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R 2-2
2-2
NaBH,
| NHBH1 ,
/(mol/L) /(mL/min) |/ (mL/min) |/ (ml/min)

As.Sb.Se | 1.0 HCI 1% (0. 1mol/L NaOH) 3.0 6.2 0.8
As 2. 0HCI 15% (0. 5% NaOH) 4.0 13.6 1.6
As. Sb. Bi. | 5. 0HCI 1% (0. 1mol/L NaOH) 4.5 9.2 0.8
Se.Te
Se 2. 0HCI 1. 5% (6 % NaOH) 5.0 170
As. Sb. Bi, | 15%HCI-10% | 5% (0. 5% NaOH) 1.0 — 0.25
Ge, Pb.Se | H,SO,

(HG-ICP-AES) s

NaBH1 ’
, . / .

As (I, VO Sb (IV. VI ) Sb (Il . V)

) ( )
64 % o . H, 0O,
Kg Crz ()7 N Nag SZ ()g °
1.
ICP-AES . ICP
) ( . N N
) ) N N N N N
. ICP-AES , ,

N N ICP-AES
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H
; HNO, HCIO,
, HNO;, , o
° b o
.’ b Y Y
b Y Y ~ Y Y
s ICP o .
R ICP , s
ICP-AES . \
, EPA. JIS ICP-
AES . 2-3
30 s ICP
(JY-Ultima ICP ) , Hg ICP
2-3
/Cug/L) | 1CP /Cug/L)

Ag | GB11907—89 AAS 10. 0 0. 60
Al GB 8538—89 20.0 0. 20
As GB 7485—87 7.0 1.2
B GB 8538—87 20.0 0. 30
Ba GB 8538—87 AAS 0.13 0.02
Be GB 8538—87 0.2 0. 05
Br GB 8538—87 50.0 2.6
Ca GB 11905—89 AAS 200 0.03
Cd GB 7471—89 AAS 0.0 0.09
Cl | GB11896—89 1000 200
Co GB 8538—87 AAS 10. 0 0.21
Cr | GB 7466—87 40. 0 0.15
Cu GB 7474—87 10.0 0.18
Fe GB 11911—89 AAS 30.0 0.19
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/'(;Lg/L) ICP ,/(;Lg/L)

Hg | GB 7468 0. 05 1.2
K GB 1190489 AAS 50 0. 80
Li | GB 853887 AAS 20 0. 50
Mg | GB 1190589 AAS 2.0 0.01
Mn | GB 11911—89 AAS 10. 0 0. 05
Mo | GB 8538—87 0.0 0.19
Na | GB 11904—89 AAS 10.9 0. 30
Ni | GB 11910—89 50.0 0. 30

P GB 11893—89 10.0 1.5

Pb | GB 7470—87 10.0 1.5

Sb | SL 92—94 5.0 1.5
Se GB 11902—89 0. 25 0.09

Si | GB 8538—87 40 1.5
Sr | GB 8538—87 AAS 50 0. 03
\% GB 8538—87 1.0 0.19
Zn | GB7472—87 AAS 5.0 0.15

ICP )
1g/149
1CP ,
2.
ICP-AES :
’
° ’
o ’
ICP . EPA HCLI-HNO,
, ICP-AES  AAS 48 ,
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ICP-AES o
3.
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s ICP-AES \ N
o ICP-AES
, AAS , (HNO, /HCIO,) .
(HNO;/H,0,) (HNO,/HCIO, /HF) o
\ HNO, ,
, HF HCIO,
HF, HNO;, HCIO, ,
, TDS . s ICP-AES
o K\ Na\ Mg\ Al\ P\ Fe
(
3’\’5 ) ’

, Se. Pb As 15 ,
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500 mL s 20°C, (101. 325kPa)
R 200  /min 4~5cm 6h,
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O. 45me D o
( N N ) o
24 .
1.
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s=0, M=2s+1=1, s

) ’ 5:19 M:25+1:39



Sos S1s Sy

, T o
’ 5 Tl\ Tz
s (
( )
s 2-21
(1 ,
S; s S, o
107 s o
(2)
Sy H Tz
107¥~10""s R
(3)
(4)
T .
(5)
10" ~10 7s, (')

A2) ,

T

Hid _61

Sy

Sy

¥



62.‘

2-21

(6)

107*~10s,



oy

(2)

(3

2-22),

W e R B 5

2-22




64‘

) T
) )
= N 7SH 7NHZ
4.
, K
s

F
F=0¢KI,
I 4y«
=10
o 1

b

T T %

AN
=0 . —OH.
/

(2-15)

(2-16)



Hik h165

F :éK(I() —D
=pK(I,—I1,107%)
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= @K, (1—e *%)

2. 3ebc

($ )
— . _ 2 _ A\ 3
ez'gduzl_'_( 2. 35/}()_._( 2. 3ebc) _'_( 2. 3ebc) +.n
1 2 3
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s s 0. 05 .
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C o F;
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@\ [N b ’
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NO,. CO, SO, .

3.
)
H, O, Cu, Mn, Co, V. Fe, Cr, Ce, Hg, Ti, Th
R 3- ,
s ¢ 0.01~0.05 o
. :
(a), H. O,
(b),
(e,
,
425nm 0
NH. O NH. O NH, OH
NH oH- Rf H2 O O\O |T|\I_>
NH N OH- N
O O OH
(a) (b)
B oo &coo
+N, —> +hy
COO~ coo-
(c)
) (
) ) )

-



74‘

i o
bl
ES H .
Py p
2-24 Cr (D
1 1 1 1 1 1 7HZ()2
96100 104 108 11.2 11.6 12.0 124 .
pHIE
3.
224 pH
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25°C, ,
4.
S.
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1.
LKB1250. Du Pont
760 YHF-1
( 2-25) .

;@
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2-25 YHF-1
1— 2— ; 3— 4— 5—
6— — 8— 9—
2.
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o (
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w
N
w

2 1
2-26
1 H 2 H 3 H 4 5 H
6 3 7 ( ) ; 8 H,0, ;
9— ; 10— s 11—
N
b
/ . .
b
A} Y b
1~3ng/mL, , N
b
2-5 o
2-5
- /(mol/L) /(pg/mL)
CoCIl) H,0, 1010
CuCll) H; 0, 1077
NiC[[) H,0, 108
Cr(IID H,0; 1079~10"1
FeClIl) O, 1010
FeClll) H;,O,-amine 0. 0002
MnC1Il) H,O,-amine 1078
Hg(1D) H,0, 0.2
H;0,-Cu?t-CN ™ 0.002®
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- /(mol/L) /(pg/mL)
AgC 1) H;05-a0- 0.01
H,0,-Cu2t-CN~ 0.001®
AuCIlD H, 0, 0.01
OsCVD (VD H,0, 0. 0002
Os(IV) H, 0, 0. 002
Ru(l (V) H.0, KIO, 0. 0004
RuCVD) H;0, KIO, 0. 001
Rh(D KIO,—HCI 0. 04
V) 0, P,O} 0.002
VV) H;0,-Co 0. 04
Ir(IV) KIO, 0. 04
Ce(IV) H, 0,-Cu?? 0.19
Th(IV) H;0,-Cu?™ 1.0®
TiCIV) H, 0,-Cu?? 0.020
HIC(IV) H;0,-Cu?™ 0.01®
@®
(ICP-MS) 20 80
s
s 0
1CP
4~
240amu ( )

ICP-MS
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b b ’ (
) ,
ICP-MS °
ICP-MS Cr, Cu, Cd, Pb o
, 4 ( ) ) 1CP-
MS o
. ICP-MS
ICP-MS 1CP s
., ICP-MS o
) . . ICP-AES
2~ 3 , 100
0.01 ng/mL. ICP-MS
o 2-6 s ICP-
MS , 0
©) m/e 2~240 , 10~100pus ,
®) ) .
@ 80 .
20%,
©) . ICP-MS .

N o

(  Fe, Cr, Sn, As, Cu, Se )
; P, S.
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2-6 /ng/mL
ICP- | ICP- ICP- ICP- ICP- ICP-
Ms | AES GFAAS MS AES GFAAS MS AES GFAAS
Ag [0.005] 0.2 | 0.01 | Ho [0.002| 3 1.8 || Re 6 20
Al 0.015] 0.2 | 0.08 || In [0.002| 0.4 | 0.22 || Rh [0.002] 30 0.4
As 0.031| 2 |o0.16 | Ir | — 30 34 | Ru| — 30 8
Au [0.005] 0.9 | 0.24 || Fe [0.58 | 0.09 | 0.06 | Sb [0.012] 10 0.16
B [0.25] 0.1 | 50 K | — 30 10.002| Ss [0.015 0.4 | 0.74
Ba [0.006] 0.01| 0.08 || La |0.002| 0.1 24 | Se | 0.37 1 0.16
Be | 0.05[0.003| 0.02 | Li [0.027] 0.02 |o0.002| Si | — 2 0.01
Bi [0.004| 10 | 0.08 || Lu [0.002| 0.1 80 || Sn |0.01 3 0.08
Ca | 0.7310.0001 0.02 || Mg [0.018| 0.003 | 0.001 || Sr [0.003| 0.002 | 0.04
Ce [0.004] 0.4 Mn [0.006| 0.01 | 0.02 | Th [0.002| 0.1 100
Cd [0.005|0.07 | 0.004 || Mo [0.006| 0.2 | 0.24 || Te [0.032] 15 0.08
Co [0.005| 0.1 | 0.16 || Na |0.11| 0.1 |0.001| Th |0.001| 3
Cr | 0.04]0.08]| 0.08 || Nb [0.002| 0.2 — || Ti |0.011| 0.03 | 0.8
Cs |0.002] — Nd [0.007] 0.3 200 | TI [0.003| 40 0.08
Cu | 0.04|0.04| 0.08 || Ni |0.013] 0.2 0.4 || Tm [0.002| 0.2 0.2
Dy [0.007| 4 3.4 || Os 0.4 5.4 || U [0.001| 1.5 20
Er [0.005| 1 9 P | — 15 100 || V [0.008] 0.06 | 0.8
Eu [0.007|0.06 | 0.2 | Pb |o0.01 1 0.08 | W |0.007| 0.8 —
Ga [0.004] 0.6 | 0.1 | Pd |0.009| 2 1.6 || Y [0.004] 0.04 8
Gd |0.009] 0.4 | 80 | Pr |0.003| 10 80 || Yb [0.005| 0.02 | 0.1
Ge [0.013| 0.5 | 0.6 | Pt [0.005] 0.9 1.6 | Zn [0.035] 0.1 |0.006
H{ | — | 10 | 680 | Rb [0.005| — — || Zr 0.005| 0.06 | 240
Hg | 0.18] 1 0.8
. GFAAS ( ) 50uL.
. ICP-MS
1. ICP-MS
1,
(eV) —mv’
2
_1
eV= 5 mo (2-23)
e ;3 V ;5 om



s , (Hev)
o
(%) °
He‘va% (2-24)
, H ; R 5 e, mu
(2-24), (2-23) v s
EZHZR2
e 2V
’ 771/@ ’ ’
. , Vo, H R .
ICP s o
1CP N ,
o N7 ’
s I, E,
¢ NIEV )
"6, 23X10 @ (2-25)
, , N. I E
) (2-25)
n=c,R n = R
m/e, n .
S= nR,=¢,RyR =¢R (2-26)
R . s
2. ICP-MS

2-27 VG ICP-MS ,
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ICP-MS . ,
Q 2%
= i} =3 e
B A L fi
B g ® | Eun g B

kﬁa
|
B — J&m@u LiL—
g TSNV |- (

EENR L
mTRL | TEE

| T | mm

2-27 VG Plasma Quad ICP-MS

’ b o

s m/e=80 1
(1) ICP-AES ICP-MS .

o ICP , , ICP

. ICP-MS ,
(0.50.9L/min) ; ( )

3 ’ ’
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( Shield
Torch) , o
1CP s
1CP (900~1000W), s
¢ ArO") o ICP-MS
(2)
, ( 2-28),
( ), ( \ N
) , o lmm,
s lem .
, , 6~7mm,
Eliigang

EHURE

2-28 ICP ICP-MS



_83

ICP , ; .
s ICP s
(3) ICP-MS , ICP
ICP-MS . ICP-MS
s 133Pa;
10 *mbar; ,
10" mbar. N
(4) s
s o Bessel
( ) ( 2-29),

—E, —E,
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o , 1/2~1/5,
0 ( )
ICP-MS s
’ 2’7 o
2-7 ICP-MS
ICP ( N N )
1. ( ,Bessel )
2.
3. ( )
2-7 s
ICP-MS
m/e s o
( 2-30 ) s
’ u % ’
(utwvcoswt) — (ut vcoswt)
(Mathieu) s m.
e zZ 1)
d*x

dff)z—F(a—FqcosZ@x:O
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d*y
2 s2 =0
NPE (atqcos2¢) y
a=8eu/mr,w’ q:4e‘z//mriw2 S‘S:%wt
y

—(u +vcoswr) [ -
]
X
- /

[+]
(utvcoswr)
2-30
s m HE 1/2,
( ) , m/e u/v
’
’ o
u/v ’ m/e
’ o
b . °
’ o
2-31 , ,
o b
s ’ Z
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BURET
‘ L + | ‘
(a) —>Q~)/‘\‘\A/{~/\/\/\~\N\/ HEAT
|
IEhitE

0) ——— AN BEET

‘I T — |‘
RERT
7 ikiE
2-31
[ 2-32 (a)],
a—u/(m/e) qg—v/(m/e) o u.
v, (m/e) s (re) w
o a, q ’
’ o a, q
m/e o
U, v C u/v )

Lk v =HY
Mgt

(b)
a=4u/[(m/z)ym>v?] q=2v /[(m/2)rim?]

2-32

u/v .m/e m,m+1 m—1, a ¢q
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2-32 (b), u v ,m+t1l  m—1
a, q
m+1 m—1 u/v:
, m+1 m—1
. ICP-MS
ICP-MS “ ” “
) .

o

P Ni
0.19)
Ca

Ni 5
SINi(1.25%) . Ni(3.66%). *Ni(1.16%),
¥ Fe(0.33%) , ,
Ni I T 73.94)
, Ti
/18Ca
( *“Ca, 2.06),
48Ti:(48 _48Ca/44ca)><44ca
48Ti , ,
7T YTH Ca .
(GIEN ) C )
O. H. OH NH,. HNO,. HCIl. H,SO,

: Al\

m/e=80

2-8 o

: BNi(67.7%). P Ni(26.2%).

Fe Ni

b

¥ Ca(

Ca
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2-8 ICP-MS
39 38 Apl S9K(93.08%)
40 10 Ar 1Ca(96. 97 %)
45 ZCIOIH 5S¢ (100%)
51 36 Ar 1 N+,30 Ar M N+ STVE(99. 76 %)
52 WAr12C, 3 Ar 1607 B Ar UNT S Ar DNTH T S2Cr* (83. 76 %)
55 WArUN'HY % Mn' (100%)
56 PAr 180" %Fe(91. 66 %)
58 SAr 180+ ¥ Ar VO HT SNi(67. 77 %)
59 OAr O+, A TO HY 3 Cot (100%)
74 OAr SO H! TGe" (36.95%)
75 36 Ar 38 Art 7 AsT(100%6)
79 36 Ap 3 Arl T 7 Br(50. 54 %)
80 B Ar O Ar' H™ ,40Ar, 80Se™ (49. 82%)
m/e 41 , "N, "O, "OH, "OH, *N,, "0"0,
UN'*O, ®ArH, “Ar, “ArH . BSi( 92.21), ¥K
( 93.08) . m/e 52~58 7
Ar()’ YAr'O *Ar®o, 56,
s s SGFe’ SZCr‘ SSMn‘ 58N1
o - H, O,
HNO; ; HCl , ®CI"®N, “CI"*N, #*Cl*0,
HCPOH( Y 99.76), m/e 75 717 ArClT
As  Se . H;SO, ,
48 (S0, 64 (*S"O,), 49 (*S"O'H *#S"0) 50
#S*0, *S"0O,'H) , ICP-MS m/e 80
, HNO; H,0O,, HCI,
H, SO, . , o
3.
ICP-MS MY,

(MO*, MO, .  MO,)) .



M", MOH™",
o , Cr,

Ba, P, Mo, Sm, Ti, Zr, Ce, Si , Ba
m/eld6155

, Eu "'Eu " Eu 195

Ba®OC "™Ba'O'H) "“"Ba'O(C "*Ba'O'H)

Ar
s 1/2
. "Ba® “Ga , ICP RF
. 1CP-MS .
ArQO° .
4.
ICP-MS ICP-AES o
. ICP
( ), ICP-MS
ICP-AES .

b b



b
o
b
o
o
b



©® .
© .
, ICP-MS )
. ICP-MS
, ICP-MS . ICP-MS
Cr(I)  Cr(VD ,
/. (HG-ICP-MS)
As, Se, Sb, Ge ,
GC-ICP-MS o
. CE( ) , CE-ICP-MS
Fe, Cr. Sn, As, Se, Cu
., HPLC ( ) ICP-MS
Cd, Se. As, Cu, Zn, Pb N
. HPLC-
ICP-MS
Sb**, Sb’",
1.
o 1993
s Se, As., Sb 0.0lmg/L. 0.0lmg/L
0.002mg/L,
o PE VG
, , As. Se. Sb

0.01~0.02pg/L. .
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, ICP-MS Cr(VI). Cu, Cd.
Pb . . ( 2000
» )
23 ( 12 ): Fe, Mn, Cu, Zn, As, Se, Hg., Cd, Cr
(V). Pb, Ag. Al, Na, Ca, Mg, Si, Ba, B, Be. Ni, Sb,
V. Co, / ( Na,
Ca, Mg, Si ), / C Hg,
, ( ) s 1CP-
AES As, Hg. Se., Be., Pb, TI. U
) AAS+ )
ICP-MS ,
ICP-AES, GF-AAS CV-AAS )
u Tl
ICP-MS AAS  ICP-AES o
ICP-MS , . ICP-
MS )
, 1L , pH4~6, 0. 3g Chelex100
2h, R 30mL 1mol/L NH, Ac
, 10mL 0. Imol/L. HNO; .
. ICP-MS . .
1L 15mg Ga pH9. 0( ), 10~
20mL y 5mL 1mol/L HNO, s s
10mL, ICP-MS o
2.
= ICP-MS 15
) ICP-MS  ICP-AES ,

1) 2_9 o
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2-9 ICP-AES ICP-MS
/pg/L
ICP-AES ICP-MS
La(139) 2.6 0. 088 0. 04
Ce(140) 8.7 0.1 0.03
Pr(141) 3.8 0.09 0. 04
Nd(145) 5.2 0.2 0.03
Sm(149) 1.8 0.2 0. 05
Eu(153) 0. 26 0. 06 0.03
Gd(157) 2.1 0.1 0. 06
Th(159) — 0.03 0.02
Dy(163) 0.55 0.1 0.03
Ho(165) 0.56 0. 04 0.01
Er(167) 1.1 0. 06 0.03
Tm(169) 0.01 0.03
Yb(172) 0.25 0. 06 0. 05
Lu(175) 0.2 0.05 0.02
Y (89) 0. 05 0.02
Th(232) — — 0.01
2-9 , ICP-MS ICP-AES,
s o
s
) 0 ICP-MS
s ,
s o
3.
= ICP-MS 16
: HNO, + H, 0, : Se. Y.
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Co., In., Bi s
Cu, Zn, As, Sr., Mo, Cd, Hg. Pb
B, Cd. Co., Cr, Cu. Ga, Ge, Mn,

Vv, . N
ICP-MS
. [3]
1) Ba
s (LREE)
Ba Eu .
Ba )
Ba 151 EU 153 Eu
50ng/mL
Pr D)
3.26%.,
Pr , ®71Gd
),

Na., Mg, Al, P, Cr. Mn, Fe. Ni,

In , As,

Mo, Ni, Pb, Se, U

Eu
(HREE)
Ba Eu
Ba Eu
Ba
Ba ,

o

s La, Ce,
2.0%. 2.79%

’
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@ .

N N 10 %~
10 “mol/L, 10 % mol/L,
©) ,

®

. ( )
( N ) o
(SCE) o
( ) o
( ) ,
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1.
Nernst R
E:go 90R+90 (2 27)
’ gD N gDR\ gD ~
s K s
E=¢ +K (2-28)
Nernst
RT, aqo
= 0 pualidl -9 _
@ ¢ JrnFlnaR (2-29)
25°C
_ 9,.0.059, ao B
o =¢"+ . lg @ (2-30)
(2-30) (2-31),
o (2-31)

(2-3D , s



(D

(IUPAC)

Nernst

h97

b

e

mstak ||

P LR~

JEN——

BN

2-33

AR
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Nernst

Py kl\ kZ
;@' (MD M :

a' (M) =a'(MD)

_ :]ﬂ‘l a(M)
Pu=¢ T T LE LMD

a(M) :a(M) s @Om ’

b

+
Mn o

_ ,RT
gn= T pna(M

RT
PisE — @ _¢m:k+ﬁlna(M)
b .

Ru*

_RT, a(R) _ _RT
sﬁm_nFlna(R) nFlna(R>

ky

Mzz t

:kzy

(2-32)
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RT
e =k = Ina(R) (2-33)

3 N
» 1975 IUPAC

{ ( )
( )
@
: Ag,S ., S . Cl . Br.
. Ag'. Cu®". Pb*", Cd* ;
( ) o
a. ’
LaF; s 12mm, )
EUFZ CaFQO F7
’ 5 Lza3+ ’

(2-33),
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L4

L— 5

(2-36)

AgCl, AgBr

Agg S

Agg S
Agg S

(

CuS, CdS

gpISE:k*%“lna(PP )

B-Ag.S )
R Ag,S
( ) (
2-34) o
Ag™

RT
P1sE =k+?lna(Ag+ )

Agg S S27

Ag,S < >2Ag" +S
a?\ng ag:— = Ksp (Agz S)

(2-35)

r :/e’—RF—TmuSZ* )

Ang ’
Cl™, Br 1
PbS
. Cd*T, Pb**

(2-3D)

176°C

2-33)
Ag’

(2-35)

(2-36)

(2-37)



h. 101

2-10
LaF; F~ . La’t (AT 1106 OH
AgCl-Ag,S Cl™ 15X107° Br .1 .8 .CN™
AgBr-Ag;S Br— 15X107° I .S \NH;.CN—
Agl-Ag;S I~ 15X10°7 SN O\
Ag>S SP  Ag” 11077 Hg®"
CuS-Ag,S Cu?" 11078 Hg?t |Ag’ .S~
PbS-Ag,S Ph2t . SOF~ 11077 Hg?t (Ag’ .Cu?"
CdS-Ag:S Cd** 11077 Hg?t (Ag® .Cu®"
Agl-Ag,S CN 10721076 I .&
AgSCN-Ag,S SCN™ 1107° Br~ . I .$* NH;.CN~™
) .
2-35
s 0.03~0. Imm,
pH ( 0. Imol/L
HCIl ) s
(50~500 MQ),
b o
pH H'

Nag ()

22% . CaO 6% . SiO, 72%.

*

pH

’

Na™

(107*10 *mm)

H+

5
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’ Na't,
\
o)
—O—|Si—O’ Na* =SiO Na'
o)
\
’ Na+ H™
=Si0” Na© +H"'== =SiO” H™ +Na"
H" Na™ y
H' =Sio” H' , pH
H* =Si0- H* .
pH ; =Si0™ H'

=Si0° H* +H,0

=Si0°  +HIO

H ;
H' ,
H* ,
, 2-36 R
¢ (2]
@ > (AN G]
H' a(H", ) a' (HY, ),
H" «(H ., ) 4/ (H",
), @n
em=C(p = )t Lo« —¢ )] (2-38)
’ H"
_ 2.303RT, a(H"™, ) )
(2 —/21+ Ia lga’(H‘ i ) (2 39)
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o P

b
++++])

1II||
T

+H++ T

a (H,14) aH AR a1
ABH KILE KR | o
107%1078 fﬁﬁn‘% 1010°
mm mm mm
%ﬁ P Py,
2-36 pH
o 2.303RT, a(H", )
§0 _k2+ F lga/<H+7 )
=Si0" Na' Na',
=Si0" H' H). ,
©HT P T 0
K,=K,, «'(H, ) =4 H", ),
(2-39) (2-41) (2-38)
::Ag,hlﬁﬁliigggl
SDm F a(HA , )
a(H+9 ) , ay’ a(H+’
H" . (2-42)
f(%* 1naII
25C gn=K=+0. 0591gaH+

Ag/AgCl . ¢

)

(2-40)

(2-41)

(2-42)

(2-43)
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¢=¢ tgu
¢=K'+0.0591ga,- (2-44)
K' HCI Ag/
AgCl o
2-11 Na® .
K*, Lit. Ag™ o pH
2-11
/(mol/L)
H* 22Na; O-6Ca0-72Si0, 0. 1HCI
11Na; O-18Al, 05-71Si0, Kuat it =4X 107
Na 4 : - 0. 1NaCl
10. 4Liy 0-22. 6Al, 03-67Si0, | Ky,+ .xt =3X 103
K+ 27Na, O-5Al, 03-68Si0, Kg+ ot =5X1072 0. 1KCI
Lit 15Li, O-25A1, O3-60Si0, Kyt nat =0.3 0. 1LiCl
Ag* 11Na; O-18Al, 05-71Si0, Kagt, vt =107 0. 1AgNO;
1 D) 2’37 °
/7/
| 2 o
- ( )9
3
o ’
W 4 s
2-37
(PVO) 2-35
’
1— ;
2— ; ’
3— .
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a. Ca*’
[<Cm H21 O)z POZ ]; C312+ .
[(GH,,0),PO]C;H; 2-37
o (o-phen)
M(o-phen):” , ClO; . NO; . BF,
b o
b. ,
o b
b
o , K"
. 20 60 ,
0. 0591
@;*K;iil a; (2-45)
n
) s 1 o
2-12,
2-12
H
/(mol/L) v
CaZ* 2- 107 1'~5X10"°| 5~10 Mg?* . Zn?t [Fe?™
Ba?" 1071 ~5X10"°¢ K*.Sr?
K'( PV ) -15- -5 [1071~5X1076[4.5~10.8] Na* . Li* NH,
K* 1~1077 2~11 Cs™ \NH, \Na*
Na™ 24- -8 1071 ~10"° Cs™ KT
Li* 1071 ~1075
Cu?* R-S-CH,COO~ 1071 ~1075 4~7 |Fe*t \Hg*" .Zn*" \Niz*

(4)



Ner

sl Wi e
2-38
(Goveoos )
SD:KJFO. (’)1591
s M\ M i, J
K.,
K,

nst , Nernst
¢lga ,
CD ,
10 o
R 2-38
A ,
©)
(1) ,
, €D
lg (a;+2K, a%") (2-46)
5 Ki.j
=% (2-47)
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pH , 10 " mol/LL H',
lmol/I.  Na™ R
Kyt o =10"/1=10"", H Na'
1011 o K,,j . o b K(,j
107* .
©) . 1976  TUPAC ,
( ),
(ImV ) o \
2~15min,
s 2mV/24ho
10~*mol/L 10 2mol/L
(5)
E—K4 2 303RT i?;RTlga,:K-f—Slgyic,- (2-48)
(2-48) .
( ) o (2-48)
) 1g(11 ’ °
Yi ( ),
, (2-48)
E=K’'—+Slgc, (2-49)
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(ISA)” ,
Y o

pH pH

, (TISAB),

©)
TISAB . , E-lgc
o ) E..
©)
Vx(mlz) ’ Ex’
E. =K'+ Slgc,
_ 2.303RT
S= nkF
Con V, )
Ex+s ’
L Vit V,
EX+S—K +Slg W
(2-50) (2-51)
B (E., —E) B \/X —1 CsVs
=10 ) v
, (
1/100), s

(2-50)

(2-51D)

(2-52)



_R
A (2-53)
( )
Ex Ex+ s o
. S. K
° s Csn V>\ Vx
: V,>100V., ¢.>100c,, AE 15~
40mV 0 o
® (Gran)
, Nernst s
. E
E. . +Slg(V,+V)=K +Slg(c,V.+c.V)
Bt lg(v, Vo =5 Hlge v evo
(V. +V)1075 =105 (¢,V, +c. V)
r=10%,
E_ .
(Vo HVOL107S =k(e,V, +eV)) (2-54)
V., Fa
E.. . (VatyI0 s
Exts
V. +V)107s s
e 020}
( 2-39) .
’ v, . 0.10F
. e ¥, (mL)
7/
Eits s/
(VXJFV\)lO s =0 I L 1 Lo

’

k(e V. +eV)=0 2-39
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CXO
(6)
10 Q. s
+1% ,
pH
D) 0. lpH
(
(
1.

2-40,

)

’

6mV

(2-55)

10°Q.,

0.2mV

pH
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2-40
| ( ) || KCI( ) |Hg.Cl, | Hg
2-40 , B s R s, AD
, C )
\4 o ,
Cd** , o

Cd”"  5X10 "mol/L) ) KCl
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C,
Cd2<

0. Imol/L,

0 3~4 /
b G?
( )
Cd** , Cd*" )

Cd** +2¢ +Hg=Cd(Hg)

2Hg+2Cl” =Hg,Cl, +2e"

b b

Psce ) ’ ( Pde ) ’

U - (gpsccisadc) +1R

’ 9

U - SDscc o stc

s , E,. (vs. SCE)

U: 7§Ddc



( iq)

P1/2 9

’ id
s D
, mg/s; t

mmol/L,

@y

h113

’

o

15F
U -
10
s :
)6 sk
|
|
Uy }
1 1 || 1 1
0 03 0.6 09 1.2
(Pde/V
. 2-41 Ca**
Cd*
P1/2 9 ’
i4
) 1oz o1
14=607nDZm>t5 ¢ (2-56)
s phs on
, cm’/s; m
id s S3 C ’
, n. D, m. t s
1 2 1
K=607TnD?m3 (%
i[|:KC (2’57)
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(2) Cx
( ) Ny s
V\(mL) ’
h,=Kc,
o VitV
hx+siK VX+V,<
o c.V.h,
STV AV, . —V.h,
\% V. V.V
L c.Vihy
STV (ho—hy)
(3) )
h.
Cx
ke
Cx hscs
3.
o 3mV/s
250mV/s,

V,.(mL),

C

) Rty s
(2-58)
(2-59)
c,

hys

(2-60)

b
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2-42

( ) U,
R iR, iR
7T7UL|e ’ 2-43 °
.,
, E, .
N P
v R l
ip
DME
Pt
SCE Y _
- Ude
2-42 2-43
2-42 , )
(DME) (SCE) ,
( s ),
i[,:Kn%D%v%Ac' (2-61)
N , A n ; D ,

cm?/s; v , V/s; A , cm®; ¢



, mol/L,
’ ’ C
o Ip 'Ul'/’? ) ) ’
v ’ v o
D , 10" "mol/L, 5X107°°8
mol/L, 2~3 ;

. H

@ . 35 ~50mV

5s

-
.

b b

Cr. Mn, Fe. Co. Ni. Cu., Zn. Cd. In. TI. As. Sn. Pb. Bi

° b N A A
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Y
1 02 -04 -06 -08
0 ' ' ' ' o
.
FL AR AL 77 M)
' <
=
.
rE (
2-44) , i
244 Cutt | PP Cat
¢ ’
, : 1.5 mol/ L HCI,
b . 0.8V
®1/2 ’
. ( )
( ) .
b
’ o
’ o
. 2 . 3



(1] . 1ICP-MS . , 1996, 17 (3),
18~24
[2] . . . ICP-MS ,
1999, 19 (4): 601~603
[3] .
1999, 20 (3); 117~118

1 . . . : ., 2002
2 , . . : . 1975
3 . ,

. 1997
4 , ( )

., 1994
5 . , . . 2002
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14
15
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ICP-AES
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b ~
b
’
’
10 ;
’
b
b A
o
Al Al
~ ~
’ ~
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1:1 HNO; HCl )
. s EDTA-NH;

o ’ s ’
o
2.
’ o
b A
’ A A o
A
b
9 b
o o
@ N .
o o
’ ’ o

©) 1mg/mL,

1pg/mL ,
1pg/mL .
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C Au, Ag );

@ .
3~5 )
( N
N )
2~3

o (NBS)

),
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b

H,SO, . HNO;,
H HZ S()4

. As. Cu. Ag

o

HNO,. HCIO,. H,SO,. HF. H,O,.

2.
@Y
( ) ( .
)
, 375~600°C ,
) )
: MgO‘ Mg(NO;;)Z\ HNO:%\
980°C, N
(2
(
, 200°C
)7 ’
KMnO, ,
. H, S0, ;
Pb2+ . Ag+ . BaZ+) < Pb2+ . Ag+

5 ’

) ,
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-
-
-

(3 .

4)

. N
’ ’
o
°
. .
H ’ 3 H
b o
H ’ H
’ 3 .
°
. N N
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[2] 3
. HNO, . HNO,-HCI,
HNO,-H,0,. HNO,-HCIO, .
6~38 , 150mL
L ° ’
(5) . .
ICP .
MIBK ;
. MIBK. . MIBK
; . MIBK ;
MIBK .
1.



R:

e

99. 9% ~100.1%;

99% ~101% ;

90% ~110% ,

b

F

L Ri_Q/Q

=Ry

Qu/Qy
. Qu

: "_127

1%
0.01%~1%
0.01%

o
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N
b
b o
1.
b b
b
hY ’
b
), ( N
). , pH2
Zn*" ZnS Fe*t . Co*t, Ni*', Mn*"
5~6 H,S,
FeS Mn®" ; ,
b
I
CH,—C—=N—0H CH =N AN
2 + NP — N
CH;—C—=N—OH CH =N
0
Pd2+ N12+
2.

H289
; pH

ZnS, CoS. NiS,

b

+2H"
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, Na, CO, .
Ca®" CaCo, CaCoO,
s Pb*" CaCO;, o
( ) .
CaCO,, o

o

AlCOH);. Fe(OH);, MnO (OH), .

Mg(OH), .
, (
) (
SCN , Zn(SCN):™
) (
. Ni*",
Ni? ) .
. ( R . )
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1.
A, A
. A’
[A]()
Ay <A K,= (3-1)
w O D I:A:IW
’ [A]() A ’ I:A]W
A . KI) .
, . D
D="2° (3-2)
Cw
D L] .
E ( )
E= X100 %
E D
E=— Yo D 00y (3-3)

76()V()+CWVW 7D +VW/V()
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Co Cw ’ Vo Vw
V() ’
m; (g)
7 7 . 7‘/‘}\] —
m, =m, DV Ve (3-4)
. M Vw
s Lo
V() ’
m, (g)
m,=—mg * [VW/(DV()+VW)]” (3-5)
2.
(D
. / /
1~2 s N
o - Ag.
Cd. Ni, Pb, Hg N (APDCO)-
(MIBK) Cu, Co, Cr o
(2)
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@
’ ’ Cu” 2 ’ 9-
-1,10- ,
@
(  FeCl, );
( MHO? ) ° ’
. , MnO,
(Cg H5 )qASv C17
[(CsHs), As™ « MnO, ], CHCl, .
(3 , ,

, Nb Ta. Zr Hf



1.
—NOH .
{ (
(
{ (
(
2.
(D
8% ~12%.,
(2)
(mmol) ,
s 3~6mmol/g,
3-1,
(3)

—S0;H, —COOH,

o

SO, H)
—COOH, OH)
)

—NH,. —NHR, —NR;)
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3-1
/(mg/g
mol/g)
=1
—SO; H 4.5
732
—SO;H 17 ( =4.5 Amberlite IR-120
—SOs H # 45 9 09,9 Zerolit 225
—OH 7 “UTE S Amberlite TR-100
— COOH 99 s Zerolit 225
) ’ Amberlite IR-100
—OH 101 8.5 Zerolit 216
7201
—N " (CH3); 2.7
711 ( Amberlite
— N*(CH3); =3.5
CCHDs 501 %) =27 IRA101
717 ( Amberlite
N (CH3); =3
CCHDsh01%7) - IRA-400
N= 701 ( Zerolit FF
=9 .
NH, 330) Duolite A-3013
330 (
—N= 8.5
)
@® .
’ :
Na©™ <<Ca** <<AI’" <<Th'"
@ .

Li"<<Na" <<K"<<Rb" <<Cs™
Mg*" <<Zn*" << Co*" << Cu*" <<Cd*" << Ni"" <<Ca®" <<Sr"" <
Pb*" <<Ba®"



F~<Cl <Br <I"

TR HE

B

BT

Cl

EHE

B

TERALTHE

m 135

90% ,
3-1

BT
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HCI, NaCl NaOH o
©® s
( N
) ( )
) o )
1.
’ 372 o
( 20%) ,
( ) )
( Do
3-3
(Rp) o
3-3 : Rf:a/ba a (Cm)v b
(em), R; 0~1 R R=0,

’ H walv



R;

j; S
1 6]
| 2 0
/
7
0
L3 34
4/
=
3-2
3 2 ;3 s 4
;5 ;6.7
b
R
) Rf
R, .
0.02 ,
2.
(
)
, 1
b
b
3.

TLC,

m 137

R;

3-2
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HE R

FETTH

3-4

( ) ,
R; .
; TLC

PAH. PCB,

N

20

34,

TLC
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/ o CrO’~
2.
( ) ,
, (
pH ),
o pH 3.5~5 ,
o MoO? . PO; .,
AsO! . pH ., Fe(OH), s
100~500 o
3.
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. .
’
3-2 o
3-2
I+
van .pH 3.5
o +
Cr(VD pH 1
Pd (1), Pt
) NaSCN+
(IV).RbCT) R
) JHCI
Ir(IV)
Cré+  Co?™ |
NPt Pbit Al(OH); + , pH (ng/mL)
‘ 7
Cd2
o Fe(OH); +
Co?t
.pH 9~11
A +
& (SDS),0. 1~1mol/L. HNO;
Mo( V) Fe(OH);+SDS. pH 4
3-(2- )-5, 6- -
Fer* 1.2.4- + SDS.
,pH 3~3.2
SiCIV) . ,
2mol/L HNO;
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A),
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b b
o
b
b b
cx ey cotesy ooyt +cotos
.
R.,
b ’
R.=kc,
7 ,

R, =k(c,+c;)=kc,t ke

R ¢ s R:c; ,

3_5 ’ N ’

ke, =

7&;5



AAS

AES

(AAS),

i

0

3-5

Co 26, 3¢y 4¢

ABEHEE AT o

(AES),

’ ’



5,



0 , 1, 1,
5, o
(1, 3, 5, 7, 9 1,
(2, 4, 6, 8 -
@ b b ’
@ . ,
8 1) < : 8.03 rnL
).
® , T, € V2. 1/2
©) ,
. . pH 12.25 [H"]=5.6X10 “mol; £k, =5.8X101",
1gK,=10.76=—9.24 , ,
[5]
R R (X) (X)),
1. (X)
¥ — Xi+X+X++X, 1 EX
n n i=1 1
- i X, 1 ., i=1, 2,
35 s Ny,
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[\]
>
I

X (S X+S
(R, (d) S,
1. 0 (Dixon )
n D n ’
Xl\ sz Xs\ RN X717 Xl Xn
X,
7X2*X1
XX,
X?l
_Xn_Xu*l
Qi X,,*Xl
(71)7

Q>Q
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2. T (Grubbs )
Xl\ Xz\ Xg"'X,,s X1 X,,
. X S.
X,
Yin
T S
Xn
X, —X
T S
(n) T ,
=T , X, X, , ,
1.
S (e) ( )
X ° °
e
5= de
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o CL
Ko
(,1*?
, K
s O ’ S ( )°
(IUPAC) : K=3
( ) . c S : (c)
s 20 , (Y)’
(o) (S,
3.
( ),
. 1984 ., TUPAC
10 ( Ve
1.
47
90%, , ( )
o By
fc—1.23<g )fB

9fB ;E Pe
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& ’ ,
__fe
Biuax L2sf ¢
1/10,
2. X,
(TUPAC) ,
, Xy
X[,:Y},“FSS])
. Y], H SI)
; 38, IUPAC .
s yl; S, » X 5 Y;,ZO , X1
1/10, s s
’ ( ’
), 50%
>
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. 10% ~20%
b o
s 3-3
3-3
/(g/mL) 1074 [ 1075 [ 1076 | 1077 | 1078 | 1079 | 10710
/% 1 2.5 5 10 20 30 50
A Y
b b
b
s (
0.5’\“2 )7 o )
b o
= — X100 %
. 95% ~105% .
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0. 45;}.1’11
0. 45p,m



1.
: 0. 45.m ,
(5mol/L) pH<2,
100mL , 2mlL.  HNO, 5mL  HCI,
s 90~95C,
15~20mlL., s (
) )
100mlL., o (
HCI Do
2.
) HNO, pH<2,
50~200mL )
5~10ml., s o
) , , 2% HNO, ¢ 2% HCD
20mlL, o
. 100ml., (
HCD
1. -
1. 00~2. 00g( 0.01g)
, 10mLL 1: 1 HNO;, s
95°C, , 10~15min,
5ml.  HNO,, 30min, s

o

5mL
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i , 2mL H,O 3mL 30%
H,0,, , ,
) o 30% H,0, ImL
(30% H,O0, 1omL), -
100mL 1CP As, Be, Cd.
Cr. Co, Pb, Mo, Se, TI V., 5mL HCI
10mL , 100mlL.,
1ICP Al, Ba, Be, Ca, Cd, Cr, Co, Cu,
Fe, Pb, Mg. Mn, Mo, Ni, K, Na, Tl, V  Zn, ,
[1]

o

2. HNO;-HF-HCIO,

0.1000~0. 5000g . .
10mL, y s o
s 5mlL, 10min, , .
5mlL, . 2ml, s
, . 1% HNO, 25mlL, .
50mL y s o
3. -HF-HCIO,
0.5000~1. 000g . ,
. 10mlL., s o
120°C 1h, . (
), . 72% HCIO, 5mlL,
200°C , . 0. 5mL . .
40% HF 5mlL, , 120°C , \
. HCIO, 1mL, ( ),
HF, 1% HNO, 10mL, . 50mlL,

b o



In | i vtk h155

Cu,
Pb. Zn. Cd. Ni, Cr .
Inm s
1.
(3]
90% ~110%,
(D VIDEO22
; Visimax . N N N . .
; D, .
. _ 0. 1000g
( , ), ( ),
100mL , 1mg/mL, o

(2) Cr 5mm, 1.5L/
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min, 41./min,
2mm,

5mL/min,

(3)
(1+D (2%)
5mlL, R
2ml,
) 10mL
(  10mg/mL
(4)
0.25mL. 2mL. 4mL. 6mL
), (10mg/mlL.) 0. 2mlL,
pH1
2.
[4]
C18 ’ 5_
2mol/L HCI-0. Imol/L HNO,
Cd\ CU Pba
) (3a) 0.7ng/L. 4.2ng/L
(D)

( 180-50 ), GA-3
( )

(1+1)0. 1mL,

22, 28, 26

5L/min,

5mlL,

(0.5%)5mL

10mL,

(N



1. 00g/L .

0.2% ( ). SOX( )
(2) 1. 0mm,
2cm, Cis , 8mm

( 15.L), . 0. 5mm
s 15 ,
(3 , SOX
) HCI-
HNO; o
4 , 150s ( 60s),
® , . SOX
( Cis ,
500L) , ,
Cis o
@ . ,
® , 2mol/L HCI-0. 1mol/L HNO;
( 30uL) : 30uL
o 2 (Cd.Pb) 3 (Cw 60pL
90uL , 3 (Cd, Pb) 4 (Cw
(GF) o
@ ,

4-1,
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4-1
/°C
/s
cd Cu Pb /(mL/min)
30 100 100 100 150
30 400 700 400 150
7 1500 2500 1800 0
3 2500 2800 2800 150
(4
Cd, Cu Pb ,
1000 , Lit, Na', K", Ca*", Mg"", A"
(5
o , HNO; .
91%~101%, o
3. Mn Cd Cr
[5]
7 ) /
Mn, Cd, Cr, . o
<10%.,
(D) PE-5000 3 AS-40
; HGA-500 ; 056 ; PRS-10
; (PE ) (99.99%);
(2) 4-2,
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4-2
Mn Cd Cr
/nm 279.5 228.8 357.9
/nm 0.2 0.7 0.7
/mA 10 3 5
/°C 120 120 120
( )/s 25/15 25/15 25/15
/C 1200 500 600
( / )/s 7/10 10/50 10/15
/C 2400 1800 2700
( / )/s 2/2 3/3 3/4
/°C 2700 2700 2700
( / )/s 2/2 2/2 0/3
4-2 , o
200pL, 50pl, s
b o
o 10pL.
DN
’ N N ) N ~ ’
o 10pL.
10% NH,NO; .
(3 “ - 7
Mn, Cd Cr,
) Y Y ’
b o
4. - (6]
Y b
, 267 ,
.’ o
0~25ug/L, 0.3pg/L, 3.2%,

97. 8% ~101

.0%,
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(D TJA AA-Scan |
, Visimax- [[ , L , S5cm
s ( 140mm, 7mm,
50mm, lmm), 6mm,
197. 2nm; 5.0mA; 1. Onm;
1. 0L/min; 6.0L/min,
(2)
@ 110°C 2h 0.1320g
50mL , 2ml.,
, 100mL ; ) ,
1. 00g/L . 1. Omg/L .
@ 20% 10% ; 50% .
, , Mili-Q .
(3 25mL )
s 0.5mL, 0. 2mL, lmin,
2.50mL MIBK . 2min, ,
, 0.0006mg/L,
€D) K1+ H,SO,/MIBK )
Na®, K", AP", Ca’", Mg‘", Cu’", Fe''
MIBK , Pb** MIBK , 197. 2nm
) Pb*" ; ,
SO’ Cl™ , SO’
2mol/L. Cl™ 1mol/L .
(5 25.00mL ( N . N
) ) )

99.5%~101.0%.
S. [7]



92.6%~105.0%, RSD<C10.24%,

(D 180-80 ;
180-0780 ; 180-0250
; 056 ( ) (
); pH S-2 ( ) o
: 0.1g, HCI (1 :
ID o 100mL,
1mol/L. Be 1mg/mL, Be
La, Ba : La, O,. BaCO; .
La, Ba 5%, N

AI(NO;); . CaCO;
(2) 234.9nm; 1. 3nm;
12. 5mA; 10pL; 200mL./min;
80~120°C, 30s, 600°C, 30s, 2600°C,
7s, 2800°C, 3s,
(3
1:1 24h, . N o
( ) pH 3 (pH )

(4 5% Ba La 24h
, 25mg/L CaCll) Al (D )
Be, 96.9%~112.6%,
6.8%~10.4%,
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15pg(pg/0. 0044 A) ,

5.4pg(3s),

8.9%, 91% ~106% ,
(D PE-5000 ; HGA-
500 s AS-40 3 H
: Img/mL ,
3% .
0. 30mg, 0. 65mg, 0. 81mg ,
(2) 196. Inm; 6W;
0. 7nm; 110°C( / =1/5s)., 140°C (15/5s);
1100°C (5/15s), 2200°C (0/3s),
2600°C (1/2s),
, 0. 30mg/mlL.,
0. 65mg/mlL. 0.81mg/mlL 20pL,
ZOIuL, o
(3) ;
(png) ;. K,O, Na,O(20), Al, CaO (0.5), MgO (50), Ba,

SrO(2), Fe,O; (0.32), Cu (0.16),
Li,OC0.04), Ag. Cd (0.1), MnO,

V(0.002), Mo (0.1), BeO. Ga. In,

Cl” (0.4), SO:” . PO!” (8)

7.
(o]

b

Pb (0.8), Zn (0.08),

Cr., Sn (0.2),

Ge (0.02), Bi, F |
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(30~500)ng/L; 100
; 94 % ~98% ; (36) 7.8ng/L;
6%0 .
(1 F732 ( )
( )3 (
); DF801 pH-mV |
6.0g 320mL 1%

, , 6ml ; ,

50mL 5% ) 18h,

0. 075mm .

[1g/L HegCll).
1, 0. 5mol/L , 0. 1mg/L Hg
; 2% (p)®EDTA 2.0g EDTA ,
100mL; 1% (p) 20mL
0.2g , 1. 0g s s
100mL; ; .

(2) ( 1),
3.0mL 2% EDTA, pH 5, 10mg

, 12min, 0.45um ) ;

10mL
; 0. 2mL(1+3) 0.2mL 1%
, 18.5mg/g.
(3) . 30~400ng/L
o (» )
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A=0.013+1.91X10"%c, r=0.998
(4 EDTA
, , 15mg/L Ca’". 15mg/L Mg’ ., 8mg/L Feit,
40mg/L AP" . 7mg/L Cu®’ . 10mg/L Pb*". 12mg/L Zn*".
2000mg/L Na'. 2500mg/L K. 3200mg/L SO’ . 3050mg/L
Cl™, 8mg/L Cr*" |, 20mg/L Mn*" . 12mg/L Ni*"

; NO, . PO~ ,
8- [10]
8- , -
0.03~0.5ug/L 0.02~0. 04pg/L ,
87 % ~123%, .
0.0010pg/mL/1% ., 0.0097pg/L,
(D AA-610S (
Do
, 1% .
98 % ,
1) L_ o
8,
( ), 50mm,
0. 45;11’110
(2) 1L , pH 9, 8-

0. 5mlL., 100mg., ,
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. 100mL
10mL
11mol/L ; o
50mlL. 30%
, pH9 | §-
100mg
9.
20pg/L, 0. 042pg/L,
96.2%~101. 6%,
(D AA-Scan 1
(2) 309. 30nm;
S-H; ;
; 20pl,
150°C 2s,
5s, 10s; 1100°C
2350°C, 4s; 2450°C, 1s,
, 300L/min
(3 :
12H,0] 1. 785g , 1L,
, 0.2pg/mL
(GR); 6% (AR);
D
SmL (1+1) . 6%

B o

(5

s 5mol/L
. 50mL
0.5mL.
. 90 %
[11]
0~
1.51%,
, CTF188
5. 0mA; 1. Onm;
6s;
3s3 900°C
5s, 15s;

[KAI(SO,), -
. Ilmg/mL
(1+1D

&}

10011114 ’
1mL,
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0.5mL. 2.5mL., 5.0mL., 7.5mL., 10.0mlL, 0.
lpg/L. Spg/L. 10pg/L., 15pg/L, 20pg/L ;
, . 0~20pg/L .
: y=0.03034x—0. 002388, r=0.9997,
(6) .
5. 0mlL, , ,
96.2%~101.6%.
10. e
. 0~10mg/L, 0.02mg/L,
3% 96.7%~101.3%, .
(1) AA-Scan 1 s
TJA ; CIF188 ; Visimax- [I ;
10. Omg/L ; : ,
10g/L ; . ; o
(2) 231. 1nm, 0. 2nm,
6. 0mA, 200mL/min, 20pL, S-H.
120°C, 30s, 10s; 800°C,
15s, 10s; 2200°C, 4s; 2300°C, 2s,
(3 25mlL ,
, 1504, : : .
D . , 0~
10mg/L s 0.9990;
0.570mg/L 15 3
0.02mg/L, 3.2%.,
(5 217. 6nm, .
217. 6nm R 231. Inm
(6) 25. 0mL R R

, 96.7%~101.3%.
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11. -
[13]
. B 1. 6m01/
L H, SO, R 0.01~0. 5ng/mL,
4.2%, 0.005ng/mL, 30
. 88%~103%,
(D 180-80 (
); MF-TIA ; .
¢O. 4mm ( )9
( ), s
(2) 328. 1nm; 1. 3nm;
S5mA; Ar, 200mL/min.,
80~120°C, 15s; 1000°C, 15s; 2800°C, 3s.,
(3) MF-IA ,
22. TmL . 18mol/L H,SO, 2. 3mL,
, — 0.1V (vs.SCE), 2min,
, HCI, HNO,. HAc. KCI, NH;-NH,Cl, HAc-
NaAc , H, SO, s 16mol/L
sto,l ’

—0.1V (VS. SCE) ’ ’
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, . 2min . s
) Na®, K", NH'",
Ca*", Mg*", AI’", CI", NO,, SCN |, F . .

. Ag  0.1ng/mL 4000
( ) Ni*' [ Pb*', In*", Cr'', Bi*', Co*',
Pb*" |, Zn®", Mn’", Cu*', Ba’' ., Fe'', Fe’', Br . CrO] .

MoO: ., Ac ., PO . CN , 400 Hg' . T~ Ag*
4) . 0.01~0.5ng/mL ,
o 0. Ing/mL
10 . 4.2%.

0. 005ng/mL,

. , 93% ~103%,
12. (Im
(V-

o

Cr(l, Cr VD ,

(D 180-80 R
, , DF-801 ,
CrCI : )
1000mg/L.,
Cr(VD
, 1000mg/L.

10mg/mlL.,
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Fe([l ) Img/mlL,

: 2mg/mL  70% .
: 4mg/mL .
(2) 359. 3nm; 7.5mA;
1. 3nm; 10pLs o
80 ~120°C, 30.0s; 700°C, 30.0s;
2600°C, 7.0s; 2700°C, 3.0s, o
(3 250mlL 200ng Cr (IO [
Cr(VD ], 200mL, AlCID , 2mol/L
0. 1mol/L pH , , 1mlL, s
. ) , A+
. lomL. GFAAS .
. 0.1% . 200mL,
pHO. 5; Al
8.0mg; 1mg; 20~30mL/min.,
€D) Cr(ID
K", Na'. NH,. Ca’", Mg’ . Fe*', Pb'",
Zn*t, Cd*", Mn*", Cu*" Fe'" 12 ; CI7, NO; .
SO, S, COI | SO 6 Al CrCID
. Cl", NO, ., SO} ., cO: SO
pH9. 5 , ;
K™, Na"™, NH, . Ca*". Mg*", Fe*", Pb*"., Zn*".
Cd*", Mn*", Cu’" Fe*' CrCllD 10°
; Mn*" Cr(IID 10t
10pg/mL MnO, ,
; Fert 10pg/mL
Cr(CIID ,

CI'([[[) ° ’
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Cr (VD) Cr(ID 10
(5
Cr , Cr(ID CrCIlD 0. 00,
0.20, 0.40, 0.60  0.80ug/L ,
, Al
., GFAAS ) o
7 0.50pg/L 200mL o
0.51pg/mL ( 0.103), RSD=3.4%. 15
So  1.85X10°°, 99. 6%
, 0.027ug/L,
(6)
CrCI 200mL , )
GFAAS o
Cr(VD 200mL R FeSO, [ Fe
(I)1mg/mL] 4mL, (1+D) pH2.0, 15min
Cr(VD, Al . GFAAS
Cr , Cr(VD)
Cr(Il)  Cr(VD),
Cr(Ill)  Cr(VD), s
96. 0% ~104. 0%
13. -
[15]
D401 . . N N
, 0.5pg/L.
0. 1pg/L. 1. 0pg/L. 0.01pg/L. 2.0pg/ L. 2.0pg/L,
4% ~8% ; 90%~102% .
(L (AR): 7g
3mlL, 100mL, pH
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4.6, N N N ( pH 8.0),
lg.
s , 10mL 3mol/L R
pH 4.6,
(2) WEX-1A 3 XY .
3 Cu, Zn, Fe, Mn
R : 324. 8nm. 213.9nm. 248.3nm.
279. 5nm; 2mA. 4mA. 6mA. 5mA; 0. lmm.
0.2mm. 0.05mm. 0.2mm; 1; / 380/80L/h.
380/80L/h, 380/85L/h, 380/85L/h; 4X. . 2X.
4X; 10mV,
Cd. Pb , 228. 8nm,
283. 3nm; 4mA. 5mA; 0.2mm, 0.2mm; 1.1
0. 8L/min, 1L/min; / 30/20A/s. 30/
20A/s; / 50/20A/s. 100/4A/s; /
200/4A/s, 220/4A/s; 10mV, 10mV; 1
0.002
D 200mL (
pH 1~2), pH 4.6 ( pH 8.0,
pH 4.6 10mL ( pH 8.0
) s 3mlL/min , pH 4.6
50mL s 50mL
, 3mol/L , 10mL

D401 -
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5
14. (VD
HAc-NaAc . VD
B , B )
VD o
3.32ug/L, 0.01~0.16mg/L Cr( VD),
) ) Cr( VD,
(D RF-540 (
), 930 ( ). Cr(VD)
: Cr (VD 1. 0g/L )
5.0mg/L; - : pH 3.85;
30%:; B (RhB) : 1.0X10 "mol/L;
(2) 25mL 1. 0mL 1. 0X10 *'mol/
L B . 0.5mL 30% . 0.4mL pH 3. 85 -
N Cr(VD ) . ,
, , 7min ; 3min
o 560nm , 576nm ,
F, F,. AF=F,—F,
(3) pH ,
. 95.9% ~103.9% .
15. ICP-AES Ga In Ti I'
0. 7L/mim , 14mm, Ga 294. 363nm,
In 230. 606nm, Ti 334.904nm, I 206. 163nm s K
2.5mg/mL. Na 2.5mg/mL, Ca 1. 5mg/mL. Mg 1. 5mg/mL, Al
0. 8mg/mL o , H, O,
1 L, ) )

26ng/mL 0. 6ng/mlL,
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Ga 8ng/mL., In 12ng/mL. Ti 0. 7ng/mL,

(D JY38S ,
s 4320  /mm, 1m, 20pm,
50pm; JY2301 , 40. 68MHz, 390kV,
0. 36mA, 140mA; ;

, ; : 12L./min, 0.7L/
min; , 1l4dmm ( ) Ga
294.363nm, In 230.606nm, Ti 334. 904nm, I 206. 163nm,

(2) HNO,. HCI, H,SO, o
Ga . 1. 3443g Ga, 0, ( ) 300mL
s 30mL HCl (1+1), ,
1000mL , ) o ImL
1mg Ga,
In . 1. 0000g In (99.99%) 300mL
, 30mL HCl (1+1), ,
1000mL ; , o
ImlL  1mg In,
Ti : 1. 0000g Ti (99.99%) .
, HF , HNO; Ti
, 10mL H,SO,, , ,
. 1000mL . H,S0, (5%
, o ImL 1mg Ti,
I : 1. 3081g KI ( ) 300mL s
1000mL , , o
1mL Img I,
16. ICP-AES Lsd

, ICP-AES
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o , 2X10 'mg/L  1X
10 *mg/L,
(D TJA Trace Scan
N : Img/mlL, (14+99)
; KBH, : 100g/L, 10g KBH, 10g/L. NaOH
) G3 , , )
. 10g/L. NaOH 5g/1L. KBH,
(2) 1150W, 0. 17MPa,
2. 0mL/min, KBH, 1. 5mL/min, 5s,
196. Onm. 184. 9nm,
(3) 100mL, 2mL, s
17. ICP-MS Pb''
ICP/MS Pb )
, Pb 0.002 ~ 0. 003ng/g, 0.02% ~
2.01%.
(D ELANG6000 ICP/MS , Perkin Elmer
; ICP/MS 5 : Hes . Mgu v Rhygs
Pbys 10ng/g, Perkin Elmer ; 11355 ICP
NO. 90392573 Pb 1000mg/1L., Merck i Ygoo Tepn
1000mg/L, ; ICP/MS
(2) 100mL ,
5mlL HNO;, 15mL 5
100mL , 20pg/L Y. Teus

B o

(3 11355 ICP
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2mL (1+1) HNO; 2mL 100mL
20ng/mL , 1000ng/mL
s 100ng/mlL. 50ng/mL. 10ng/mL.
5ng/mL. Ing/mL. 0 , 20pug/L Yoo o
Te s . 1ICP/MS s
18. Lol
ICP-MS ,
(D
. 0. 45[J.m ) ) o
CEM MDS 2000
(2) ICP/MS
(VG Plasma Quard 3) . , 10ng/
mlL 'PIn , .
19.
[21]
5 8 .

101%  97.9%,

+0.98%., 0.204pg/L,
(D ICP-MS: HP4500 series 300 Agi-
lent ; ISIS (Integrated sample introduction system)
R Agilent . . 3mm, 50mm
(Teflon) ) )
R Teflon (40. 5mm) , 30r/

min 3mL/min, s
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(SRM981)
(SRM982) ( ) HNO,
; 1000mg/L (TD GSBG62070-90 (8101) .
3 0.1% 5- -8 (8-HQS) ¢
98%, Acros, USA): ;
; (=18.2MQ * cm) .
Minipore o
0. 45m ) pH
(2) ICP-MS 10pg/L Li, Y. Ce, TI
1200W; 6. 8mm; 16L/min; 1.0L/
min; 1. 0L/min; 0. 8mm; 0. 4mm,
3 )
SRM982 TI, 6mol/L 2% HNO,
pH 7 , 208 206
1. -
[22]
- ( GBW 09101
GBW 08501) N , N
27.0 , 37.5 27.5

93.7%~109.9% ., 88.9% ~101.4%, 84.7% ~103.0% ;

30 /h, CF 0.05ug/mL Cu*", 0.2pg/mL Pb*" | 0.02ug/
mL Cd*" . (n=11) 2.74% .
1.05% 2.97%.

(D PE-3100

N N ’ : N N
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324. Tnm, 283.3nm, 228.8nm; 0. 7nm,
L.Z-1010 . LZ-1020 / ; LP-
2A ; ( 3mm, 3.0mm) ,
( 0.8mm, 1.0mm, 1.6mm) Teflon (
0. 7mm) ,
Cu*" ., Pb*t, Cd*" 1000pg/mL
, . HNO;, HCl. NaOH. NH,F

. Dowex(H")50W X 8(200~400 ),

0.2g Dowxe (HT)
, , , 4mol/
L. HCI, s o
(2)
90s,
3 : 15s, 11s
) 4s )
80uL, ; : 58,
10s, s
(3 0.5¢g (GBW 09101)
(GBW 08501) , s
500°C 2. 5h, 4+1) HNO,
, (1+4) HNO;, (1+4) NaOH
pH2 , 25mL  50mL, .
2.

[23]

(STPEF) , ,
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(36) 3.5X10 g 5.4X10 Mg;
(n=6) 4.1% ~5.2%  2.6% ~4.5%;
86.5%~109%  91.2%~105%,
(D PE-4100ZL
3 AS-70 ; ; EDL2
; GEM Desktop 3 ;
1000mg/L : e(HNO;) =0. 01
, 1. 0pg/L 100pg/L
. 2g/L : 0.1g 50mL R
(GR) 1.5mlL, ( )
, ; 10g/L .
STPF : 228. 8nm; SmA;
0. 7nm; 120°C, / 5s/60s;
700°C, / 10s/60s; 1400°C, /
0/5s; 2400°C , / 1s/3s,

193. 7nm; 380mA; 0. 7nm;
120°C, / 5s/60s; 1000°C, /
10s/60s; 2200°C, / 0/5s;

2400°C, / 1s/3s,
(2) ( )
2mL , ,
5ul 5l 25,L,

) STPF . .

, o , 5

) ) 5

s 2mL R
(3 ) ,

: 1lmg Cu, Co., Ba, Sr, Sn, Se; bmg Mn., Zn; 10mg
K. SiO,; 15mg Fe., Al, Ca, Mg, Na; 0. 025ng
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2.5ng o
D , 0~
1. 0pg/L, 0~100pg/L, 0. 999
(5 200
( ) 0.500g s Sml,
) 160°C 6h,
, , 50mL , 3
; ; . 4.1% ~
5.7%, 2.6% ~4.5%, 86.5% ~109%,
91.2%~105%,
3. + 2
« + ) .
. 8%,
(D Z-8000
. Sn 286. 3nm, 7. 5mA, 1. 3nm,
) , 3L/min,
(PGT) 8. 08mm, 5. 9mm, 28mm
( ). PGT Zr ,
10mg/mL ZrOCl, 50ul  150pL
PGT , , . N
1, 120°C 20s, 400°C 40s,
2700°C 6 2700°C 3s, 20,1, 1041,
(2) 0. 500mg/mL (

), 1% (@) . . 1%
HNO; : 500ng/mL, 200ng/mL, 100ng/
ml, 50.0ng/mL, 20.0ng/mL, 10.0ng/mL, 5.00ng/mL, ( -+

) : 10mg/mL ZrOCl, 1mL

10ml., 100mg R ZrOCl, 1mg/mlL,
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10mg/mlL,
(3 PGT Sn GSD2,
GSD8, GSD11, GSD12, GSS6 GSRI1,
. 20pL 10pL mg/mL
Zr+10mg/mL , )
QA )
8%, 7%,
4. - [25]
. 0.91ng/g. 12%.
98%~112%.,
(D PE-3030B ,
253. 7nm; 0. 7nm; 6mA;
50s; 20s, AA ; SnCl, ;
200°C; MHS-20 / (
).
. 10% SnCl, (. 20% HCD .
: 0.1354g (HgCl,)
; 100mL 5% HNO,;-0.05% K,Cr, 0, ;
1000mlL R y 100mg/L,
100mg/L Smg/L

, 5% HNO,-0.05% K,Cr,O;
0.10mg/L. 0.25mg/L. 0.50mg/L., 1.00mg/L, 2.00mg/L

o

8% : 16mL 200mL
2.0g KMnQO,, 5min 20%

o
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(2) 50s; 20s;
50s; 6% ~12% .
8% H,SO,,
, 1.00pg/L ,
As, Sb, Bi, Te, Se, )
(3 8% H,S0, 20mL
, s 20pL 0.10mg/L.
0.25mg/L, 0.50mg/L, 1.00mg/L, 2.00mg/L ,
(4) 1. 000g 125mlL ,
70mL y y 1. 0g KMnO, SmL (
R 5ml R 1h), R
, 1h ( 70~80°C),
, 10min . ,
10mL 5% KMnO, . ; , 20%
) , KMnO, )
100mL., 20mL s ,
S.
[26]
s 0. 55pg
(30), 98%~105%.
(D PE-2380 , HGA-
400 , 056 , AS-40 , PE
o , o 234. 9nm,
0. 2nm, 30mA, 20puL,
120°C, / 2/30s, Ar 300mL/min;

1600°C , / 5/15s, Ar 300mL/min;
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2600°C, / 1/3s, Ar 0; 2650°C,
/ 1/3s, Ar 300mL/min,
(2) : 1% o
0.2g
s ImL HF 5mlL HNO,, , 180°C 5h,
, HNO, HF,
50mL ) o
(3 ) ,
R 1. 0Omg/mL
. 1000°C  1400°C , 5ng/ml Be
3.6 6.7 ,

, Na®, Mg?", AP, Fe'", Cr't, K", Ni#*

6. In  TI""
In, TI  Br I° HCI ,
In, Tl .
(D 180-80 )
In, TI o
D In 325. 6nm; 0. 4nm; 12. 5mA;
80~100/5C/s, 100~120/5C/s; 650 ~650/25C /s;
2600 ~ 2600/5°C/s; 2700 ~ 2700/3°C/s; Ar
200mL/min; 1opL,
@ TI 276. 8nm; 0. 4nm; 10mA;
80~100/5C /s, 100~120/5°C/s; 500~500°C /s;
2500~ 2500/5C /s; 2600~2600/3°C/s; Ar 200mL/
min; 10pL,
(2) : 0.1000g (SP).
8mL 1HNO;, , 100mlL., Img/
mL In,

(SP) 0.1174¢g 8mL 1HNO,



100mL, Img/mL TI,
N : In, TI
0.1mL  100mL , (1+1) HNO; 2mL.,
In, TI 1pg/L o
KBr., Nal(AR) o
HCI. HNO,, HCIO,, HF., H,SO, GR. H;PO,
AR, AR,
(3 100 0. 3000~0. 4000g
, 1o0mL HCI,
R 5mL 15ml. HNO,,
, l1o0mL HF, , 10mL HCIO,
. 25mL N 15mL.
D HCI
17mL, KBr 1mL., H,PO, ImL, 25mlL,
10min, 2. 0mL ,
In, TI, In, TI ,
GSS GSD )
o 8 , In
1.0%~10.5%, TI 0.2%~6.4%,
7. -AAS 28]
-AAS )
. o Cu, Pb, Zn, Cd. Cr, Ni
1L.1%~1.6% , 92.3%~103%.,
(D N N
, ; HNO, .
HCIO, H o
(2) MK-1

) 100°C 2h

' h183
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, , 0. 5000g , 4ml. HNO,-
HCIO, . 0. 5MPa 2min, 1. 0OMPa
3min, HClO,, s
25mL., Cu. Pb., Zn. Cr. Ni , Cd
(3) MK-1 (
)y WEFX-1E, (
).
(4) 4-3,
4-3
Cu Pb Zn Cr Ni Cd
/nm 324.8 | 283.3 | 213.9 | 357.9 | 232.0 228.8
/mA 1 1.5 2 1.5 5 2
/nm 0.4 0.4 0.4 0.4 0.4 0.4
/ /(L/min) 5/1 | 5/1 | 5/1 |5/2.5| 5/1
/A 40(20s)
/A 60(15s)
/A 320(5s)
/(L/min) 1
/(mL/min) 600
s §
) (GBW 07314), o
8. -
[29]
(ICP-AES ) o ,
0.2% -0.4% )
0.09pg/L, (0.1 mg/LPb, n=11)  0.49%,
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(D) Labtam 710 1CP
; GMK-H ; Gilson .
1. 2kW;
220. 353nm; 11mm; 2. 50mL/min;
360kPa; 0. 67mL/min; 141/min;
NaBH, 1. 25mL/min,
1g/L , s A% (o)
(NaBH,) (  0.1mol/L NaOH), ; 0.15% (p)
(K, Cr,0,)-0. 7% (o) ) ; 10% (o)
; 10%0 (o o N ,
s milli-Q o
(2)
“Y” . PbCI) Pb(IV),
220. 353nm ; (S/B),
(3) ) )
, 6mol/L 1. 2mL ) o
50mL s 2mL 10% 1mL 10%
1. \ Ls0
9.0X 10 " mg/m® ( ), 0.018mg/m’ ( 1000L,

)5 9.5 X 10 " mg/m’® ( ), 1.5 X 10" mg/m® (
10m? ),
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(D PE-5100 ; .
; PE ( ) 3
, . 44 45,
4-4
Cd Ni Cd Ni
/nm 228.8 232.0 C,H,/(L/min) 2.0 2.0
/mA 4 25 /(L/min) 10.0 9.0
/nm 0.7H 0.2H D, D,
4-5
/nm /nm /mA
Cd 228.8 0.7L 4
Ni 232.0 0.07L 25
. Cd: 120°C, 5/30; 300°C, 1/
303 850°C, 0/5; 2500°C, 1/5; 20°C, 1/10,
Ni. 120°C, 1/40; 1400°C, 1/30; 2500°C, 0/
53 2650°C, 1/5; 20°C, 1/10, Ar 300mL/
min , R s 20ul,
(2) N ;
1. 00g/L 10. Omg/L 0. 10mg/L
; : 1. 00g/L
100. Omg/L. 1. 0mg/L .
(3 N
, 10 ~30min,
: , ; 1.1~
1. 7m® /min ; R 50 ~150L/min ;
20~40m’,

5mm X 10mm .



. 4-4
5mL R 15mlL,
4) Cd
10. 00mg/L
8.00pg/L, Ni  0~120.0pug/L
0.999,
(5) .
. . <5%
2. -
[31]

<1.41%;
(1)
; CD-1
(
4mm.,

(2)

6mm,

0.05ng; 100pL
0~2.0ng

20cm)

' h187

40mlL,

S5mL

’ 50mL

’

4-5

. Cd

XG-5

.00mg/L. Ni

o

0~
0~
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. 1L/min,
(3)
, 400°C .
800°C 30s,
1) 1opl., 20pl,
40pL, 60uL, 80uL, 100pL ,
, , 3
( 25°C , 19. 90ng/mL),
(5) ,
, 99.9%.
3.
[32]
(APM),
APM
o , 0~120ng/mL
’ 6. 75pgo (30) 11. 74pga
RSD (n=11) 3.92%. NBS1648 ( ),
RSD (n=5) 90.2% ~105.0% 6.0%,
(D WFX-1F, , WF-1A
( )
( )
( 18%, 20%, 24%.,



[ 1| RiLEIL h189

10mm,
1. 8mm , o
(NBS1648, ) o
Img/mL (1% HNO; )6
(2) 328. 1nm; 1. 4mA;
23mA; 2.0nm, (Ar ) :
700mL/min; 600mL/min; o N
o : 120A, 5s;
120A, 2s; 410A ( 2500°C), 6s, 1s,
4s, (
) Do
(3 )
5uL , ,
, s,
APM, APM
(ng/m*)
CX:I:(CZ*Q)(AX7A1)/(AZ*A1)+C1]V
F:
, F , L/h; ¢ » h;s ¢y ¢
. ng/mL; Ax. AL A,
N N 3 V
D) ‘U.Lo
(4) 20. 00ng/mL 8
; 5%

. KT, Na® 50 ; Ca*"., Mg*" 25 ; Fe*',
Cu’t 2.5 ; Zn’", Mn®*" 2 .
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(5) (¢p=90mm)
20m APM s
1h, 270L/h, APM, 2h,
135L/min, APM .
GFAAS , . ,
APM 0.132~0.406ng/m’
; 1.1%~9.8%, APM
[1] . . ,
, 1992.
[2] ,
, 1989
[3] . ( ). 1987, 23 (6): 350
(4] , .

., 1999, 18 (4); 32~35
[5] , . Mn, Cd  Cr
) . 1995, 12 (1) 21~24
[6] , ) -

» 1998, 12 (4. 201~203
[7] .
, 1999, 19 (11): 607~609
(8] . .
( ), 1990, 26 (1): 36~37, 40
(9] . .
. » 1997, 25 (8):

[10] . . . 1986, 14 (10): 766~769

[11] ;

893~897



[12]

[13]

[14]

[15]

[16]

[17]

[18]

[19]

[20]

(21]

[22]

(23]

[24]

[25]

[26]

[27]

, 1998, 12 (2): 68~69, 72

, 1999, 11 (3): 38, 44
( ). 1989, 25 (1):
18~19
I VD , 1998, 18 (3): 354~358
N . . N N » 1992, 11 (1): 30~36
. . , 2000, 19 (4): 362~368
, , . ICP-AES Ga, In,
Ti. L , 1998, 15 (4), 91~93
, , . ICP-AES
- , 2000, 36 (9): 404~405
> ICP/MS Pb. , 2001,
24 (5): 32~33
, 2001, 21 (5): 640~642
, 2003, 24 (2): 337~342
, , . V. )
2000, 28 (1): 61~63
N , 1999, 11 (4). 2022
, +
, 1998, 17 (4): 393~398
1993, 9 (6): 347~348

, 1989, 17 (5): 399~403

In



Tl ., 1990, 6 (1): 75~79
[28] , . -AAS
, 1999, (3): 45~47
[29] s . . -
, 1997, 25 (3): 345~348
[30] .

» 1998, 10 (2): 33~34, 39

[31] , , . -
, 1997, 13 (3): 9~11

[32] , , . ,
APM . » 1998, 17 (2): 191~194
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. . Pb*
., Pb(I\) ,
2.
(D
©)
AlCOH), ,
©)
. AlF,
®
2~10ng/L,
@ .
100 R

®

AL O,



(2)

oy

(2)

(3

)
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1.
. ASV
)
(110min)
),

mol/L.

(ASV)

(

50200mV/s

°

10712
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( ) )
N o 5-1
5-1 o
Cr(lID CuCOy
Cr(VD Cu?™ -
Cu?™ Cu?'- -Fe, O
CuCl, Cu?*-2,9- -1,10-
o-1 s ,
, ASV ,
o ASV
200mV, Cu( [ )H-Cl Cu([[H-Cl
CU( I >‘Cl ’ ’
2.
(D )
, Cr(V) Cr(ID o
, Cr(VD
’ ’ Cr( m ) ’
Cr(VD . Cr(VD , Cr(ID
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CI‘( VI ) ’ ’
CrCIlD .
(2) (AAS)
20 60 s
, 70
, 80
(FAAS)
(GFAAS) s
FAAS ,
FAAS GFAAS .
, GFAAS
’ S_H o
Chelex 100 Cu’t, Ni#'., Co* cd*,

b b

45ng/L., 95ng/L., 30ng/L  0.95ng/L,
, FAAS GFAAS

b

o

(



¢ Ge, Pb, Sb, Sn )

( . )
AAS ,
3 (AES) AES
AES ,
( ),
(DCP), (MIP)
ce, 3 AES
ICP-AES ) o
, AAS
o ) AES (HgClg N N
) ( . i
4)
10* ~10" s s s

[2]

' _199




200 i

@y

(2)

GC

(3

(4)

(5)

HPLC

SFC

(GG GC
GC
(HPLCO)
» HPLC
o HPLC
) HPLC
» HPLC
(IC) 1IC
()
, 1C
(HPCE)
(
ERG
(SFC)
, SFC

HPLC

HPLC

1C

HPCE

GC

10
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(1 GC )
GC ) ,
@® (GC-AAS)
, GC AAS ,
, AAS
, GC-GFAAS, GC-FAAS, GC-CVAAS (
) o
@) (GC-AES) GC-
MIP-AES ) MIP
GC . MIP )
GC ) , MIP GC
. GC-MIP-AES
, o GC-MIP-AES
GC-AES GC-ICP-AES ,
® (GC-MS) GC-MS
(2) HPLC GC
, HPLC o GC )
HPLC : HPLC-AAS. HPLC-AES, HPLC-MS ,

o

GC HPLC,
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(PO)

b

0.1pg/g

[5]

(PTFE)
PTFE

(PVO)
PVC

b

; —20°C

(ICP-AES, ICP-MS »

O. llug/L) ’



oy

SPME

(

HCl,

HNO,)

b

o

' h203

)

),

’

(SPE)
, SPE

(SPME),

N

’



: SFE
. SFE SPE
@
©)
@ N N

®
(2)
, GC

) Sb. Bi. Sn. Pb. Ge

) SFE

N

10~500nm,

SPE



(3

(NaBEt,)

N, (




2.
)



(D

(2)

(3

(4)

(5

b _207
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1.
[15]
(FD- (HPLC) -
(CVAAS) ,
HPLC HPLC-CVAAS
, Pb, Cu, Ni, Cd. Fe o
N HgCIl) 0.86ng/L. 1.94ng/L.
1.06ng/L  1.92ng/L, 3.8%. 7.0%. 5.5%
5.0%.,
(D KNAUER HPLC, PE
FIMS CVAAS; FIMS
Py, Py ,
: , 50pL Cy ;
ABIMED Miniplus 3 (P3)
(2) 0. 05mol/L
(DTC) ;1%
100mL lg, 0.5g; 75%
HNO; ; . HPLC )
(AR); 18MQ/cm .
(3) 250mm X 4. 6mm, Zorbax
ODS 5um, =50 : 22 : 28,
DTC 3mmol/L, 1. O0mL/min, , CVAAS
s 254nm,
D HPLC
Load ., P P . ,
P, P, 30s,
. P, HPLC , HPLC .
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P,. HPLC ,» Py Py ,
HPLC Inject ,
o ) ) HPLC
(5) N
N HgCIl) , 0. 05mol/L DTC
. 9min o
0. 45um : 1:3 .
2. O L7
; . [16]

: 0.09ng  0.06ng (

) )

(D GC-9A , 3% Carbo-
wax 20M Chromosorb
W/AW s 60~80 ; Zeeman 5000

, ; R-100A o
(2) 1g/L
; N ; Na,SO,., CuSO,. KBr,
Na, S, O, ; .

(3) : 60~1607C, 40°C/
min, , 190°C, ,
70mL/min; : 3mA, 253. 7nm,

0. 7nm, ; .
PTFE , )

150°C o
D GC AAS , GC



210‘

AAS ,
, 4min N N
(5 3mlL,
o N 45mL
1mol/L HCl 10min, 5ml s 100pL
Me, Hg, 25pL ; 40mL
6mL s . 0. 5mL
0.05mol/LL  Na,S,0, - ,
0. 5mL 1mol/L CuSO,. 0.5mL 1mol/L KBr, 10min , 100uL
, 15uL o
3. _ (18]
0.5ng/L, 96 9% ~
105%, RSD <5.3%.,
(D GX-5 ; 0~220V ;
( 0. 5mm, 10 /em);
; 250mL ; PTFE ( 35cm) ;
1000mL PTFE ; U ; .
(2) 10% SnCl, : 10. 0g
(AR), 10mL ( )
100mL; 10% KBH, : 10. 0g (AR),
100mL 3% NaOH ; 12% NH,OH -
HCl : 12. 0g (AR, 100mL
; BrCl : 11. 0g KBrO, (AR) 15.0g KBr(AR),
200mL s , 800mL
HCI. )
0.0135g (AR), 5mL 10% 1%
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y 100mL., 0. Img/mL
. 500mL 10mL s .
H : 40
60 , (AR)
. , 800°C .
; ; (AR),
(3) s
0.5L/min s o 2%
BI'CI‘ ’
(4) ,
PTFE s
0 PTFE
( 35cm) , 1000mL PTFE ,
1. 5m, o 1)
(5)
; (>700C)

(6)
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@ 100mL 250mL
. 5mL HNO,, 5mL 10% SnCl,
s 0.5L/min 30min,
) . U
@ 100mL 250mL , 5mL
10% KBH, , s o

©) 100mL 250mL s 5mL
BrCl , 2h 5mL 12%
R 5mL 10%  SnCl, s
o 9 @ @
100mL
0 ) 100mL
4. -
[19]
1~4L pH 2.5 15mL/min
lg . 5% , 0. 4mL/min
, 20~25mL , 10mL 5%
10mL 20% , C 10% 2mL.)
( 6000mg/L 10% 2mL),

o A A b

10ng/L, 2ng/L, 84 %,
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91% , 4%, 10L ,
0.2ng/L
(D 590 . \
(2) . 98 %
(1000mg/L Hg); (100mg/L
Hg); i 5%
100mL ImL ; 20%
0 I (10% ,
) oI (10% 6g/L
); 3926B ( s
40~50 2mol/L 3, , 3mol/L
3, Do
(3)
. 142 ,
@ 5mm . o
’ lg ’ 5%
0. 4mL/min s o
] pH
2.5, 15mL/min y
©) .

5% 0. 4mL/min ,
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@ 50mL , 10mL
5% 10mL 20% . .
2ml y 1min, 2L/min
( |D) ( 1)
5. -
-402
. Chromosorb W SE-30-HCI,
402 N N
AAS o
(D AA-630-12 ,
T , Smm, 120mm
5 s 0. 5mm.,
30cm s ,
1000°C 5 GC-9A s
) N,
AAS ; : 10mm, 12cm
, ./
; GS-1 )
6V , 8h,
(2) OV-1, OV-101, DC-200 DEGS;
SE30 Chromosorb W; -402 ; GDX ;
(MO) (MMO) (DMM);

~ o

(3) Chromosorb W SE-30-HCI
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@® 4mm, 16cm,
, Chromosorb W (40~60 ), 7cm
30mg SE-30 N, s N, ,
SE-30 , Chromosorb W
s 300°C 20min, SE-30 N,
©) 0.25¢ SE-30 , 5.0g
60~80 Chromosorb W . s
0.15g ( ), 5% SE-30
Chromosorb W o
50mL 10mL.,
( 8~10 )
-402 , 250°C
N, 4h , AAS o ,
0.15g ( )6
Hg’ HgCl,  SnCl, o +
4:1D MC, MMC DMM . GC
AAS , . MC 310°C,
MMC 260°C; DMM 200°C, GC N,
: (
300°C s 300°C GC ) GC
N, , AAS )

s N, (100mL/min) s AAS
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6.
[21]
pHS5 R ;
pH1 . 1. 3mol/L. 3.0mol/L
6. Omol/L . ,
. N 54ng/L,
81ng/L.  50ng/L,
(D F732 , DF801 pH , LD-2A ,
(2) (  Hg lmg/mlL). .
( Hg 0. Img/mL)
0. 05mol/L Hg 0. 1pg/mL ;
(1%)  0.5% . ;
(  Felmg/mL) 1mol/L ; . 3
(3) lg 5mL 40 %
20mL 0. Imol/L s 60°C 2h,
, ) 3 110°C 6h, 160
(4) 10mL pH5, 20mg
, 6min, A Aj; A 2mlL
pH10, 1ml. KBH, ; A
pH1, 20mg . 8min, B B;
B, B 3mol/L 2mlL, 10min,
C C; C pH 2, 1. 5mL
1ml. KBH, ) C 2mL .
7. ° [22,23]
EDTA , ;

KI , N



, 0.4mol/L NaOH

' h217

, 1.0mol/L NaOH

( ) K,Cr, O,/
CdCl, , KBH, , o
100 , s
7.8ng/L. 9.8ng/L  12ng/L, 94 % ~
98 % , 50ng/L
8.0%.
(D F732 ;
; DF801 pH/mV
(2) (1g/L), 0. 5mol/L
, 0.1mg/L Hg ; (0. 1g/L
Hg) . 0.1250g CH;HgCl 1000mL;
0. 05mol/L H,SO, 0.1mg/L Hg ;

(0.1g/L Hg),

s 1000mL;
0.1680g s ,
1% KI i 1% : 20mL
s 1. 0g s s
. K,;Cr,O;-CdCl,
0.4mL/L  100mg/L Cd*" ( )
(3
D 6.0g
1% ; .
. 50mL 5% .
, 0. 075mm
@
2% EDTA , pH S,

12min, 0.45pm .

0.1320g C,H;HgCl,
(0.1g/L Hg),
1000mL; 2% EDTA ;

0.2¢g
100mlL,
1. 0g K,Cr,0;,
100mlL.,
320mL
6mlL ;
18h,
, 30mL
10mg s
A A,
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10mL A ,
0.2mL (1+3) 0.2mL 1% KBH,

. A 4mL 1% KI, pH 4.2, 15min,
0.45pum , B B, , 18mL
0. 4mol/L NaOH B, C

C; C C. 6mol/L

A C pH 2, 0. 2mL1% K, Cr, O,-CdCl,
, KBH, . A , C
8. - o o
10g , 8.1X10 "pug/g,
+10%, 92.4%., . .
(D ,
N, ; 4000r/min .
(2) 100 S5ull
H - : 1gL- N
0. 8g ( ), 12.5g Na, SO, ( ) )
100mL . ; HCI
; [ 0.1000g
(98% ) 100mL 1.
0.100~1. 000mg/L .
€D
@ 10~ 20g 100
100mL . 20ml.  HCI (HCl: =1:3),
10min, 15min, 100mL

©) 30mL 100mL R



10mL

o

50mL
2min,

HCI 1. 5mlL.,

®

(EtHg"™)

@y

CLC-C8(150mm X 6. Omm i. d. )
UVv-3000 -

L.do)s
(2)
AR) ,

Y]: 0.03%

s pH 7.6;

o

(3)
1. 00mL

’

' h219

2min, 100mL
10mL ,
. 101’1’114 )
’ 10mL .
3mL 2min.,
, , Cs
s 1. 4ng(MeHg" ). 1.0ng

2.5ng(PhHg™ ),

o

LC-6A

~ ~

Img/mL ( )
I [5- -3- -1,3,4-
) (

N N ~

5mL HAc-NaAc
(  Hg 10pg/mL)
1min, 5.00mL,

1. 00mL

. 1. 00mL

10d) ;

o

b

CLC-ODS(150mm X 4. 6mm

25 pH .
(
-2- (
HAc-NaAc
4
0. 5mL I
1min,

20
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) . . (
) , 1mL/min, 330nm ,
10.0 [13.26]
( ) N
N . 65%
, (TBA) )
230nm .
(1) Spectra System P4000 .
20pL 77251 ; CLC-ODS . 150mmX
4. 6mm i. d. , Shimpack 10um ; SPD-10Avp ;
DGU-12A ; SC1100 ; UV-3000
; CSIM-180D
(2) . (MMC) .
(EMO) . (PMC), MC 5% HNO, 1. Omg/
mL , MMC, EMC. PMC 1. Omg/mL
, 4°C ) o
65% R 10mmol/L (TBA) .,
30min . 0.45pm
ll.o - L2l
(DTOC)

b

93.2%~114%,
(EtHg)3. 6%, (PhHg)3.2%
0.25ng, 0.21ng, 0.19ng
(D LC-4A
; Waters 481

(2)

b

(MeHg) 3.7%,
[Hg(Il)]3.0%,
0. 72ng,
C-R2A
; Millipore

0.100mg/mL,



5mL 1mL 0. 05mol/L DTC

1. 00mg/mlL,
20. 0mg/L
0. Imol/L
; 0. 45um
(3
Cis s S5pm,
DTC, 1. 00mL/min,
254nm;
D
C]S
(5

MeHg. EtHg., PhHg

HPLC
12.
9min
(1)
(2)
2. 0mol/L,
(3) GC-MS

' h221

250mm X 4. 6mm

, n-BuMgBr

2.00mg/L
0.05mol/L. DTC ;
’ ZOI‘bHX*
: 12), 20mmol/L

3mm/min,

omlL pH 9.5
MeHg. EtHg, PhHg Hg(Il),
2min ,
HPLC
50mL
[28]
4 )
SE-54

Alfa

ICP-MS

. Varian 3400 , SE-
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54 (25mX0. 25mm X 0. 25ym)

1mL/min; 69kPa. 1pl; ,
1: 10, 220°C ; 200°C ;
, 67°C 3min, 15°C /min 100°C,
35°C /min 185°C, 3min,
: Finnigan I'TD800 , EI ,
70eV, 14uA, 1750V,
220°C, 50~350u, 1s,
13. -
[29]
/ ) ’
; 0.02ng/L, 101%;
(
) o
(D ., PTFE
N ; , Soda-lime , .
( Tekran ): Tekran
2505 , Tekran 2500 CVAFS ;
PTFE ; o
2 18. 2MQ/cm
, KBr  KBrO;, HClI  HNO,, NH,OH « HCI, SnCl, -
H, O, o
HCI., HNO; . ) o
BrCl 1. 08g KBr 100mL HCl ,
1h, 1.52g KBrO;,
) , 1h , )
( )., NH,OH - HCI (250g/L):
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25g , 100mL HCl )
400mL/min 10h R
. SnCl, (400g/L): 40g SnCl, » H,O 20mL
HCI ( ), SnCl, « H,O , 400mL/
min 10h, )
100mL,
(3
@ USEPA 1631 o
@ ;
, 0~4°C s 24h 60mL
3mL HNO;, 28d ,
©) s 350~
400mL/min 30min, Hg’ R
Soda-lime . -
o 500mL
300mL , s
R . 30min
) . ) , 24h
o s 50mL 250mL
, 2.5mL HNO, 1mL SnClL, 350 ~
400mL/min 30min, .
o 10mL

0. 5mL HNO,, 0.12mL SnCl,,
10mL .

o

’ 241’1 10mL
0. 05mL BrCl, 24h,
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Hg’", 0.02mL NH,OH « HCI .
@ _
’ Hgo .
(4)
©) .
50% (@) HNO;, 2h, , 3
, . US Method 1631
©)
(5 Tekran 2505
, Tekran 2500 .
) r=0.9996,
y=2404. 520+ 1475, x 0~500pg.
14. [s0]
@) SYG-I , Trace Scan

, HY-4/KS s , LG10-
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2-4A R
(2) ,
R 1:1 HNO;, ,
(3) HNO,;-H,SO,-V, s
82201 ( )
4 100°C 1h,
( ,
0.1g) 200 , 15mL
) ) ) 8mL
) 1mol/L MgCl, 15mL, 4h, 4000r/
min 10min, R
@ 1:7 HNO, 15mL,
100°C 0. 5h, , 4000r/min
IOmin’ °
©) H,O 10mL, pH
2, 30% H,0, 5mL, 80~85°C
5h, , 4000r/min 10min,
@ .
Cr, VIB 1)
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0.010% ~0.011%, .
Cr(VD , Cr(ID
o , Cr(VD) CrCllD)
[3133]
s . GFAAS
1 - - M ASA 1T
[34]
717 .
I} s .
N N N N . CrCD
Cr(VD),
(D 721 ; UV-120 ;
7ZD-2 .
2) Cr(llD (1mg/mlL) ; Cr(NOy); « 9H,0
; Cr(CVD (Img/mL) : K,Cr, O, ;
; 0.05% ASA I 3 5% ;

KHC; H,0,-HCI (pHZ2. 8); 3
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717 (AER) : 8mm X 18mm

0.2g 50~100 ( HClI NaOH
) Do
(3) , 80°C
, s ; PTFE
, 3d o
4 15~ 20g
500mL s 300mL s 95°C
15min, , ,
(5) AER , HClI  NaOH
pH 4~6, AER , 1~2mL/min, Cr(VD
, pH4~6 HCI AER , 6mol/
L. HNO; Cr(VD, o
(6) ASA Il Cr (VD)
25mL , 5% 1.0mL, 0.05% ASA
Il 2.0mL, KHC;H,0,-HCI 2.5mlL,
) , 100°C 10min, lem )
, 600nm o
2. Cr I
Cr V[ [35]
., Mn(ID) 20 ,
(DAoBM) Cr(VD s Amax —480nm,
e=9.19X10°L/(mol « em), Cr(V]) 50mLO~3. Opg

o ’

Cr(lll> Cr(VD .
(1) D) 3. 76g
1. 2mL ( 1.597) s
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10mL s 60°C 1.5h s
450mL , pH , ,
a+9 , s 112~113C,
, DAoBM,
(2) 722 , lem ; 732
(3) (I Cr, O, CrCI
1. 0g/L ; . (VD
K,Cr, O, Cr(VD1.0g/L
) . 0.2%DAoBM
95% . H;PO, (2+1), 6g/L Mn(CI[)
MnSO, « H,O ., 1% 20 ( ).
(4) Cr(V]) 1.0pg  50mL R
3mL H,PO,(2+1), 3mL 6g/L Mn(]]) L 2mL 1%
20 2mL 0.2% DAoBM , , 20min,
, s 480nm lem , ,
3. ) - [36]
FI-SP Cr(VI)  T-Cr, Cr(VD
; T-Cr  PbO, Cr(ID
s Cr 0.05~3.0mg/L, Cr(VD)
200 T-Cr 120 , 0.02mg/L,
(D s 721
, XWI-100 o
(2) : 0.120g 30mL ,
3. 0mL s , 300mlL.,
(VD 0.7070g s 250mL
R R 1. Omg/mL,
. (D 0.7070g
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s 250mL s .
1. 0Omg/mL, . PbO,
) PbO, )
PbO, #5mm . 8. 5cm y
(3 , o
Cr(VD ) ,
540nm s o
Cr (VD) ,
Cr(VD) ; ; T,. T,
Cr(ID , T-Cr ,
, T-Cr  Cr(VD) ;
4. -
Cr VT Cr I ©"
Cr(VD /D »
. 10mL , Cr( VD
0. 1pg/L. 3.2%, 0~45ug/L
; Cr(llD 0.3pg/L. 3.7%, 0~
40pg/L o . ,
(D 180-80 ,
. . DF-801 pH/mV . LD5-2A
; UV-120-02 o
(2) . . . Cr(VD Ce(D
) ) ) ( Do
(3) 359. 3nm, 7.5mA,

1. 3nm, 200mL/min, 80~120°C 30s,
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1500°C 30s, 2700°C 7s; 2800°C 3s,
10pL,
4 160 6mg,
5mL 1% 10min, o 10mL
10mL 6mg pH 3.5, 10min,
Cr(lll). 2ml 0. 5%
s 2min Cr(VD).
pH 0.7, 0.1mL 0.1%
. 10min, 6mg . pH 2.6, 10min,
. CI'( ]]1 ) )
40min, ] o
5. [38]
Cr’"-PAR[4-(2- )- ]
R Cr3+
(D) MP-1 JM-01
; XJP-821 (B) , pHS-25C ; 833
(2) PAR : 4. 5mmol/L R
, . HAc-NaAc . HAc-NaAc
ZmOl/Lg pH: 5. 10 Cr” Crz (SO4 )3 ° 6Hg ()
Cr*’ 1mg/mL ,
(3) ( ) o
, 0. 1mol/L HNO, 2d
(4 Crt ( )
50mL s . 2mL PAR
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. 40mL , 30min ,
s , s 50mL , MP-1

, — 0.45V 2min, , 30s,

100mV/s , —0.45~—0.95V o
—0.69V, —0.73V,
6. Cr
V[ Cr ]l[ [39]
(DPCD (SLS)

Cr(VD, o
0.03ug/L, 4%, Cr(V) Cre(ID

(D 180-80 ; H
056 ; o

(2) Cr( VD) Img/mL; Cr(Il[) 1mg/
mL; 1% 4%

0.6%; o
(3) 357. 9nm;
1. 3nm; 7.5mA; 80~120°C 30s;
700°C 30s; 2700°C 7s;
2800°C 3s; 100ml./min, ; 10pL;
; Zeeman ;

€Y 200mL [ 0.20pg Cr( VD] HCI
(1:1)7. 5mL, 2mL, 5min,
1. 5mlL, R 30~50mL./min

o s 3mL ,
10mL R
7. - Cr I

Cr V[ [4042]
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Cr(lll)  Cr(VD
2min 18 /h, Cr(lll> CrCVD)
10. 12pg/L 14.43pg/L(1% )
0~10pg/mL  0~15pug/mL, Ipg/mL  Cr(lD
Cr(VD 1.62% 3.94%,
. 90. 9% ~104.5%

(D Cr(Ill)  Cr(VD Cr(NO;);
9H,0 K, CrO, 1g/L ; NH,NO;
HNO, o

(2) WFX-1C ,

, 357.9nm, 0. 4nm,
3.0mA, 1. 6L/min, 6. 0mL/min; 3066
, 20mm/min, IFIS-C
(3) 732 ( 0.3~
1. 2mm) 717 ( 0.3~1.2mm),
) 10%  HAc 24h
, 40mm 2mm ,
0.5mm  PTFE o
4)
8. B-1; Cr I
cr I [43]
B 1
, Cr(VD .
Cr(VD , 2.2pug/L,

10. 0~500pug/L,
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(D F-4500 R
K,Cr, O, 0.100g/L
. . B : 0.005% (AR).
. 10mol/L ( ). KI . 0. 1mol/L(
Do o
(2) Cr(VD 50mL
, 1. OmL B . 2.5mL KI . o.omL
H, PO, , 20min.,
Aex =Aem =420nm , , AILCAI=
1—1) Cr(VD o
(3 ( ) )
) (2. 4ml/min),
Cr(IID ) Cr(VD,
) 2mL 5% H, SO, ,
Cr(Clll)  Cr(VD ) )
) CrC ), CrCIl)
9. ICP-AES Cr
V[ Cr ]l[ [44]
TiO, Cr(VD/Cr (Il )
. 10mL Cr(Vl) CrCllD
61lng/mlL  45ng/mL, 0.1~10pg/mL
» 50 Cr(VD)  Cr(ID
. Cr(VD  CrCD 3.6%
4.2% (c=2.0pg/mL, n=9), N
@b WPG-100 )
1200  /mm, 290nm, 280nm; 2kW
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, 3.8kV, 0.72A,
80mA, s , ,
16L/min, 1. 2kg/cm?, 0. 6mL/
min, 20mm, 10mm;
1 s 60s; Zeiss G| , S s
283.5nm; Mettler Toledo 320-S pH ; 800 .
(2) Cr (I (1g/L) CrCl; -
6H,0 3 Cr(VD) (1g/L)  K,Cr, O, ;
lg/L ; . ,
5 Ti0O, 10~100nm,
0.45pm o
(3) 10mL Cr(VD)
CrCID ) NH; - H,O HCI pH 6.5,
100mg Ti0, , 10min, 30min
, ICP-AES Cr( VD ;
R 10mL 2mol/L HCIl,
15min, 30min s ICP-AES Cr(ID)
10. -
cr I Cr V[ M
CrClll)  CrCVD), 20 /h, Cr(CIl)
Cr(VD (30) 24pg  4.0pg, (n=
10) 4.7% 5.9%.,
(D WFEX-110 ,
357.9nm, 0. 4nm, 2. 5mA,
4s, 100°C 1s, 800°C 20s,
2500°C 4s, 2800°C 2s; JTY-1B
(2) Cr(VD) (1. 0mg/mL, p):
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105°C 1h  K,Cr,0O;, . ;
Cr(IID (1. 0mg/mL),
. 117 : 60 ~ 80 ,
cr , ; 0.3mol/L NH, Ac
NH, Ac . 25g/L Mg (NO, ),
Mg(NO;), » 6H,O . HNO, (1+4)
HNO; . ,
(3) 1g 50mL R
10mL 0. 3mol/L NH, Ac , 40°C 2h,
30min., , 0.45pm
, 25mlL, o
5 10mL . HCI pH
4, Cr(lll>  Cr(VD), CrCI
, Cr(IID ., Cr(V[D  HNO, (1+4)
R 10mL , o
Cr(I ImL 25g/L Mg (NO;),
11.0 — o
Cr(VD, (GFAAS)
o s 717
Cr( VD), CrCID .
. Cr
o Cr (VD) Cr
0.01pg/L  0.2pg/L. 3.77%  2.64%.
, Cr(VD) Cr 91.0%~108%,
(1) 20~30 717 3 732
; Cr(VD (Img/mL); Cr(llD) (1mg/mL); HCI,
NaOH .

(2 ApZ-1 , T8HW-1
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b o

(3) 357.9nm, 0. 4nm,
8mA., 1T, 320V, (Ar)200mL/min,
5-2,
5-2
A 45 160 320 320
(s) 20 10 0 0
(s) 10 20 6 2
(4) 6 5mL , 2mL
pH3~3.5 . : 70 ~
80°C 15~ 20min, , o ,
’ . Cr(VI) °
Cr ) ZOHLO
12. - (47
- CrCIl Cr(VD) o
Cr(CI 1. 96 X10°L/(mol * cm),
0~4.0X10 *mol/L, A=—1.27X10"%*+2.09X
10°¢, r=0.9988; Cr(VD) 4.16 X
10°L/(mol * cm), 0~5.2X10"°mol/L,
A=1.91X10"%+4.08X10°¢c, r=0.9994,
(D UVv-240 - ; pHS-3C
(2) VD :
1. 0g/L . 2.0mg/L, (I
, , 1. 0g/L ,
2. 0mg/L, (DBPF). 1.2X10*mol/L .

(CTMAB): 1.0X 10 *mol/L, -
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(HAc-NaAc) . pH 4. 39, (NaF) : 2.0%;
( ) (EGTA) 2 2.0%, .
(3 25mL )
10. omL pH 4. 39 HAc-NaAc , 2.00mL CTMAB
, 2.00mL DBPF , . 80°C 20min,
lem 520~620nm 0. 5nm )
13. -
Cr TI Cr VI Lsd
- Cr(IlD
Cr( VD), 2mV/min y Ilmin
60  /h, Cr(lll)  CrCVD) 0.448ug/L
0. 793pg/1( 1% ), 0~90ug/L
0~180ug/L; 10, 20pg/L Cr(lll)  Cr(VD)
2.85%  2.85%; 0. 855
1. 71pg/L; 94. 7% ~104% .
(D WFX-1F2 ;
; 3066 s
HD-1 o : 25cm X 3. Omm, 0.154 ~
0.13mm 732 o :
357. 9nm, 0. 3nm, 7.5mA, 10mm,
1. 2L/min, 5.0L/min,
(2) Cr(VD) ., CrCIl :
1000. Omg/L ,
25. 0mg/L o

(3 s A
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Ce(lD, B Cr(VD)  Cr(ID
b A\ B b
CrCIl Cr ) Cr(VD
4) s
14. X e
X
Kﬁ o
( N .
10% o
(D 3080E1 X
Cr K;, 5-3,
5-:3 X
:Rh :LiF(220) PHA :7~35
:1S/1S :SC
:50kV,50mA :93°~95.1°
:0.01 :10s :(36.540.5)C( )
(254+1)°C( )
(2) Cr. CO;, K,Cr,O,, K,CrO,,
Agz CrZ ()7 N Agz Cr()4 S PbCr()_1 N Crz ()3 N CI’CL; M 6H2 () Cr(N()j ) *
9H, 0O s 18-8S. S464, Cr
25.75%; Zn Cr , Cr
1% .
(3) 6~8g, 1/8
’ ’ 35mm
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3mm . , 100 N
(4 FM-77 486
, PEAK FIT N N
15.
507
92%~97% .
(D PU-8800 , TU-1221
, pHS-3C ) ( 0. 7cm,
10cm)
732 . 732 , 6cm,
Na® , pH . 201
. 201 , 6cm, SO;
, ; pH . :
0. 45um, 50mm; Cr(VD ., Cr(lID ;o KCrnO;
p(Cr)=0.1g/L , Cr(VD , CrID H. O,
Cr(VD), H,O,, p(Cr) =1mg/L ;
: p(DPC) =2g/L ¢ ) =50% (
). HNO; ( ) ( ),

o
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0. 02mol/L H, SO, 0. 03mol/L NaOH

pH 1mL/min 201 732
, 30mL pH , 50mL
. , . ImL HNO;
9mol/L H, SO, s S5mL R
(3) DPC
100mL , 0. 5mL 1mol/L H,SO, , 10mL,
2 20g/L. KMnO, , 1min, y
1mL1. 5mol/L H;PO,, 4mL100g/L , 10g/
LNaNOQO, R 25mlL R ImlL2g/L
DPC . , , 15min ,
2cm s s 540nm, o
(4) O}Lgv 2‘ug9 4[J,g7 ) 10pg
1001’1’1[4 . o
(5) 5-1 0
i L 0.45um JEIH
JUE
TEfE pHA RS bAE [pH8~9 NaOHYEIE 1%
201 FAEFACHkE  [732 PHES T30 it
HA syl |, 5
NaZSO3g (Li: ﬂ'
2mol/L ol ot
HCI SR biES i
B ERS| |CrvD Ho| [EbE Cr(VI)+ L 7
Cr Cr o] [CD)  [BAFLE Cr(D Cr
b | I
| DPC 43R 2 |

5-1
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Pb, .
10h 2h, 34h 8h,
( ); ’
10~100
100pg/L, ( . .
) s
; 1 (Pb*"), I
( ) I ( )
1. Loud
0. 1mol/L NaOH PbCI) (4- )
(TTMAPP) s s 0. 4mol/LL NH,Cl
pH 9.0, Pb-TTMAPP

, , 2ng/g,

N A b
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(D XJP-821B , JM-01 . SJP-1A
(2) meso- (4- ) (TTMAPP),
1.0 X10*mol/L ;
(phen): 1.0 X 107* mol/L; 1mg/mL,

Pb(NO;), . . s

(3) 10mL R
2.5mL 1.0 X 10 "mol/LL. TTMAPP, 0.5mL 2mol/L. NaOH, 1mL

1. 0X 10 *mol/L phen, ImL 4mol/LL NH,Cl  pH=9.0,
, , 10min , Pb-TT-

MAPP E,,=—0.74V (vs. SCE),
2. I
[52]
/ ar >
, 8.6X10 g,
2.8%~11. 1%, 100. 8% ~111. 4%,
(D GC/GAAS 2305 . 610S
. Cl
) .
(2) . (  OCPEL ) s
(3) 1.5m, 4mm,
3% OV-1/60~80  Chromosorb WAW, Ar, 70mL/min,
140°C 160°C,
. Pb 8mA, 217. Onm,
Ar, 3L/min, 500~700°C, 2000°C ,
55s 70s, o
(4) / o
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o , cm >
(5) ) ,
, 5
, 0~110ng,
3. (am >
[53]
/ ;
, 0~8ng ,
. 3.3% ~4. 1%,
94. 6% ~104. 0%, 30pg.
(L GC/AAS 103 .
610S . qlll
) o
(2) 1. 5m, 4mm,
4% OV-1/60 ~ 80 Chromosorb WAW; H,, 80mL/min,
40mL/min; 150°C, : 50°C,
1min 15°C /min 140°C; Pb )
SmA., 217. Onm; 850~950°C ,
(3
4.
[54]
CFAAS 80 0.01pg/L, 4.5%,
0~2.5ug/L s o
(L 180-80 ,

. JW-2 , DF-801 pH/mV
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(2) ; o
(3 283. 3nm, 7. 5mA,
1. 3nm, 200mL/min, R 80 ~
120°C 30s, 500°C 30s, 2200°C 7s,
2400°C 3s,
(4) 0. 30mm 0. 36mm
4 (  76mg, ),
s R 10mL,
pH , 30s,
, s 50mL
S.
Pb [55]
Tessler
Cu, Pb, Zn, Cr o
(D 180-80 , S-520
, JEM-100CX I . HJ-1 ,
800 , 501 , LX]J-64-01 o
(2) ) ) , , ,
; ; ; (39 ;
(3 80°C 24h,
,» 1 . <50pm, 2
. 50~90um, 3 : 90~105um, 4 ; 105~ 154pm, 5
154~280um., :
€9
5 , N N N
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D 24ml. 1mol/L MgCl, (pHT)
1h, 3000r/min 30min, .
® 24mL Imol/L NaAc (HAc
pH5) 5h, , , o
® 60mL 0. 04mol/L. NH, OH « HCI
25% ()@ 6h, (90£3)°C, ,
@ 9mL 0. 02mol/L. HNO, 15mL
30 % H, 0O, (  HNO, pH2), 85+2)C,
2h, , 9mL 30% H,O0, , HNO;
pH2, , (85+2)°C 3h, 15mL
3. 2mol/L. NH,Ac 20% (@) 10mL R
30min, ; ) o
® 27mL . 3mL :
s 15mL . 1.5mL , ,
9mL 4mol/L HNO, .,
(5) Cu, Pb, Cr )
s Zn , o
6. ) [56]
(D 79-1 ; )
, ) Ag/AgCl ; pHS-
3 , 180-80 o
(2) . . ( AR,
( )\ ( : =5:1), (1:4),
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(3)
@ Pb2+
0. Imol/L NaCl , N, 10min, —0.8V 3min,
30s —0.8V (vs. Ag/AgCD —0.2V ,
o Pb*t o
©) :
s ASV AAS .
( 0. Imol/L NaCl ). 0.1mol/L
0. 1mol/L R 1h s ,
’ ’ Pb2+ 2
. i, Pp"
N N N , 1992
50000t,
o s (TBT)
: 0. 64~16pg/L
(  Sn) > 1pg/L ,
° R,,SnX4—,, ’ Rg SnX ) R
’ ’ R2 SI’IXZ RSnX3 ’
R1 Sl’l B RS SI’IX o

R;SnX ,» R , , R
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, R,Sn., R;SnX , R,SnX,
. 5’4 o
5-4
s , [5760]
1. - -
[61]
pH5 HAc-NaAc s ImL 30g/L
. 18ng/
L, 12ng/L., 3ng/L, 3%,
(D MeSnCl, (97%). Me,SnCl, (97 %) Me, SnCl
(999%) 1. Omg/mlL.,

o o
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(2) -6890
: HP-1 (30m X 250pm i. d. ,
0.25pm), 50°C, 2min
10°C /min 150°C, 3min; ,
20mL/min; , 70mL/min,
60mL/min; 200°C ,
: Chrompack CP-4010 .
200°C, s
(FPD) o ,
30mL/min, 12min,
—75°C, 200°C . 1min, 30mL/
min, 10min, 100°C,
(3 15mL ,
2.
[62]
/ N /
0. 25ng,
0. 5ng; 0 ~ 8ng,
4%,
(D Varian 3700 , H
: : $2mm X 2m ; 3% OV-
101 Chromsorb W ( HP) (80 ~ 100 ) :
(99.999%); 40°C 2min, 32°C /min
170°C, Smin; 200°C; FPD :
60mL/min; 80mL/min; 220°C;

610nm ( ).
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(2) Bu,Sn. Bu;SnCl,
Bu, SnCl, BuSnCl, R 8. 43mmol/L
(  Sn ) , ; ,

, 67~71C ; ,
R 39~41°C ; , 4% ()

3. - [63]

GC-FPD 0
, HP-1 ,

(1) Bu;SnCl (96%), Bu,SnCl, (95%), BuSnCl,
(95%), Me;SnCl (99%), Me,SnCl, (97%), MeSnCl; (97%),
Pr;SnCI1(98 %) (PeMgBr) Aldrich ,

(2) Chrompack CP9001 , on-
column , 300mL/min

0.5mm, 2mm 4mm)
6mm, 70mm s
10mm, 150mm
(3) . HP-1,
25m, 0. 32mm , 0. 17ym .
1) ISOkPHO
120°C, : 80mL/min, 170mL/min,
40°C, 1lmin, 8°C /min 250°C
1min, . PF-1042, : 394nm,

: Chrompack PCI 5.0

RS-232C

o
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(4 200mlL
100mL ) )
pH5. 0, 1mL Imol/L DDC 10mL s
Smin, ) 10mL ,
10mL s s
. 10mL 200l )
2min o ImL
2mol/L PeMgBr, o
S5min 5mL 0. 5mol/L
s , 5cm;
1pl, 5-2 .

[RSnCl,,, R=FIEE, T3, EH% o<n<d |

AT RS R ER & — fiF pHS.0

I ImL Imol/L NaDDCH]10mLIE Xz

[ [RSnDDC,,, R=FIZE, TH W% o=n<4 |

TEEEAET. M200uLEEs. 155

OImLRE g Iz 77 (PeMgBr, 2mol/L)

RSnPe,_,, R=FIE | TH W EHZ%, o<n<4
fugEaitie

GC-FPD fl|5¢

5-2

4. e



@y

101/Chromosorb G (

GC-9A

o
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) OV-

0.13~0.15mm); WFX-1F2B

(99.0%); (98.6%); ;
(99.4%); ; ; o
M and T
(2) : 80  220°C, 40°C /min
s 220°C, , 80mL/min,
C D, 8mA, 286. 3nm,
0. Zmm, 1L,
20V, 65V, 20mL/min,
(3 1mL
(5%0) ; 20mL.,  2mL
s 15min ( ), 1pL

GC-AAS o

5. - -

[65]

(D (100~200mL) ,
HNO; , N, (30cm , 0.6cm
U 15cm) o

. WPX-ID .

(2) Sn(V) : 1000mg/L, 0.0lmg/L

10 % HCI o
(97%) .
(>97%) (>98%) (95%0)
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(>98%) (>95%),
(1000mg/L) 10% HCI ,
. 10% HCI i
(4%): NaBH, 1% NaOH ;
La(NO;), a
6.
[667
(MMT), (DMT),
(TMT), (MBT) . (DBT),
(TBD o
o 0.81~2.30ng Sn, 0.4L
2.0~5.8ng Sn/L, (6ng Sn)
9.29%.,
(D 1mg Sn/mL 6
5% 10% .
. o 4% :
0.4% . 6mol./L . Chromosorb G AW-
DMCS (45~60 ) Oov-101,
(2) ) )
4 , ; PTFE
, 150mL, (Ny) N
KBH, ; , 2.5mm PTFE
5 ; 5 . 100cm 6mm PTFE
, 12.5¢ 3% OV-101 Chromosorb GAW-
DMCS , ; s 3

WYX-405A
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b

: N, 260mL/min, H, 590mL/min, O,

(3
26mlL./min, 95°C (34V), 0.33°C/
s 0.57°C/s, 850°C, Sn SmA,
286. 3nm, . 0. 10mm, 5,
10mm,/ min,
(1) , 50mL  100mL
R 6mol/L , pH 1.3, o
6mL 4% KBH, . N,
6min, . N, s
) 15V, TMT
50V, TBT oV,
6 o o
7. - -NaBEt, -
[67]
y NaBEt, o N
, / .
(D
@ GC-AES 5890 I ,
HP-1 , HP 5921A
., GC KAS503 (PTV) o
@ GC-AAS PE 2380
(QFAAS) ; RSL-150 Varian 3700
HP-1 HP-5890 I
o GC,
. PTV
(2) ) o

Milli-Q o

(2mol/L
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) . 0.3% . 2.25¢g
(NaDDTC)
. 20mL 0. 5mol/L s
10mL 5min DDTC . 13. 6¢g
1L , pH
(pH5; 0. 1mol/L), / (1/D ,
0.05%0
(3) lg . 2mL HCl (32%)
8mL . 25mL 0.05%
/ (1/D, 1h,
3000r/min Smin, s
. 0. 5mL Pe;SnEt , 1mL
NaBEt, 50mL .
Smin, ) / o
Scm o
o ) ImL
(4) Peelman
o Van Veen o N
, o 50°C
—20°C o
8.
[68]
(D ,
50mL . (A301 >
2.45GHz , 200W,
TX32 . 10W 20W
200W, ¢ 99min) 1min .
610nm GC 14A
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(2) s Milli-Q
(0. 33mol/L), (NaBEt,) ;
(0. 01mol/L) ; 0. 01mol/L
(Bu, NHSO,) (100mL 3.39g)  25g Na, SO, :
20mL Bu,NHSO, , s o
1L 32g NaCl, 1l4g MgSO, « 7H,O 0.1g

o : BuSnCl;, Bu,SnCl,, Bu;SnCl,
PhSnCl;, Ph,SnCl,, Ph;SnCl Pr;SnCl, OcSnCl;, Oc,SnCl,,

DoSnCl;, Do,SnCl, (  Sn 0.5mg/mL),
. 0. 25pg/mL R
(3 0.1~1.0g
, 10mL 0. 5mol/L , ,
7T0W, 3min, , 100mL,
4 100mL
. 100pL ImL . s
lcm 30min, .
o . 10mL
50mL , , 0. 1mL ImL
. T0W (35% )
3min, s -
(GC-FPD) o
(5) 300pL. 2- 300pL
° (O. 1g) ° )
2~3mL GC .,
(6) : o

1L, : Chrompack CP-S[I-8CB, 25mX0. 25mmX0. 41pm,
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. 0.25MPa ( . 2.5X107°Pa), 60°C
2min, 15°C /min, 280°C 6min; , H,
0.1MPa ( . 1X107°Pa), 0. 08MPa (
0.8X107°Pa), H, 60mL/min, 280°C,
Cd’ [[ B ?
+ 2 i “ ”
+2
Cd Cd
o Cd
, . N . Cd s
Cd
Cd9 pH ’
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Cd o
o s Cd
Cd Cd
( ) ,
. Cd , o
Cd ; o
1 [69
@) N SpectrAA-220Z ,
4500 . 1000pg/mL . . . . L.
; 1000pg/mL PdCL (0. 2% HNO,) ; ;
(SDS); 0. 1mol/L NaHCO;-NaOH (pHI1D),

(2)
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@) —40°C )
) ) 3,
@ 4 0. 2000g
PTFE s 1+D ( )3ml, s
4min , 50mlL,
(©) 4
0.1000g, pH11  NaHCO,-NaOH-+1%SDS 1mL,
12h, Img/mL 10uL, 50°C
2h 3000r/min 15min, .
o S5mlL,
(3 )
2. ’ O (7ol
(D )
R s 10d, o
(2)
@) GBC932AA ) NN
o . 320-SpH ;5 SZ-93
@) Zn. Mg, Mn, Ca., Sn, Fe, Cu., Cr, Cd. Pb
, HNO, (AR), HCIO,(GR), NH; « H,O(AR),
(GR), o
(3) Cd R 3. 0mA,
228. 8nm, 0. 5nm, 1.5L/min,
7.5L/min; , ,
3s,
€Y) 10004g/ mL (10

) 0.25mL. 0.5mL, 0.75mL. 1mL,
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50mlL, 5mg/L., 10mg/L. 15mg/L., 20mg/L
) Zn, Cu, Cd 10
0.5mg/L., 1mg/L. 2mg/L., 3mg/L ,
(FAAS ) 10 ) o
(5
©) . 100g, 50g,
800mL s 100mL, ,
1h, , , 100mL,
@) 50g,
. 100g, 800mlL , HNO, + HCIO, =
4+1 ( 100mL, , 50mL
) , )
100mL (
250mL), FAAS o
® 25mL (IR N )
100mL ., FAAS o
@ 6
25mL, 3 , 1mol/L pH
s , 2. 5mlL,
30min, 2 o
s 100mL ( , 250mL),
FAAS )
3.
[7174]
, . AAS

, AAS
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7 PE-2100
HY-4
(1
100 , o
(2)
, ) 20mL
s 2~10mL,
1% HNO; ; 50mL
20mL 50mL , 2mL
, 0.2¢g , )
1~2min, , o
(3)
5. 0000g, 2mol/L MgCl, (pH7)
25°C 2h )
€Y
Na, P, O; +2mol/L. Na,SO, (pH9.5)
2h )
(5)
NaAc-HAc (pH5.0) 50mlL,
(6)
NH,OH « HCI (pH2.0) 50mlL,
30min ,
D)
10mL H, O, , 85°C
R 4mol/ 1. MgCl,

(8

. LD4-2A

5.0000g 150mL

, 2mL 2mol/L

10mL MIBK,
20mL,
R 50mL 0. Imol/L
s 25°C
’ lmol/L
25°C 6h
, 0. 1mol/L
25°C
( )
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4. [75]
PRINCE/LAUER LABS ,
, UV/VIS-VWL1000
486DX2 s STAR o
pu-Autolab, GPES 3.1
$7pm . Narishige (MN-151)
s Nikon SMZ-2T
(X312) Fiberoptic-Heim AG LQ1600/
GL11/2 o
20pm, 60~80cm o
s Fluka, Merck, Aldrich,
Cd- o
( ) ( ). s
KNO;, ;

5. - [76]
(1) AF-610A :
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LC10ADvp

(2)
Cd2+
. 20pL

3. 0mL/min)

HCI (
3. 0mL/min)

+5, +6 +7

HPLC AFS

1. OmL/min) ,

o

’

20mmol/L
5% () °
(
(HG),

+2, +3. +4.
). T4 (



Mn
(D
)
®

HCIO, . HCI

o

(2)
@

5mL HCIO,-HNO;

b

Zn. Mn
279.5;
Mn,

Mn,

5.
)

’ 201’1’114 N

' h263

b

[77,78] [79]

[83]

o

. D101

Perkin-Elmer AAS 3100, 751G

),

[80] [81]

[79]
Fe, Cu. Zn.

o

0.45pm s Dio . HNO; .
, s 85~95C
20 , o
0.5g s
(51 1% HNO;
, AAS Fe, Cu,
o (nm): Cu, 213.9; Zn, 324.7; Fe,
248. 3, (mA): Cu, 5; Zn, 3; Fe, 4;
3 o
3.0g
100°C 1h,



264 i

o , ) 25mlL,
. 2. 0mL @ . o
©) (
Imol/L HNO; ) ) o
@® . .
@
Do ,
HNO, o
( ) , AAS .
, 30mL o
: 2. 0mL Do (8cm X 0. 8cm
L.d) 1% HNO, 80mL 5mL/min , ,
, , o 30mL
0.45pm o
) LSA-10 )
CCl, HCI o (FAAS)
(D WYX-402 ,
: 279. Tnm, 4mA,
2mm, C,H, 0.10m*/h, 0.40m*/h; HY-A4
; 0.45pum ; LSA-10 ; Cu., Mn., Fe. Zn
(1. 0g/L); HNO,, HCIO,, HCI ( )
(2)
@ 60~65C
, o 1. 0g, 16mL

HNO, 4mL HCIO,, ,



' h265

) ’ 251’1’1140
s HCI . 1
, FAAS o
©)

. 0.45um .
® HCI NaOH pH
3.0, 2mL/min LSA-10 (

24h, s )
0 ° ZSmL
@ CCl,  2mol/L HCI
., CCl, , HCI
3.
[81.82]
0. 4pm . 401 . Amberlite XAD-2
N , AES
(D WSP-1 ; WPF-2
s Zeiss MD-100 ; PC-1500
; 0.45pm ; PSH-2 5 401
($0. 76mm X 7cm) Amberlite XAD-2
(0. 76mm X 8cm) ; - : NaF KH, PO,
1. 5mg, Bi 25pg.
(2)
@ 4.0~5.0g
. 20min. 40min, . N

( : =3:1) ’
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(1 : l) ’ ° Fe\
Cu., Mn. Zn o s o
@ 0. 45m
( lmOI/L HNOg ) ’ ’ °
©)
pH 6 1. 5mL/min 401
s 20mL . 2mol/L 40mlL.  4~5
. D) Fe\ CU\
Mn., Zn s
@ _
pH 4.5 7mL/min  XAD-2
, 1% HNO, 35mL , )
s , Fe., Cu. Mn. Zn R
- (1:1:1 ) 40mL
4. [84]
0. 45‘um °
. 0.22pm, 0.15um 50000,
10000 0
(D WYX-402 R
, , 279. 7nm, 4mA,
1lmm, 0.10m*/h, 0.40m*/h,
H 0. 45‘um H 0. 22‘um H 0. 15;1111 H
50000(6. 6nm) . 10000(3. 8nm) ; Mn, Mg, K

(1. 0g/L); HNO,, HCI ( )

o



(2)
60~65°C ,
20mL. HNO;,
L
13g,
( 3cm ),
40min,
, 20min, ,
20mL .
, 0. 22pm )
20mL ( D)
, 100mL.,
100mlL., 20mL (
s 10000
100mlL., 20mL ( 4)
) I,
(I (N,
(VDo

' _267

o 1. 0g

, 50mL
H, O, .
, 100mlL.,
0.45pm
100mlL.,
0. 15pm
20mlL. ( 2)
50000 ,
3)
(I,
. (V)
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5. ( ) [as
(1 .
, ; 8 :
40, 40~60 , 60~80 ., 80~100 , 100~120 , 120~
200, 200~300 300
(2) .
2mol/L 48h . LD5-10 . .
7-8000 SHA- .
(3) Tessier R
Mn., Co. Ni o 0
) 10. 0000g, .
80mL 2h, (25°C)H,
) 80mL MgCl, (1mol/L)
. 2h (25°C), .
©) 80mL NaAc (1mol/L),

HAc (6mol/L)

o

pH 5, 5h[(25+2)C 7,

@ 80mL NH,OH - HCI
(0.4mol/L  25% HAc ), 4h[(90+2)C],
©) R 3mL HNO,
(0. 02mol/L), 50mL 30% H,0,, HNO, pH 2 ,
1. 5h[ (83+t2>)C], 30mL 30% H,0,, HNO,
pH 2 1h[ (83+2)°C7, ,

90mL NH,Ac (1.5mol/L,

(4)

O- 02m01/14 HN()z )9 9- 5h,

o
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279. 6nm, 0. 4nm, 7.5mA, 9.5L/min,
1. 6kg/cm?, 0. 30kg/cm?, 7. 5mm,
2. 3L/min, 0.008ug/mL,
6. [86]
(D AA-670 ; GFA-
4A ; LaZr ( ); HY-4
; pHS-3C pH ; CS501 (
), NaAc-HAc (pH5.0); (1g/
ml); s o
(2) 279. 5nm,
1. 3nm, o : 80-
120°C 30s, 800°C 30s, 2700°C 7s, 2800°C 3s,
(3 HCIO,-
HNO,-HF , o
) HNO, NaOH ,
, pH 16 , .
D
D 10mL , 1. 0000g .
100 , 10mlL.,
2h 2000r/min 20min,
, pH 10mL , o
@
pH7.0  1.0mol/L 10mL,
5h 20001/ min 20min, R
pH 10mL , o
©)
pH5. 0 NaAc-HAc 10mlL,
6h 20001/ min 20min, pH
10mL s o
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, 0.10mol/L.  Na,P,0;, 10mL,
20h, pH 10mL
G -
, pH2.0 0. Imol/LL NH,OH - HCI
10mL, 95°C 6h, 20min
Z2min, , ,
, 85°C  95C ,
. , pH
100mL ) 0
® -
, , 50mL
, 120°C , pH2.0
H,0, 5ml., 0.02mol/L.L. HNO,;3mlL, 85°C
2h pH2. 0H,O,3mL, 2h
o s 15min s
40min ) )
) ) . , 2mol/L
Mg (NOy), (  20% HNO,) 10mlL,
30min, , pH 250mL

; 8%,
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b o

: (A" ), [AIOH*" |
AICOH), . AICOH),, AI(OH), ], (AIF*" | AIF, .
AlF,) | (ALI-SO, )
(Al-Org) (Al-Poly) . pH
AP, AIOH?®  AI(OH), . Al-Poly ,
Al-F Al-Org .

. /
pH mg/L ;
’ : pH<4

Al ; pH4 ~ 6 AICOH)*" |
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AlCOH), . AIF*" | AIF, . AISO, .

; pH>5 AlCOH), , pHS
. Al
( s )
, , a9
1 S [99
) Al-CAS( S)-OP
D 41(18-/14 Alo N
(D) PU-8800 ; Beckman ®71
; ( 0.7cm, 10em),
AICID : p(AD=1g/L, KAl (SO,),
«12H,0 ’ p(AD =1mg/L
H 732 ’
3mol/L HCl 0. 5mol/L NaOH , ,
’ 9 5. SCm; S
(CAS) : p(CAS)=1g/L, (50:50%) ; OP
(p=0.3%) ; ; ; EDTA ;
HAc-NH, Ac pH7 ( 300g NH, Ac s
1L , 7mL R NH, « H,O HAc

pH?) .,
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(2) 0. 5mol/L NaOH
) o ALCID
pH ( .
) , 1mL/min , CAS
(3) CAS 0. 0.2pg, -+, 10pg
AlCID) 25mL s ImL 10g/L
, 1 1g/L , 0. 5mol/LL NaOH
, 0. 5mol/L HCI
0. 5mL, 1. 50mL. CAS , ImL OP , SmL HAc-
NH, Ac ( ) 25mL
, 30min lem 610nm
D
@ 1. 000g
s 600°C 1h, s
, 4mL HNO; s 2mL R ImlL,
HCIO, , 1mIL HCI , 250mL.
) CAS .
©) 1. 000g, 200mL
20min ( 2~3 ), ,
200mL 20min, s 100mL
20min, , (500mL), o
® 5~10mL s
1~2mlL., 4ml.  HNO;,
) ImL HNO, , 1.5mlL HCI  HNO;, o
HCI , , , 25mL )
CAS o
@ 0. 45m
, 5~10mL , ©) o



274 |

@ 15mL O. 45;1m
, 1mL/min Na ,
( ) s lOmL N
. ©OR
©®
@ ,
. 0. 5mol/L NaOH (
), 3mol/L HCI , 0. 5mol/L NaOH
Na ‘ 1) °
(5) 5-3 .
AREEBIT 0.4 muEfs
i e |
i | }
ZHET TERLME | | Bk EpHL~2, HEIh
L ZHIE B | | IS | | DLEME BIE R
WhISER
| i )
‘ﬁmﬁ‘f\%ﬁ ‘ ‘ TSR GEIOTRIRE: . B LY RS SILYAE)
5-3
2 S [100]
S
(D 752 s 722
; pHS-2C pH ; O. 45‘um .
732 Na : ’
3mol/L HCI 0. 5mol/L NaOH ,
s 50mlL . 10cm, lem,
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: KAI(SO,), « 12H,0 p(Al" ) =
1. 0g/L , 2. 0mg/L ; S
: o(CAS)=0.5g/L ; . 400g/L
; 20g/L ( ); lg/L
C o=20% ) H,SO, HNO;,
(2) )

5-4, 2~3mlL/min,

JFRERTE L 0.45 umyEREL U8

}
TER L. |732Nal BRS 52 Hhi B
FERRIS L,

| CAS JUEHIIE |
| | | | !
A B C D E
i | o) (mendkin] | | [EaeaL

5-4

@) , 2mL HNO; ,
1~2mL , 0. 5mL H,SO,,
) , 5ml 6mol/L. HCI ,
) , CAS .
@ CAS 25mL ,
2 , NH, - H,O )
0. 6mol/L HCI R 1mL 0. 6mol/L
HCI, ImL , 2min, 2mL CAS s
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2mL s s s 5~ 10min
, 552nm o
® (UVA) lem .
, 254nm 365nm
Agsy Asgs s Avy =Ass — Asgs (
, 254nm
y 365nm )
(SS) UVA,;, (r 0.990), , UVAy;
UVA,;, , UV Ay o
3. R-
[101,102]
Lron] R(EBBR) -
LAL
LAL] . (Al ],
[AL] — [AL] LALJ. [Alt]l — [AL]
[AL], Al .
pHS. 0 0. 5mol/L KCIl+0. Imol/L
Na, B, O, , EBBR E,=—0.60V,

D Epz =—1. OSV,

5X 1077 ~7X107°

mol/L, 2X10 "mol/L, 5X10 *mol/L Al
4.6% (n=10),
( ) s
(D ( )
( , ) )
2mol/L NaAc-HAc
30min, dE/d (+E ) . SR-8
( X=0.5V/ecm, Y=5mV/cm); PXD-12
. 79-1 . CS501 .
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@25+xDC,
0. 5mol/L KCI+0. 1mol/L Na,B,0O; (pHS8.0)
Na, B, O, KCI , ,
0. 5mol/L HCI pH 8.0, 250mL ,
; 0.0lmol/L R. 0.4164g R
100mL; 0.0lmol/L . 0.06748g
s 1:1 HCI , 250mL )
(2) Al 100mL
s 10mL 0.0lmol/L R s
(pHS8. 0) . 25mL ) ,
dE/d (rE ) )
(3 ,
D pHI1 [Alr];
® : 0. 45um .
LALT;
® : 1: 1 HNO;,
pH 1, 24h, [AlL 1.
[AL] = [AL] — [AL]
[AL] = [Al:] — [AL]
R- )
[108) glon) (1053 _ 1/
[106] . [107] . [108] .
[109.110] .
4. 8-

[111.112]

/ -8- (8-Ox-CF-EF)
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(D) P-E LS-50B ; Varian AA-475
, Varian GTA-95 ; Beckman 900 TOC
; Orion-1 pH ; 0.45um R
: Na 732 ( 1.0 ~
3. 0mm) , 10. 4cm X
$(0. 7cm) . Al
2. 26mmol, (107% ~
10 °mol/L ), 100mL,
107 "~10 *mol .
(2) 732
) 2ml./min, , 10mL
( )
, 5mL NH, « H,O-NH, Ac (1mol/
L, pH6.8), 2mL 2% 8-Ox-1mol/L , 6mol/L
pH 8.5, 50mL (
15s), 50mL s )
. 10mL 1mol/L HCl-1mol/L NaCl
; [AL]  [ALL
S. ICP-AES
[113]
ICP-AES /
(D WPG-100 1m ,
1200  /mm, 290nm; 2kW )
1. 1kW; , ,
; HL-2 ; Mettler Toledo 320-S pH
(2) Al (1. 000g/1) :
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1. 7570g KAI(SO,), « 12H,O(AR) ,
100mL; (1. 48 X 10 ?mol/L);
(1. 48X 10 *mol/L); (1. 48X 10 *mol/L);
(1.48 X 107> mol/L); Na,EDTA
(1. 48X 10 *mol/L); N H
(3) (LMW-AD
LMW-Al ,
LMW-AI . 0. 4mL (1. 000g/L)
( ) (1.48 X
10 *mol/L), , pH 6.0,
100mL, , o AIFEDTA 80°C
24h, Al EDTA o
1) 100mg ,
PTFE (20mm X 4. Omm i. d. ) , ,
: I, : pHS. 0
0. lmol/LL. NH,Cl s o
(5) 10mL pH .
pH6.0 0. 1mol/L NH,CI ; )
1. Omol/L HCI ; .
ICP-AES , o
6. -
[114]
8- (8-Q-G) Amerlite
XAD-2 (XAD-2) -
, 8-

(D PE4100ZL PE
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FIAS 200 , HCI 30mA,
309. 3nm, 0. 7nm, 1200°C,
2350°C,
Pierce 8-Q-G s Merck XAD-2
80120 ; P-E ,
; Merck Al ; ;
HNO,; 18MQ/cm ; .
(2) )
. 0. 30g , 25mL ,
, s Smin, s
30. 30g+ o s 10g/L o s
, 40h,
., 0.45um .
(3
o o 8-Q-G ,
0.5mL, 10% HNO, ; XAD-2 ,
1. OmL, o
. Al
7. Al-Ferron Lisd
(D NaOH : NaOH
) 1L , . HCI :
HCI, 1L , . Al :
0.0675g¢ Al ( 99.99%),  50mL 1:1 HCI .
250ml., 0. 0lmol/L s
50mL 0. 0lmol/L Al , 500mL,
10 *mol/L Al .

(2) Al-Ferron



@D A(0. 2% Ferron ) 800mL
2.0g Ferron , 1L
, . ; B
(20% NaAc ). 50g NaAc R
250mL 3 C(:9 ) 100mL
) 1L ;
Ferron : 2.5:2:1 A, B. C
® Al-Ferron Ferron
5.5mL 6 , Al 0, 0.5mL,
1.0mL, 1.5mL, 2.0mL, 2.5mL .
25mlL, o lem ,
366nm DU-650 (Beckman) )
(3) EDTA 1mol/L
AICL; « 6H,0 ( ) )
100mL , s
0. 5mol/1. NaOH B ( )
50mL . s
24h, .
(4 Al-Ferron .
5. omL Ferron 50mL ,
, s 366nm DU-650
(Beckman) , Imin
) 120min,
8. PCV Ferron
[116]
@)

@ PCV 0.0375%
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, 0.1% - . 30%
, , Amberlite IR-120
@ Ferron
Ferron- , 0. 2% Ferron L 0.01%
. 35% . 10% o
(2) ( 5.4)
O PCV 24h,
4 10min ;
@ Ferron
Ferron ,
1120min, Beckman DU-650
9. [117]
KCl., NH,Ac. HCI NaOH
s R 0
(D 4
@D 1mol/L KCI 0. 200g ,
10. OmL , 30min 5000r/min
15min, , o
@ 1mol/L NH, Ac , 10. OmL
© 1mol/L HCI , 10. OmL ,

@ 0. 5mol/LL NaOH , 10. OmL

b o
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(2)
@ 0.050g R(ECR) 0.180g
(CTA) , 0. Imol/LL HAc-
NaAc 100mL R 1. Ommol/L ECR +
5. 0mmol/L CTA , ECR, 1. Ommol/L
ECR ( Al ) o
@) (0.1%) 0.050g , 50mL
, 0. 01mol/L H,SO, . o
® 68g NaAc « 3H,0, ,
20mL Imol/L HAc, 500mL., pH
6,
@ ECR-CTA 25mL 10mL
(0, 0.5pgs> 1.0pg, 1.5pg, 2.0pg, 2.5pg AI'"),
0.5mL (0.1%), ; .
50mL s s 2.5mL , ,
15min 582nm, lcm , , o
y=17.185x — 0.124, r
=0. 9986,
®) 1mol/L KCIl, Imol/L NH,Ac
s 5. 00mL 50mL R
1mol/L HCI, 0.5mol/L NaOH R 2.00mL
, 35mL, 0. 5mol/L NaOH, 1mol/L. HCI
pH 3 ; 50mL s o
) ECR-CTA  ECR
o 4 93%~98% .

Sb, +3 +5
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Sb N N
: Sb(0)=>Sb(Ill)>Sb(V),
o SbCID Sb(V) 10 ,
1) o 531)2 ()3
) (
1. -
[119]
pH2 . (CCTS)  Sh()-

(APDC)  Sb(V)-APDC

Sb(CIT)  SbCV)
(HGAAS)

Sh(V) . 0~50pug/L
A=0.0122¢40. 0255, 60ng/L,
2.1%5.6%,

(1D 180-80
; DF-801

b

Sb(CID
HCI 1.0g/L; Sb (V)

KMnO, SbCIlH ; KBH, (10g/L) .

0.25g KOH(AR), 1lg KBH,,

[118]

96% 98%.,

Sb CIll

95%107 %,

pH/mV
Sb, O,
H, SO,
100mL
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; APDC (5g/L); ;

3 o

(2) - Sb (I
217. 6nm, 1. 3nm, 10mA, 9L/min,

1L/min, o
2mol/L; 10g/L KBH, 2mL, Os; 10s;

30s; (Ar) 0.5L/min,

(3 CCTS : 6.0g CTS
320mL 1% s s
6mlL . 50mL 5%  NaOH,
18h, s , s

, s , , 9 (200 ) .

Sb : 0.5mL.  APDC, pH

2, 10mg CCTS, 40min, )
pH2 CCTS \ s 5ml. HAc-
NaAc SbC[l). SbCV)

+ Sb(V) SbCIl) 2mol/L .
2. HG-AFS
| v
HG-AFS

SbCM) SbCV), SbCM) Sb(V) (36)
0.11lng/mL  0.08ng/mL, (RSD, n=11)
3.1%  5.0%, 87.8%~112.2% .

(D AF-610 ,

280V, 60mA | 30mA;
; JTY-1B ( ); KS
; 80-2B .

(2) Sb (Il 100pg/mL:

0.01191g Sh, O, 10mL , 100mL

, 4°C ; 100ng/mL Sb(ll) SbCIID
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) o Sb(V) 100pg/
mL. 0.02091g Na,SbO,, 10mL ,
100mL , , 4°C ; 100ng/mL Sb(V)
Sh (V) ; . 1%
NaBH, . 5.00g NaBH, 500mL 0.5% NaOH
. 0.5mol/L . 3.753g 50mL
. 50% . 5% . 5% HCI . 15%
HNO; o , 3 717
( ) 60~ 80
cr , (
300pL) .,
(3) 0, 0.5mL., 1.0mL,
1.5mL, 2.0mL, 100ng/mL Sb(Il) Sb(V) 10mL
. SbCID 1mL 0. 5mol/L s
s s ° Y=
85.08x—12. 2, 0.9923; Sb(V) 3mL
HCL, ImL 5% ImL 5% . .
. y=109. 61x+11. 24,
0.9992,
(4) 1. 0000g
10mL s 10mL s
2h, 3000r/min 30min,
25mL s s o 10mL s
SbCIl)  Sb(V), 5mL )
1mL 0.5moL/L , , HG-AFS
SbCIl . 15% HNO; Sb(V), ImlL,
3mL . ImL 5% ImL 5% ) .
40min, HG-AFS Sb(V) .
3. - [121]

0. 2mol/L s
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Sb(V) NaBH, )
) (HG-AFS)
SbCD) ; Sb(V) 5g/L L-
SbCll) Sh,
SbCV). Sb(D Sb 0.11pg/L  0.09pg/L,
(RSD, n=11) 5.4% 6.1%,
82.5%~101.9%.,
(D AFS-610 ,
217. 6nm, 300mV, 60mA , 400mL/min,
10s, 90r/minj; ; ;
(2) SbCI 100mg/L; 0.01197g
Sb, O , lomL  HCI, 100mL )
, 4°C 3 100pug/L ShCIID Sb (Il
s . Sh(V) 100mg/L:
0.02091g Na;SbO, , 10mL HCI, 100mL
, , 4°C ; 100pg/L Sb(V) Sb(V)
) . 10g/L NaBH,
5. 00g NaBH, 500mL 5g/L. NaOH ; 0.5mol/L
3.753g 50mL ; 0.6mol/L HCI ;
20g/L L- . .
(3) 1. 00g 10mL
R 4mL 0. 5mol/L 6mlL .
2h, 4000r/min
30min, , SbCIl)  Sb(V),
(4) 2.5mL 10mL
, , HG-AFS SbCll)

2.5mL 20g/L L- . .
25min,  Sh(V) Sh(llD .
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(5) 0.00, 0.50mL. 1.00mL.
1.50mL, 2.00mL 100p.g/L Sb(ID 100pg/L Sb(V)
10mL o SbCI)
1. 0mL 0. 5mol/L , .
14. 48, 0.9991, Sb(V)
1. 0mL 0. 5mol/L 2.5mL 20g/L.  L- .
R 25min, Sb(V) SbCIll)
y=122.32x—58. 34, 0.9978, Sb(V)
(Ge) ) ’
’ B’ ( ’132)9
, R -132

( )’ _132
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Ge-132
1.
[122124]
, Amax —000nm s
(D ; o
(2) : 100. Omg.,
10mL. 1g. ,
) ) , 6mol/L
, 100mL , 1. 000mg/
mL, 0. Imol/L 10. Opg/mL,
0.03% : 30mg,
85mL 95% 5mL (1+6) ,
, 100mL, 0.5% . g 200mL
) ) 4°C
3 25mL , 0~20pg,
2.5ml., 2.5ml., 15mL,
8. 0mlL., . 25~
30°C 0.5h ( 25~30°C )
, 505nm

(4 ( )
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s s 1I1’1L9
11’1’114 . ’ ’
6mol/L , , s
(5) s
2. [125.126]
(CTMAB) s
505nm .
[125]
(L 3 3
721 R
@ I (Img/mL) 0.1000g 100mL
, 5mL 25% NH, » H,0O, 4mL 30% H,0,, ,
1) . 4mL 30% H2 ()Z .
o (GeO,), 7mL 1mol/L NaOH,
) ’ 1001]’1140
@ Il (10pg/g) ImL I,

100mL,
® 0.04% 0.1000g 55mlL



' h291

8mol/L HCI 200mL R .
@ 2% . 0.2% CTMAB 0. 2mol/L
- (pH4~5),
(2)
) ,
s 505nm (A) (o) , 40pug/g
, c-A o
@ .
70~80°C , 68.8%
, 3.2¢g lg , o
0.1000g, 3mL s ,
Ge(SO,),, 12mL H,0,, ,
Ge(SO,), GeO, , NaOH o
S5min, GeO, , HCI .
. 25mlL, 3mL o
B, ,
B/(0.1X3X3.2/25),
® 1. 0000g 50mL )
30min., , 25mL, 3mL
o D,
, : D/(0.1X3X3.2/25),
3. - Ge-132
[127]
(D PM-7 ; :
1. 4408g GeO, ( ) , ,

1000mL ; , ( 1mL lmg
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Ge), (1+99) , ImL=10pg Ge
;3 0.04% i 0.25% PVA ( 1000 ~
2000)
(2) Ge 50mL ,
5mL 0. 25%PVA \ 4. 0mL .
, , , lem .
, 510nm .
(3) 0. 5pg. 10pg. 15pug, .
80ug 50mL , (2) . 510nm
, lem , s
. 0~50pg/50mL .
(4) 10 ,
3 (3S) ,
0.0004% ,
(5) Ge-132
. Ge 0.105%;
Ge=0.0018%, )
10pg . . Ge-132
4. (Ge-132)
[128]
s s 508nm
(1) 721 ; o
(2) (AR) 9mol/L ; (AR)

10g/L H (AR) Zg/L H
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0. 0002mol/L . 0. 05g
R 25mL 12mol/L , 37mL 20mL
, 250mL ,
) ; : 105°C
(GeO, =>99.99%)0. 1441¢g .
lg, , s ,
500mL, , Ge 200pg/mlL,
Ge 10pg/mL,
(3 0.5, 1.0, 1.5, 2.0, 2.5mL
s 25mL R
0. 5mL 9mol/L , 2.5mL 10g/L , 2min 10mL
2g/L ; 5g/L ; 5mL
’ , s 40min
, 508nm (
0. 5cm ) ( 1pg/25ml,
3pg/25mL. 5pg/25mL, 10pg/25mL. 15pg/25mL) .
y=0.038x=£0. 01, 0. 99963,
€Y) 0. 1g( 0.0002g)
(Ge-132) s , 100mL ,
, o 2mL 25mlL ,
S.
[129]
Ge-132 s
(D) 721 ; (5pg/mL,
99.9999%  GeO, )5 0.05% ; 1%
; 10% (Vo) ; Ge-132 ,
, IR o
(2) 5g Ge-132 50mlL
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HCI (  GB-8207-87
5mL

20min

Ge-132

(3

, 10mL 1%

10mL 0. 05%

20min, 510nm

4

’

10min, 50°C
100mL ,
( ),
1.5~2 HCI,
10. 00mL 100mL

, 10mL HCI,

. 2mL 10% Ve .

721 lem

0,0.50mL, 1. 00mL. 1. 50mL,

2.00mL. 2. 50mL. 3. 00mL. 3. 50mL. 4. 00mL. 4. 50mlL . 5. 00mlL .

6. 00mL 5pg/mL

’ ’

9 b

0. 1695A(r=0. 998, A
6. -

[130]

-132
(HG-AFS).,
) .
(D CX-250
(2) e
95°C

b ’

500ng/mL

100mL , 10mL
c=2.2045 X 107" +
s C ’ Flgg//IIlll) °
(HG-AFS)

( Ge'™"
-132 ( Do
3 LD4-2 o
[ (GeCH,CH,COOH), O, ]
2.5h -132 0. 2338g,
100mL ,
lmg . ,

o (AR). KBH,



(8g/L,2g/LL. KOH )
(3)
@
@
5. 0mL.( 5mL
3 , 5mL
©)
s 6mL
0. 5h,
2000~3000r/min
25mL ,
o -132
7.
(DHB) ,

b

(vs. AgCl/Ag), Ge-132
’ Ge(N)

' h295

1.0~
5mL) 100mL s
251’1’114 1) o
o -132
0. 25¢g 100mL
’ 10mL N
10 ~15min, 3ml,
2. 5mL . bmL V4 s
o 2
[131]
pH 1. 30 H,SO, 3,4-
(Ge-132) Ge(IV)
E, = —0.62V E, = —0.47V

2.6X107°~3.1X10"*mol/L

3.1X10 7 ~2.1X10 "mol/L

R Ge-132 Ge
(I, Ge-132  Ge(l\) o
(D PAR-370 ;
. AgCl/Ag ; .
Ge-132 0.0850g Ge-132, ,
250mL , 1. 002X 10*mol/L,
0.1898g, 5ml. H,0, 5mL,

30 1. Omol/L. NaOH R
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4mol/L HCI , 25mL
y 0.1045mol/L, 3,4- (DHB)
0.6907g DHB. . 100mL
s , DHB 5.00X 10 *mol/L,
(2) 1. 0mL 1. 8mol/L H,SO,, 2.5mL 5.0 X
10" ?mol/L DHB, Ge-132 Ge(I\) 25mL
s , , ’ N, 10min
» Ge(lV)  Ge-132
E,=—0.47V E,=—0.62V (vs. Ag/AgCD), 50mV,
5mV/s, —0. 3V, 0.0V —0.75V,
(3) Ge-132  Ge(IV)
, Ge-132  Ge(IV)
, Ge-132 2.6X10°~3.1X10 *mol/L
, : y=7.37+6.08 X10"x,
0.991; Ge(l\N) 3.1X10°~2.1X10 "mol/L
, : y=13.09+1.27 X 10°x,
0. 980,
(4 ;
8. ICDP [1s2]
(ICP)
, , 1CP
, ICP ,
6mol/L
) ICP , 10mg ,

0.015% , 5% ~9%,
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(D 14 25mL
. . . 1ICP : Jarrell
Ash Atomscan 2000 , 2500RF
, 27.12MHz,
: 0.1000g, 10mL 0.5g
NaOH, H,O,, . H,O,,
, HCI . 1%
100mL, 1.38 X 10 * mol/L (1. 000mg/mL) ,
1% HCI 2.65X10 *mol/L(20pug/mL), o
(2) )
5.0mL, (5. 0mL) s
6mol/L, 10mlL., )
25mL )
(3) ICP ICP : ;
16L/min, 1L/min, ; 0. 7L/min;
1. 0kW, R 1. 0mL/min, ;
Ge 265.118nm; 15mm;
0. 5s; 1. 38X 10°mol/L(100ugGe/mL) ,
1. 2mol/L .
1ICP ,
9. o ICP L
A-2 (Ge-132)
(GeOy) ) )
0.4pg/mL, 95% . o
(D . 0.01mol/L( Do
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100pg/ml.( ) . PS6
o : 199.89nm, RF : 1000W,
14mm, 0. 3L/min, 0. 7L/min.,
(2) , 5.0pg/mL  20pg/mL,
0. 01mol/L HNO; o 1ICP
(3 A-2
R lem s
10cm., NaOH HClI , NaOH
; Ge-132 GeQ, : ( . Ge-
132.GeO, ) , )
5mL ICP .
10.
° L154] \ N ’ N
, 9
) VG-ZAB-HS
o (EIMS) 70eV,
200°C, 150~230°C( )6
(MIKES) PDP-11-250
L (FABMS) 8
“aT ’
VGZAB-Spec . : 8kV,
Ar, 8kV, 1mA, 1000,
H,O.

50 ~ 1500amu,
CF,COOH. 1%TFA

’

EtOH

9

o b

Ge-O a-
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11. [136]
( ) s
. 2 B
LB D NG )
0.038mg/L. 0.035mg/L.  0.025mg/L ( )6
, 95% ~101%.
(1) Dionex DX-300 s
Ton Pac AG4A-SC , lon Pac AS4A-SC , AMMS-1
, PED-1I
), AI-450 ;
; I (GD): 99. 4% M. m (G2,
G3): 99%; 3 60~70°C
1~ 2min, 500mg/L ( )
(2) R 1 (ED)
1. 5mmol/L , 2 (E2) 10mmol/L R
1. OmL/min; 50mmol/L , 3.0mL/
min, 5-9,
5-5
/min 0 11.0 20. 5 45.0 45.1
E1/% 100 100 0 0 100
E2/% 0 0 100 100 0
15min, 110pL,
s o 1, 3

200G, 20(G2)

5mg/L(G3),
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(3) 4000r/min 10min,
25mL ) o
0.2pm , HG-AFS .
: Gl Gl , G2, G3
20mg/L  5mg/L; 3 X+ESD (n=4)
95.35%+1.20%, 101. 0% +1.54%  100.82% +0.58%.,
12. GC S
o HP-1 ,
s 7min .
; 9mol/L. HCI ,
; 86.6% .
87.4% 96.2%, . s
(MMGe), 100pg; (DMGe), 700pg
(TMGe), 50pg.,
(D Chrompack CP9001
on-column , 300mL/min
° ( 0. 5mm, Zmm
4mm) ) N o
6mm, 70mm .
10mm, 150mm
(2) . HP-1
25m, 0. 32mm, » 0.17pm, o
’ o . 100kPa,

220°C , . , 150mL/min; , 280mL/



min,

220°C; PF-1042

5.0
(3
. ImL
PeMgBr,
5mL 0. 5mol/L

10mL

' _301

50°C 1min, 20°C /min
; 394nm ; Chrompack PCL
RS-232C .
100mL 9mol/L HCI
Smin, 2min,
R 1mL 2mol/L
. Oomin

’

1pl.

+1 +2
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ZZgg ) ’

o , ( )
1. -
[138]
(D UV-240 3 721
; 2XZ-1 ; EUTECH ; CID
0.3929g CuSO, * 5H,0 ,
100mL, 1. 000mg/L .
3 0.5g/L 7-( )-8- -5- (PAHQS)
. 10g/L CTMAB ; -
(pH3.3); 732 (15~60 H; 717
(15~60 )
(2) 2mol/L
1d, )
s . #10mm X 180mm
) 4~5mlL (

(3) CuCID)
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, , ImL/min .
pH ( pH 6.35) , ) o
6mol/L HCI , ,
D CuClIl)
50mL , pH 3~4, 3.5mL 0. 5g/
L PAHQS , 2.5mL 10g/L. CTMAB , 5.0mL
- , s » 20min lem
, 460nm o
(5) 1000mL,  0.45um
) ( )
o 700mL AER 20mL
6mol/L HCI AER R
; 400mL AER CER .
6mol/L. HCI CER R
(6) ) ,
20mL . s ) s
3mol/L. HCI , ; .
(7
) , ; 3mol/L HCI
(&) N .
20mL ( . N )
ImL s 5mL s s s
3mol/L HCI , o
2. (DAM-DPASV)

[139]

(D 4°C
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b

s 1:4
, 4°C 12h, 4°C 30min (J2-HS
, BECKMAN), s 4°C °
(2) (DPASV)
M263 303A SMDE (EG&.G) >
(M270 ). 300s,
. — 1.0V, : 300s, . 15s,
10mV/s, 50mV, 25mV,
0.15V, . Ag/AgCl, DPASV
s (PE-3100
Do
3.
[140]
pHA4. 8 “NaOH , CuCID)
1:2 s
630nm 4.26X10'L/(mol * cm), CuCll)
0~2mg/L . s
(D Cu(Cll) 0.3929g
CuS0O, +5H,0 . H, SO, , 100mL,
1g/L CuCIl) s H
(m-CAA) . 5.0X10 *mol/L;
“NaOH pH 1.8;
722 ;7520 ; pHS25 .
(2) , 15. 00~ 20. 00g,
500mL , 250mL , 95°C
20min,

’
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(3) CuCIl)
25mL 4. 0mL 5.0 X 10 " mol/L m-CAA
. 3. OrnL —NaOH ’ 1)
R 0. 5cm s 630nm
(4)
) ; 0. 45pum
, , HNO; H, SO, ,
©) 50pg CuCll)
0.5mL 10g/L s 0.2g
(50 0. 1mol/L HNO, , ),
R 3h 6mol/L HNO,
CuCll),
0. 45‘um ’
©)
4.
(D \ N .
R 4mol/L HNO, 1 N .
8mol/L HNO; ,
Milli-Q H

4mol/L HNO; .
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D) 1 OO[J,m,
0.40pm, 0.20pum R 50cm’® ,
(2) pH ,
, NaOH, NaOH
0.02cm?, , AD-2
(GGU-500 W-U ),
AA-800 0. 40pm
5. [142]
(ASSV), s
(PP) ( .
)
[@D) 3mm Metrohm 628-10
R 2000r/min, 10mg/L  Hg'" 120s
(MFE) .,
(SCE) o
10mg/L; 0.5%
. 0.68g/L. K,HPO,. 0.15g/L. KH,PO,. 2.75g/L NaCl
0.122g/L MgSO, ; 0.2%. 0.5%. 2% PP

; 1lmol/LL. NaOH 1mol/L HNO,

H
o

(2) s
( —650~—1250mV, SCE),
300ms3min

10mV, 1605,

o b
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6. -AES
[81]
(D WSP-1 , 16pm,
4mm; WPF-2 s TA, 40s; $6mm
, 2mm; 1 ; Zeiss
MD100 , P ; PC-1500 .
(2) Amberlite XAD-2 ,
#1. 0 X 7cm, . ,
) (pH2) ; 0.45um
Fe., Cu, Mn, Zn ; ; -
: Bi75pg KCIl-Na, HPO, (1 : 1)
15mg, 5 ; . 5%
1:1.5; , o
(3
@ 1.0000g  60°C . .
s 20mL 20min, s
. , 0. 45m :
o ( ) 100mL .
@ , HNO;-
H, O, , , , 10mL
) - , 2% HCI . 8opL
( ) )
©) pH
2, 3mL/min , 50mL 1% HNO, )

’ N ’

. 30mL, 5mL/min
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7.
Fe? ’ +2
+3
( )
( ) ,
: Fe(ll) FeClD)
; FeClD), Fe(llD FeCIl)
, Fe(lll); FeClll),
FeCll) FeClll) s FeCll ),
[143]
( )N (
) ,
1. -

[144]

. Fe(ll) Fe(llD
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(L Fe(llD Img/
mlL, ; 0.05% 7-(1- )-8- -5-
(PAHQSS) , ;

- (pH4. 4); 3
722 3 7520 3 ZD-2 .
732 (CER) #8mm X 150mm
0.2g 50~100 732
( HCI , ) o
(2) . HCI
NaOH pHI1.0, CER ., 1~ 2mL/min,
Fe(lllD , 0. Imol/L HCI . Fe(llD
6mol/L. HCI ; .
(3) Fe(IlD 50mL ,
3.5mL 0.05% PAHQSS » 4.0mL KHC;H,O,-
NaOH , ) . lem ,
s 420nm o
4
@® ,
0.45pm o , 15mL
HNO; 2mL HCIO,, , ,
. N HCI , pHI. 0, CER
, 6mol/L. HCI Fe(lll),
; HNO; HCIO,,
0.45pm s
0.2g (50, 0. Imol/L HNO;, )
) , . 4h .
) @) .

50mL 6mol/L HNO;, ,
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) (2 ,
; @D) N o
@ Fe(lll) FeCll) ,
pHI1.0, CER ., Fe([ll); CER
H,O,, FeCID) Fe(IlD), H,O,.
CER , Fe(ll).
2. [145]
N ) ) N . Fe(llD)
(D UV-265FW ;
722 o
. 1000mgFe/L, 1. 0000g (G.R.)
10mL 4mol/L y 1L, ;
pH5( 10pg ;
0.25% : (AR) 1g
400mL ( ImL 1:1 )
. pH5 (NaAc » 3H,0,AR)68¢g
950mL 36 % (ws AR) pH=5 1L
( NaAc 0.5mol/L). 0.2mol/L EDTA
: (AR)74.4g  15mL (AR)
300mL s 1L, .
(AR),
(2)
(10pgFe/mL) (Fe*™ +Fe'") (
) 25mL , 2.5mL pH5
- . 1. 00mlL 2. 5mL EDTA

. 10min 510nm
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lem 3
10mg , , 20min,
lem [ Fe
(phen); J** .
(3 Fe(ID) 0~
100pg/25mL ,
: A=4.94X10 *+1.789X10 ¢, r=20.9980,
D
@®
, 0. 45um .
, 15mL HNO; 2mL HCIO, ,
@
6mol/L pHI1, 1 80
0. Imol/L. HNO; , )
) ) 4h ,
(Fe’™  Fe'") o
, 50mL 6mol/L. HNO;, ,
, HCIO, o
3. [146]
, (phen)
1. 7ng/mL, 98.0% ~109.6%,
0~10. 0pug/mL( ). 0. 9994,
ICP-AES 9.46 %,

oy

Z-8000
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; 4mA, 7mm,
0. 2nm, 248. 3nm,
(2) Fe, O, : lmg/mL, Fe, O,
1. 000g  100mL , HCI(1+1)20mL,
1L , 1L, s s
100pg/mL . . bg/L,
10g/1( Do
(3) 50mL s
2.5ml., 2.5mL, HCIO, (1+
3)1.0mL, 1. Omol/L NaOH pH 3,
, 3.0mlL., 3min,
30min ) o
4) 100. Opg/mL Fe, O OmL,
0.5mL, 1.0mL, 2.0mL, 3.0mL, 4.0mL, 5. OmL  50mL
s 0~10. 0pg/mlL( )
0.9994,
4. [147]
(D Spectro AA-10
; 248. 3nm, 5. 0mA,
0. 2nm, 4.5L/min, 1. 4L /min,
(2) . . . )
GB 5009. 3—85 o
(3 s 55~
60°C N ) o
4 Fe
0.500g , 10mL HNO, . 2mlL
HCIO, , . ) ) 5mL
s s 50mlL, o
(5) (A)2.500g )

200mlL, 40min, 30min



2 , C B,
C s B , 4/5 200mlL.,
s N s D
E, E . C.E . : 0. 45.m
( HNO; ) , F
G, A, G , Fe , .
5. -AES o
6. - Fe 1
Fe J [
Shimpack Fe(lll) FeCll),
(GFAAS) , Fe(Cll) FeC[ll)
3.8ng/mlL 7. 7ng/mL, .
(1) HIC-6A , #5mm X
150mm (Shimpack) , 180-80
(2)
(C:H;O; « H,O) ) . FeClll)
FeCl, - 6H, 0O, HNO, ., Fe(]l)
FeSO,. (NH,),SO, « 6H,0, HCI
; , 0.45

(3
, HIC-6A
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[iEFemGERE200D] [ GFAAS |
BRERE | ST aeEtE
LP-6A Shimpack
FLRIR | oRahAEfifE
ZH(4) (3F)
5-5
0. 5min,
(4

’ o

3.03X10°7, r=0.9989,

10~100ng/mlL.,
Fe ([1): y=4.69X10 *x+1.24 X107, r

201, ,

Fe(lll) Fe(Cll)

Fe(ll): y=4.92X10*x—

(30)

7. 7ng/mL;
0.9987, 5~100ng/mlL, (36) 3. 8ng/mlL,
(5 pH<2,
s 0.45pm
7. Fe-Ferron PAFSC
[149]
(D UV-754 ; pHS-2
(2) AICl; « 6H,0, FeCl; « 6H,0O, Na,CO,,
Na, SiO; , , NaAc Ferron .
(3) PAFSC FeCl; « 6H,0, AICl; »« 6H,0,
B n(AD : n(Fe) + n(SD) PAFSC )
Fe'™ .
(4) Fe-Ferron 50mL 2mL
1:1 . 4mL 20% NaAc . bmL 0.2% Ferron

’ o
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, 600nm ) o
(5 Fe-Fer-
ron 107° ~
10 *mol/L [ , A c(Fet)
1o . 600nm
Fe-Ferron A, A=—0.00108+0.0451c,
r=0.99962,
(6) 2mL (1: D . 4mL 20%
NaAc . 5mL 0.02%  Ferron 50mL ,
, 7ull 0.3mol/L
s s , UV-754
600nm . Fe-Ferron
Fe,. Fe, Fe. o
Ferron s
. Fe,. Fe, Fe., Fe, Fer-
ron ’ ; Fey,
3h ,
Ferron » Fe,
; Fe, o 3
: n(Fe.)=n(Fer) —n(Fe,) —n(Fe,),
n(Fe,)s n(Fe,), n(Fe.), n(Fer) PAFSC Fe,,
Fe,, Fe. , mol,
8.
[150]
@)) o
@) ( ) 1mol/L MgCl,, pH7, ;
® 0. Imol/L Na,P,0O; + 0. 5mol/L Na,SO,,

pH9. O, H
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® Imol/LL NaAc-HAc, pH5.0, ;

@) 0. Imol/L NH,OH-HCI, pH2.0,

®) H, O, , 1mol/L MgCl,, pH7,

©® 0.175mol/L. ( NH, ),C,0O, + 0.14mol/L
Hng ()4 ) pH3 25 ’ H

@ Na,S,0;-0. 3mol/L -1mol/L NaHCO,,
pH7 37 80°C H

-HCIO, .

(2) .

Zn, +2
[151.152]
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1. [153]

pH4. 0 ’

o o N

98.9% . 96.8%  99.6%;
3.2%  4.4% (n=10),

(D
©) 84g 450mL 3 0.1%
. (pH4.0), 500mL,
©) (DDTC)
(APDOC) 2.0g, 100mlL. .
Do
©) 0.5g, 10mL 6mol/L
500ml., 100 R
10. 00pg/mlL,
@ ( ) 20mlL.,
5.0mlL. . 20mL \
. 0.37pg/mL,
©) ( ) 5.00mL
100mL . . 0.50pg/mL,
(2) 20. 00mL ( ,
50mL ( ) 5. 00mL )
( ) 5.00mL ; ( )
5.00mL \ 20mL , .
4.70mlL 4 4 10mL (Ay. Ay,

A, 100pL 0. 100pL,
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200uL 3004L, 5. 00mL.
Aoy Ay Ay A . 213.9nm,
4mA, 0. 5mm. 6mm 8. 0L/min,
1. 2L/min, .
2. [154]
(D AA-670 ; PR-4
H ; CS501 (
); HYA ; 80-1 ; pHS-3C
pH .

(2) Mg (NO;), C(AR); Na,P,0O; CAR); NH,OH -
HCICAR); H,O, (G.R); HNO; (G. R); HCI(G. R);
NaOH(AR); SrClL (AR); 1000mg/L; ;

(AR) (AR) pH=5.0 NaAc-HAc
(3
D 1. 0000g . 100
10mL , 10mL ,
2h 20001/ min 20min, 1%
HNO;, 10mL s o
® 10mL 1. 0000g
, 10mL , 2h, ,
. 10mL pH7. 0
1. Omol/L Mg (NOy ), , 4h
20001/ min 20min, 1% HNO, 10mL
©) ,

8mlL , , 10mL pH5.0
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NaAc-HAc , 5h 2000r/min
20min, 1%  HNO, 10mL s
@ ; 10mL
0. 05mol/L Na,P,0, R 20h, 1%
HNO, 10mL ) o
® - , 10mL pH2.0
0. Imol/LL NH,OH - HCI, 75°C 2h,
20min 2min. s
, , 1%  HNO;
10mL , , 10 .
© s
50mL , 120°C ,
5ml pH2.0 H, O, 3mL 0. 02mol/L. HNO;,,
75°C 2h pH2.0 H,0,
3mlL., 2h o ,
15min . , 10mL 2mol/L
Mg(NO;),( 20% HNO,) , 30min,
, 1%  HNO;, 25mL ;
o 10 o
D 10mL
, 0.5mL 10pg/mL , .
0.25mL 10%  SrCl, ;
10mL . o
. [155]
Mo, +2 .
+4 +6 +6
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1.
WEFX-110 , HL-1
KS , 80-2B °
: 333. 3nm;
0. 4nm; 3. 0mA; 105°C, 15s; 1400°C ,
20s; 2600°C, 5s; 2800°C, 1s; 0. 6L/min,
2041,
2.
Img/mL : 1. 8403g 500mL
. y 1000mL N s
pH 3.3 . : 12.6g H,C,0, » 2H,0
24.9¢g (NH,)»,C,0, « H,O  500mL . ,
1000mL o
3.
, 2mm s ,
s 250g s
160 s N 0
4.
(D 1. 0000g 160
10mL s 10mL s 6h,
3000r/min 30min, .
(2) 3,
, H,SO, : HNO, : HCIO,
1:5:20 5mL, (90 ~100°C)

) ) 50mL i
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\ Co Ni, +2 +3 .
s GOCO y
1. HPLC [156]
(D) : LC-6A N
(SPD-6AV D,, 2545nm) . N (CTO-6A) .
(R-112) . (SCL-6A) . (FDD-
1A) ( Do . CX-
250 : ODS ( ).
(2) : N
, 1. 000mg/mL
10mL o : -
80 = 20, : N N o
(3) 50mL
, 10mL, pH 5.16
1.0mL, 1%DDTC 1. 0mL ; 2. 0mL

S5min, ; 4.0mL 0. 5mol/L
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S5min R
, ol
D
2500g s s
(10%) .
40min, 500 ~550C 4h;
( ) 25mL .
0.1000g .
lg 150mL ,
5mL 24h, 1mL )
) NO,, HCIO, o
25mL o o
2. [157)
(TMBAC) )
o (TMBAC) -Co""-CNS )
Co"* By,
Co"" By, . B,
»  Co .
(D Z-8000
240. Tnm; 10. 0A; 0. 2nm; 200mL/min,
30mL/min, 20pL,
o : 80~1207C 30s; 1100°C
30s; 2700°C 10s; 2800°C 3s,
pr = 1000mg/L; (

GR); (GR); (GR); (AR);
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(AR); (AR); (AR) ( ).
(2)
@® 5.0mL ,
0.50mL, 5.0mL, (150°C, 3h),
. 101’1’114 . )
) (Ac) 5  60mL
0.50mlL, 0.75mL, 1.00mL, KCNS ( c=2.5mol/L)
\Z 2.5mL, w=1% TMBAC V, 12mlL,
V, 25mlL, ( 1+1 1+1 pH6) ,
CHCI, V., 5.0mL ( 5min, 15min),
A-c R
) B, 5.00mL, @ ,
@ 5.00mL, @ s
3. [158]
( 4~5g), 80 4
(100mL 25°C 18h, 100mL 2h,
50mL 2h, 300mL) ;

HNO;-HCIO,

. Imol/L NaCl, 1mol/L HCI ,

300mL ,

b 9

DDTC-MIBK .
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7Z-6100,
4.
1.
(D
0. 5cm
(2)
)
; 20mL
s 25mL
10%,
®

[159]

(HCI: H,O=1: 3) 10mlL,

(ICP-AES)

b

, DNA

N N

80°C 5h,

150mL
12h
6mol/L HCI 2mL,

15~ 20min,
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s . 10mL 15~20min,
, 25mL .
©)
10mL , 12h, )
, 5mL 3mL y
) (
) )
) , S5mL ( )
. 25mL . o
2. [160]
; 2.5%,
) ( ) ,
( )
) : 0. 24mol/L ,
(D 5.00mL 100mL
. 0. 24mol/L s 4 5.00mL 4
50mL , 0.00, 1.00mL, 3.00mL
5. 00mlL., 0. 24mL/L
(2) 5. 00mL
100mL , 0. 18mol/L ,
s 5.00mlL.  50mL s 0. 24mol/L

, 0. 0000mmol/L. 0.0499mmol/L. 0.0998mmol/L.

0. 1497mmol/L., 0.1996, 0.2495mmol/L

o

b
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