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(V).
R E S %I‘YJ

V) 1 B A 5 4% 1

0 . Sh( 1) »F[I,.ﬁj\ Sh £t PR 4 };;u,g 0.11 ug;L F1 0. 09 Ug/ L, A 55 by o i 22

(RSD, n= 11) 23510 5. 4% F1 6. 1% , IkrIFICRAE 82. 5% ~ 101. 9% .

KR R TYORkR Ak kA,
RESZFES: 0657.31; 0614.531;

Bt T AR A 7= v bl SLAT T AT #8510 462 )
TG . ERET BRI R N T B A A R
R a2 KA AT LR &b o/
B4 Sh(0) > Sh( 11D > Sh( V) . Pt #EH L
A BRI 2 KR A RS B A A A ﬂ-
HEEMEX.

AILLL 0. 2 moL/ 1. 1 A1 R IRAE b - 432 L
F, FEAR I AE SRR BE W A BE A b Sh( V) LT
ANBE NaBH, 38 i RIHE 23, 23 A0 0 $E 0GR, — 1
PRI BB ) A AR R 7 9 e i ik (HG -
AFS) & Sh( 1Th; 75— B 1) Sb( V)£ 5
g/ L L= FWead @ik 5k Sh( 11D, Ze kA i -7
DEICICRGHE I 5 &2 Sb, FF 220k T Sh( V) .

1 SR
1.1 AR A )

AFS— 610 B 515 6 1% A ( b 58 Fi A 43
a2 aly, TAERAE A 217, 6 nm, $8 & 300
mV, k] H 60 mA, B = 400 mL/ min, FeFE
8] 10 s, 2238 90 r/ min; B i 55 50 BIBKT (b 5L
TTRARA R A A7) 5 IR a5 (T on @ ta i
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AT B L
XEFRIRED: A

SR (R ) s BB Lg%
REEOCE )

Sh( 1) brfEfif %3 100 mg/ L: FREL 0.01197 g
Shy0s, WA 10 mL #& HCL, % f# 5 B A 100 mL %8
i, KE 2, T 4 CLRAF; 100 Mg/ L Sh( 11D F5
HET AW Sh( T b HEfifs 7 W02 20 R0 B L 11, B

HIBARC .

Sh( V) brHEf % 100 mg/ L: FRHL 0. 02091 g
Na3ShOy, S 10 mL ¥ HCL, %i# )5 ¥ A\ 100 mL
AE, AKSEFE, T 4 CLRAF; 100 Mg/ L Sh( V)
FBRE AR Sh( V) s 4 i 45 Y8038 20 o T 61,
B BLAC .

10 g/ L NaBH g4 #¥: FRHLS. 00 g NaBH, ¥ T
500 mL 5g/L NaOH ¥ ¥ 0. 5 moL/ L #4711
W PRI 3. 753 g WA ER T S0 mL K15 0.6
mol./ L. HC1 ¥Wi; 20 g/ L. L— JPtad MR . fr
FHAR TR A 23 vk, 5 3 ) 75 /K S T
1.2 SEs5ik
1.2.1 LIRS R

FREL 1,00 g 13RS ST 10 mL A7 i 2508
A 4 mL 0.5 moL/ L 547 BRI WAT 6 mL /K,

TR B I DN U S T e o [
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i . EHRG S EEEIRY 2 h, )5 LL 4000
v/ min P B 25090 55 30 min, BUH B2 WL T
M5 Sh (1) F1 Sh( V) .
1.2.2 e ik

SPATE B4 2. 5 mL $2EGHE T 10 mL o (f
B, e A, HHG- AFS ik 80 5 Hop
MSh( I . %A 2.5 mL 20 g/L L- £k
AR, )5, T30 K% ok 25 min, 4 Sb
(V) &5 Sb (11D, ¥ &0 )5 e SO s e .
1.2.3  brdE R

SEATIOH 473 0. 00 0. 50 .1. 00 .1. 50 .2. 00 mL
100 Mg/ L. Sh( ITh br#E TAEHAT 100 Mg/ L Sh( V)
PRAE TAEW T 10 mL WL . 224 Sh (T 4%
HE AR 20 BN 1.0 mL 0.5 mol/ L 31541 R
VAT, S . TS VE R0 £ F I s Sh( TID 1%
5, FHbdE i ZR 1 R FE 9 y = 120. 74 -
14. 48, FI5C R EH 0.999 1. 44 Sh( V) 454 T
b 2 5N 1.0 mL 0. 5 moL/ L i 47 & ¥
WA 2.5 mL 20 ¢/ L 1 L- e BR VW, o 2%,
B K R A 25 min, B Sh( V) i JE Rk Sh
( T1D , oA [ 5256 4% 1 7F Wl 5 v v b i R B, 1%
PRk il 28 10 Bl 4 B2 h: y = 122, 32x = 58. 34 #f
KZAKN 0.997 8, ZEdkik A 8 Sh( V) & .

2 Zik5ihe
2.1 NaBHy Al HCl 3/ 1) 5% i

NaBH, fERR T Wb P ARG PE A 45 Sh( 1T
2 A RN S, 0 NaBHy R HCL R
AR Sh( I 3 i J N ) 2L R 2% . iR R W,
0.6 moL/ L EA Lk HC A J /3 it vl 7 A= A2 e 1) 92

el . 10~ 15 g/ L NaBHy4 0 P2 AE SRR 1 9¢
Jefii 5 . NaBH, ¥ RLAR, Sh( 1T & AN 5E 4

JR2Z., 5 HCL N B, A ok Sl <, e foke”
TEACY AR EE, [F K HE B AR e . SRk
10 g/ L. NaBH, fEI& 55, 0. 6 moL/ L. HCI YE3 .
2.2 R SR L )k ¢
PEIGRIAS [, X 3R & o B AR BUSCR AN
Al . W5 T KH,PO4 JKoHPO, NazPOy \NayCO;
NaHCO3 NH4F Na,SO4 L FRF F7 81 8
FIFREAN TP R A 1 1 MBS DU 1 2 AR, K 45
RRW (L 1), WA RV WAESR BN P A5 1) 9%
el S A5 AR . X IR avF & i T A
FRAVERTE IR T R & i N 5 7 AR
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WL WA R P B A, g5 W 1. ARt

EFE 0. 2 moL/ L A1 BRI MLVE PRI .

1 PeIBR k4
Table I  Selection of extracting agent
JEHUA Iy
0.3 mol/L FH Pl 5 g
KH2PO, 27.5 58.5 31.0
K-HPO, 17.8 1.8 -
Na;POy 32.8 17.8 -
Na;CO; 2.7 22.1 19.4
NaHCO; 13.9 32.5 18.6
NH4F 455.3 - -
Na;SOy 15.5 45.6 30.1
LR 130.3 16. 4 -
Fris e ah 92.3 136. 5 44.2
A A 6.5 92.2 85.7
HUEE] % -5.9 116l 1167
2500
ot
1500
500
0 0.2 0.4 06

c(ATEM)/ (ool - LY

Bl SRIDGRIR E (i 6

Fig. 1 Selection of concentration of extracting agent

2.3  HRIU ] IE#E
18 A 1) L 5 i - IR ot v 2% 5 2B 1 B

Wiﬂ{% E‘—lZ) Lﬂ@AZEHH 7E i —F‘ln:lb{ﬂlllﬂ 2~ 4
rMth.,

tan/h

P 2 SR ELIN ] (19 3 %

Fig.2 Selection of the extracting time
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2.4 WAL Sb FEONAE T F s

FEAN IRV 2 (10 W A7 R A 3 v, 4 Shy( TTD A
Sh( V) B2 6sm e, &5 Rl 3 Pros. 78 0. 05~
0. 10 moL/ L Wi A1 &/ Jith, Sh( V) JLTA =A%
J6fii 5, 1 Sh( 11D 78 0. 05 moL/ L LA _F-3 47 4 it
T AR B T R 5« MRIX— 25, &
FELE 0. 05 mol/ L W A7 R A Ji vp I8 FH 25 ik v )
Sh( II) A1 Sh( V) & n] FEM] .

3000
2000
—e—Sb (11
= —@—Sb(V)
M -
I PP PN, o
V] [ | 02 4] o4 0.5

.3
o (W48 / (mol, » L")

B3 A B RE R YA (1 5 i
Fig. 3 The effect of concentration of tartaric

acid on AFS resonance

2.5 Sb( V)i&Js st
2.5.1  L- P Sl BRIV AR 5L 11 5 1)

# Sh( V) B SRk Sh( TN, & JH 8 5 7 47
KI BilE FoRmma - L@+ o . KM KI
VRSB JEF I, 75 75 38 e A i N 3EAT, i Lk &7 2k
KA, 1 T 5w bl 0 oG e . KRR
PRI ER AN L— 22 BR 1K A R AT T LB,
L- B 2R (18 Js R i dee b, X e & E s 1
WP AT HERAE ), WOEFE L- 2 B SRR 1 ik )i
. R R, 6T 20 ng/ mL Sh( V) ¥, M
WP L= b BRI WK b 5 of L s B mp g
eI LK 4) .

3000
-~ 2000
1000

0 2 4 6 8

O (L~#pum) / (g+L™)
B4 L- Pl EExS Sb( V) 3k L0k
Fig. 4 The effect of concentration of L-cysteine on

reduction of Sh( V)
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2.5.2 iR A%} Sh( V) i 5 5

ok o8 30 o5 RS i R R g i S 3, T v
JE, WTRAGR L L— 2 2 BRI J5t Sh( V) I [a]
R W], X T 20 ng/ mL Sh( V) W, 75 b K i
HLTE 25 min A BT S8 A . ARSI R R TR
WA NH 25 min iR J5 Sh( V) .
2.6 ot PRARS % %

TEE SE 1) foe FE X35 2 BOR S50 211 °F, % I
U PA CHERE Jy V200 5 - F 55 Sh( 11D A& Sh A%
BR(Lp) 285 % 0. 11 Bg/L F1 0. 09 Ug/L . %} 10
Mg/ L Sh( IT) 1 drik J5t 734 S 1) 10 Mg/ L Sh( V)
HEAT I 5E, Sh( TTD A1 Sh [ 4H %k vE i 22 ( RSD,
n= 11) 7354 5. 4% F1 6. 1% .
2.7 IAFCEMTI

AL R A - SR T 9T R ) R
EARFIN 70 28 AR AR, kb T T g R SR A A
SR T ORYE R A A S R T
(R B Y [, 16 724 Sh KRBy 50 ng/ mL I,
LA B T O VFIREE /& (ng/ mL) : Cu®* K* Na
1500, Ca** Fe® .Ba® 1000; Al( 1) .Co** 500;
Ni#* \Pb* .Cr** (Agt 300; Mn* .Fe* .Hg*
100; Cr( V) 50 XoF B (130 i AN 7= A 10 (AR 158 22
<5% ), PTG 75 T4 40 77

3 FEMAHT
FEA ST 5E 1 43 M 7 300 5 - SR S b Sb
( I A1 Sh( V), e &5 RARAICE(R) WK 2.

4{ 2 W;IH’I I’KJ ?ﬂ“lﬁ_ﬁﬁlll
Table 2 Determination of antimony in soil samples
w(Sh)/(Hg*ga" I)
Sh i &
WAL At WA R/%

specialion
found added

FE a4 v

Hallll'lllf N[I.
recover

Shi 1} 0.052  0.200 0.232 90.0

201707
Sh( V) 0. 908
paseH 0.960 0.400 1.290 82.5
306011 Sh( 11§ 0.0034 0.100 0.104 100.6
Sh( V) 0.0187
pug 0.0221 0.100 0.124 101.9
ox1 Sh( 11§ 0.0092 0.100 0.106 96.8
Sh( V) 0.0748

g 0.084 0.100 0.178  94.0
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Determination of Complexible Antimony in Soil by
Hydride Generation Atomic Fluorescence Spectrometry

MEI Jun', WU Shao-wei', TANG Zhi-yong', JIN Ze—xiang',
XIONG Cai-hua®, DONG Gao-xiang’
(1. Faculty of Materials Science and Chemical Engineering, China University of
Geosciences( Wuhan), Wuhan, 430074;
2. Hubei Geological Experimental Institute, Wuhan, 430010)

Abstract: A method for the determination of complexible Sh ( II) and Sb ( V) in soil by hydride generation

atomic fluorescence specirometry (HG-AFS) is reported in this paper. The extraction condition of complexible
Sb ( I} and Sbh ( V) and the reducing condition of Sb ( V) to Sh ( I} are discussed. The detection limits of
the method for Sh ( II) and Sby,y.) are 0. 11 Hg/ L and 0. 09 Hg/ L respectively. The recoveries of standard
addition for Sb ( II) and Shy .y are 82. 5% ~ 101. 9% with precision of 5.4% RSD and 6. 1% RSD( n= 11)

respectively.

Key words: atomic fluorescence spectrometry; hydride generation; speciation; antimony; soil
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