY), $R% 15 min,
B0 20min 5, R L EE .

(4) BRIt K () PRI KB R 25T

RIEHE G, BRENRE R 2T S, S G
RAEAE TR o T AR IR - AR - U e - oy R 0 1
M5 Cd. Co. Cr. Mn. Mo. Ni. Cu. Pb. Zn; H

EhIR-THIR A, ME Asy Sbe AR IE N JSURFE ST
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20 min, 70 E, HCEEEWAE ST
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Table I Detection limit of analytical method

JLH K BIRE LA RERES AR
As 0.05 0.1 0.1 0.1 1
Cd 0.001 0.01 0.01 0.01 0.02
Cr 0.02 0.1 0.1 0.1 1
Co 0.01 0.05 0.05 0.05 1
Cu 0.05 0.1 0.1 0.1 0.5
Mn 0.1 0.5 0.5 0.5 1
Mo 0.01 0.02 0.02 0.02 0.1
Ni 0.01 0.1 0.1 0.1 1
Pb 0.02 0.05 0.05 0.05 0.5
Sb 0.05 0.1 0.1 0.1 1
Zn 0.05 0.1 0.2 0.1 1
2.2 HHIERHEE Mn ESMARIUAS . AL A AT AR, 7

JHT i R 5 J 5 6 00 o AT R s HE ) S
FUH LB AL 10 B e e 3R U B2 IO 28 0 A ol € i
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AP UA S 2% T s 3 0 A s R AT 4 4 22 4
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LIRS, B IEIERAC. JCREAFE
SRS BCE LR, BARAE S HERG2ERE 5T b 41
&K%, 1§ Mn. Mo, Cd. Pb %5 EANRIE
A R B A BE LB AR DG, AT AT R
4 e o S S MR () 5 H AR
2.4 BRESERETRAESESEENLE
FHERSBICEAFAESESSENILE LA 1.
Mo 4k, As. Cd. Co. Cr. Cu. Pb. Mn. Ni. Sb.
Zn%5 10 DNIGER S TEATINAILE AR 86% ~ 113%

Z [, RSB IMAAE T4 5 80% MEKR, it
HIZES BN A H, RAERIEAE A 3. 1M
A 2 MMM F TESINATE A1) 80% LUF, f
REJ T U IR AN B 5E 2 2 R TR A (Mo T 38, 3 1L
BRI ZASEE R, DA B e Mo, FRTINAF, LA
BITEA N 90% LA b, AHCh THRSEI 5, SR PUIR
IIRERIERS, BUSVERIIECI. Cov Cry Cu. Pb.
Mn. Ni. Zn. Mo%§ 9 /M n s i &3,
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Table 2 Results of precision test
e SRS IR RPN DRSS AR

o0 W U 2 S 2 e o £ o W o £ O /10t B ot W w1 5.7 st O Wt SO ] 27/ e o £ W o S /I WL
As * * 9.36 * * * * 1.72 0.66 3.98 2.90 8.70 0.67 1.00 1.17
Cd * * * 1.02 2.84 0.39 1.62 1.83 1.20 5.31 10.80 3.71 6.37 5.03 7.69
Co 10.51 * 2.18 1.12 1.99 1.18 0.27 0.82 1.63 2.73 2.06 1.64 1.31 1.21 1.53
Cr 9.89 3.90 0.00 3.98 3.77 2.74 0.23 1.46 1.80 2.19 3.57 1.40 1.22 2.49 0.69
Cu 7.51 * 2.69 1.15 1.80 0.53 * 1.25 1.26 5.19 3.79 3.33 0.99 3.39 0.79
Pb 4.84 * 3.98 1.65 8.78 1.92 0.83 0.71 0.90 5.02 4.24 2.02 2.59 2.66 0.96
Mn 7.11 * 2.09 1.75 1.46 0.56 0.43 1.18 1.27 1.51 1.94 1.03 1.21 1.49 0.93
Mo 2.74 2.28 1.89 6.98 7.04 4.85 1.34 3.92 9.79 4.44 4.28 2.10 4.85 4.05 3.08
Ni 8.17 * 0.74 1.13 0.56 0.75 0.61 0.66 1.73 2.62 1.93 2.37 1.20 2.68 0.87
Sb * * * * * * 9.94 * 4.88 * * 6.20 0.95 2.69 0.89
Zn 7.27 8.90 9.71 2.07 10.57 0.56 0.73 1.17 1.06 3.36 10.09 1.83 1.52 2.19 0.89

*o ANTRIH R
*3 BEERETFTRFHSHIMEHE (%)
Table 3  Fraction distributions of heavy metal elements
He)E KR IR QRS DEES IRIER S

Sl S o /(1027 e w & ) W s B /1025 7 e vt W v & P R 712 /s o W s [, e v & ) W o & PR 1151 )
As 0.00 0.00 0.57 0.00 0.00 0.00 10.15 7.01 3.26 1.44 1.22 0.39 88.40  91.77  95.78
Cd 0.00 0.00 0.00 37.54 5848  58.66  31.66 2729 3129 4.06 1.73 3.77 26.73  12.50 6.28
Co 0.12 0.00 0.16 9.65 3.16 8.48 1437 2375 36.77 8.98 1.87 5.04 66.88 7123  49.55
Cr 0.13 0.06 0.20 0.11 0.26 0.28 3.63 1.56 4.22 8.63 2.41 8.40 8749 9571  86.89
Cu 0.31 0.00 0.20 2.77 1.08 6.09 26.13 1252 21.13 8.94 221 3.67 61.84 8419 6891
Pb 0.14 0.00 0.18 2.19 0.19 2.19 59.22 3462  58.78 8.08 4.37 6.86 3037 60.82  31.99
Mn 0.51 0.00 0.24 31.73  20.11 2361 2612 36.00 51.75 4.06 1.84 3.01 37.58 4205 21.38
Mo 3.66 12.03 2.51 0.37 1.01 0.16 1.22 1.58 0.28 4514 1670 2261  49.61 68.67  74.44
Ni 0.21 0.00 0.23 4.14 6.74 3.85 7.72 9.37 5.93 8.80 6.10 5.25 79.13 7179 84.74
Sb 0.00 0.00 0.00 0.00 0.00 0.00 1.89 0.00 2.13 0.00 0.00 0.74 98.11 100 97.13
Zn 1.92 0.22 0.57 4.43 0.05 12.23 13.81 4.87 13.48 8.89 0.80 7.31 70.95  94.06  66.42

2.5 IR
SHTRR B ARHERE S (BCR701 tih & CRM701),

A WA 4,
WAL A

TRUAHL, e MR KRR HERE )
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F 4 BCR701 IR (ugle)
Table 4 Analytical results of BCR701
EeE HfH SR AL Ji A CIEERERS Tk I ®B) AH(A) 100*(A-B)/A
cd WA 7.31 33 0.22 0.104 10.934 11.7 6.55
7.26 3.33 0.21 0.096 10.896 11.7 6.87
HEFH 7.34 3.77 0.27
Cr WA 224 46.7 123 102 273.94 272 -0.71
2.24 47.6 122 104 275.84 272 -1.41
HEFH 2.26 45.7 143
Cu WA 43.81 116 50.5 64.79 275.1 275 -0.036
45.01 114 49.7 64.18 272.89 275 0.77
HEFH 493 124 552
Pb WA 243 110 8.75 21.62 142.8 143 0.14
2.57 112 8.55 20.15 143.27 143 -0.19
HEFE 3.18 126 9.3
Ni I EA 14.1 26.6 12.6 50.89 104.19 103 1.16
13.65 27 12.2 52.71 105.56 103 2.49
HEFE 15.4 26.6 153
Zn WA 187 96.3 349 141 459.2 454 1.15
187 95.9 34.5 131 448.4 454 123
HEFH 205 114 45.7
L
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Analytical Method of Heavy Metal Fractions in Soil and Sediment

HUANG Guang-ming', ZHOU Kang-min', TANG Zhi-yun', WANG Ya-ping’, GAO Xiao-li", XIAO Ling', JIANG Ye'

(1 Geological Survey of Jiangsu Province, Nanjing 210018, China; 2 Nantional Research Center of Geo-analysis, Beijing 100037, China)

Abstract:  The article introduced a analytical method of heavy metal fractions in soil and sediment. Heavy metals in soil and sediment were
divided into five fractions: water soluble, acid extractable, reducible, oxidizable and residual. They were extracted respectively by water, 0.11mol/L
acetic acid, 0.5mol/L hydroxyamine hydrochloride, hydrogen peroxide and 1.0 mol/L ammonium acetate, and hydrochloric acid-nitric acid-
hydrofluoric-perchloric acid. It was adapted to special analyses of heavy metals including Cu, Pb, Zn, Cd, Cr, Co, Mn, Mo, As, Sb and Ni. The
detection limit were 0.001 ~ 1 pg/g. The precision test were less than 11% RSD (n = 4).

Key words:  Soil, Sediment, Heavy metal, Analysis of fractions



