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M OE g IE oI E R R IOAR A b R TT R AT SR A T AR T I SR A A O T A R AL TR A
P ICP-AES il 2 Z A it TR o 2030 AN [R) 0 A 0 PR ko i A0 0 A R Ao o T ARk 45 O T 3t A7 AF

FEAPEAL » B ZHRE T — I 8 5 i gk 380 BT AR W 4 T A L9 A AR R A
Pbg ETALPIZY 15 min, THHKREFEM LG 4+ 4

THAE R4 0.5 g, 180 CHL

: 2 [ HNO;-HF-H, O, & & fil HNO,-HF-HCIO, f&

R0, W TN 5 atm/3 min—10 atm/2 min—15 atm/5 min—20 atm/10 min f& £ A TR . X FIE
fiff 7k TR BADRHE L SRR L DT Bl BEAT . S LU 0 BE I O RR A AT R o o A AR

KGR PR ICP-AES; #FHHI; JUR

hE &S 0657.3; 0658 XHEEARIRAD : A

5l

3

TEDUEN R A 0 oG 28 A BT ad B2 v, AR O A B A 4 3R T
B m 3] ICP-AES B4 Bl a2 &5 12, J4Ek, | N AR
L H UL . T AL B R T AT,
AR T ., ma. KK E D BRI A
BT SR B, BT N T A . B M4
JBAEM A TC R AT A AT AL B T T R A S TRk
A% (ICP-AES W N RS S . R E R . SR TN,
S G D e L e 2 RN N 1 - 2 K A K W
% H i R G A ICP-AES X 0 FH 1 U0 B 4 v o & o 25 49 I 2
AL BT R AT TSR .

I i

1.1 #Rl5iF
1.1.1 ##

FE&h . T SRR (AR & v B AL 8 IR0 FH W0 3 3k B
NN R TIR S| BEN o TE IR AN B (Y i< o
1.1.2 XA

RAPRMER . 25 E PE 2§ 1Y 4 )8 b e fiff 25 6 TG B
MR 2 s W A A5 VR 2B — B J& 1 000 mg + L' (SPEX

W B 2005-12-02, 1&iT HHB: 2006-03-18

i IR
XEHS: 1000-0593(2007)01-0155-05

Certi Prep) . FREE N 10% UM EE ., £ Al, As, B, Ba, Ca,
Co, Cr, Cu, Fe, K, Li, Mg, Mn, Ni, P, Pb, V, Zn, Be,
Bi, Cd, Se, Sr fil Na Z£J6 &, 4 —F &2 1 000 mg « L'
(SPEX Certi Prep), BREEN SXAEAR. £ S, Mo, Pd,
Pb, Re, Si, Sn, Ti, W il Sb % 0% ; HNO; (fi 9 4h) & &
65%~68%; HCL(fE gt 4l) & & 36% ~38%; HCIO, (43 #r
al) B R 70.0%~72.0% 5 Ho O, (pHral) &8 30% . SE8
KRB ALK
1.2 UEREERFEIEEN

Optima 5300DV HyJ8HE & 45 B 1 1K-J5 7k O 1S (3%
[ Perkin Elmer A &), [ #5500 & 4 2% 19 53 550 o) R 4
1300 W, WHI Mo k1200 W; S #E: ST 15L -
min '; FIPK 0.2 Lemin '; %46 0.80 L » min '; W%
15 BE 15,0 mm; MDS-2002 A 7 %% P 3 I8 1 8 3L C I 1 37 AL Bk
WAL R A R D 5 BS224S H 43 B K7 (18 [ 3§ £ F
Wil & R A R A D s KL-UP-1V-10 & ¥ 304 8 2K & 48
ORARR T L& k&) ).
1.3 LwWHE

1.3.1 H#Hoafa

P27 W8 SCRR T B W AT WAL B, A TR R R
A
1.3.2 gk b My %

HEFHFRIL 0. 1~0.5 g B *, Aim 4l Kk i W 5 i A

BEETE: #AEWRAH ARV E ST H (204076) , VLTTA B E T R2AH AR T E MR B K25 405 B (2005011 % B)

EER N DB, Lo, 1962 44 M B RERL 2 5 TR A B iR

RPN
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HIRBIR G5, SR TE 180 C L A Ak I m# Bl 4b 3L 25 15
min, 1R AR B A SRR S A5 A A 3R
T 1A 2 T 5 0 2 P X T A 2R P 1 O e TP
AT AR o T A 56 58 5 T XL A E v 40, SRE B & 100 mL
BIURZHRetir, DR ai K%, IF AR, BT d
W B RR . A2 R 2 TR ECT %4, B 1Y% f
i R b AR I o 3 VA i AR S . A 100 mL R, 2 %0 B R
FEZS [ B O A7 4R A 2s 11, ICP-AES 20 Hr il i

(1) 74 fi 1A 2R 1 22 9%

TH i TR R I S R X AR O AL B 4G R B AR
FA L X T OB 0 e B g . SO L 0.1 g KR
WL, 2 mL HNO;, 1 mL H,O,, 1 m LHF
THf# 30 min(630 W, 10025 15%) . FEAE S P T 305 foe e
it HF %% . SR 5 @ 28 s ™ o 76 28 4 STk (g 631 1
S5 G B0 BH WA DUR RO AE . e bR DLR U AR R AT, 4R
HH I 35 A 30 PH W URR 0 4 T SRR AR .

(2) U T e T 2B ) 2k

A ST YR B 5% AL 1 I R T3 R ] R 5% 2D i ARk O A RE
f

(3) K il VA fife 2t A A %

B B LY A S e AR RS e i PR A fE . B
i — BEAE 0. 1~0.5 g Z M, WA 52 46 76 AR 5 T A i ik
BO0.2/0.5 gERILE.

2.3.3 ICP-AES M % sk ¥ 4 it %

ICP-AES 5 K L& 1.

Table 1 Selection of the determination wavelength

LR WK /nm  JnE Pk /nm JEER K /nm
As 188.979 Mn 259. 372 Sn 189. 927
Cd 228.802 Mo 202.031 s 290. 880
Co 228.616 Ni 231. 604 w 207.912
Cr 267.716 Pb 220. 353 Zn 206. 200
Cu 327.393 Sh 206. 836 Se 196. 026

2 HERSE

2.1 HBRERRMEEBISHIZERE
2.1.1 MDS # % % g % %3 UK R &

MDS 251 % [ ik i AE R G E F M EIH 2 mL
HNO; +7 mL HCL+-3 mL HF Ji fift f& 2 RV w] 45 5] % 15 75 1 .
ffFH VS R R JF R A TJF 10 atm/5 min—15 atm/10
min—20 atm/10 min X} % BH#1 LA AL & 54708 1 e . FF TR
i 3 Ao 43 ) oA A A TR T e R T AR R 2 S AT O T R, R
BT ORI A AR A
2.1.2 HNO,-HF-HCI-HCIO, &4k £

$#£# 2 mL HNO; . 5 mL HF, 5 mL HCI, 2 mL HCIO,
Ve R I A B RERR T, 10 atm/5 min—15 atm/10 min—
20 atm/10 min TJF F #ATH M, HETERIE REA DR
&R
2.1.3 HNO,;-HF-HCI-H, 0, B &1k &

FREL 0.2 g #E . ¥# 2 mL HNO,, 5 mL HF, 5 mL
HCL, 2 mL H.O, 1§ Jy I fift W& n A % # A . 10 atm/5
20 atm/10 min ¢ F AT TH . T4 %
SRR . A A ORI s G AT o ) ok AR A% R e T
AR FR 5 HEAT SO T A TH AR S BAR TH R B AR R, H
AR — S AR Y . R A D R,
2.1.4 HNO,;-HF-H,0, 4k %

FREL 0.2 g BE i, 4 336 B AN W] i 9 HNO;-HF-H, O,
PRI 2 e b i TP & 2. 1.3 kAT . MRHHE . I
% KO R A WS S 3k 2 iR .

min—15 atm/10 min

Table 2 Different digestion proceduces and appearance

o TR ] H R T7 LU
fR2/mL - /atm  Bf[A]/min ZhE g
HNO; 4 10 5
1% HF 2 15 10 FEA VB
H,0, 2 20 10
-
mo.
2% HF . el
0. 4 15 5
2 2 20 10
3% HF ’ B
10 4 15 5
e 2 20 10
HNO; _ > ’
N 5 10 5 N
4% HF - B
00 4 15 10
e 2 20 30

Table 3 Different digestion proceduces and appearance

o 1% FH it H T AU
A= " e o
f2/mL  JE 4 /atm B} /min g
5 3
1 10 2
4 ~ PrAaVES
5 HCIO, | 5 . oAt
2 20 10
HNO; ) > 3
. 5 10 2 .
6% HF N el
HCIO 2 L g
e 3 20 10
HNO; ] o ;
7% HF ; 15 ; ¥ i
~ o o)
HCIO, 2.6 20 10
HNO; _ lbO ;
8% HF . 3
HCIO ° 15 6
o 2.6 20 15
-
HNO; _ & i
9% HF 2 15 X VI
. 5 5
HCIO 2.6 20 8

MANI FF, HNO;-HF-H, O, (£ & H, 4 mL HNO,, 4
mL HF, 2 mL H,O, YfE MM, 5 atm/3 min—10 atm/2
min—15 atm/5 min—20 atm/10 min 1 Jy % i T. /5 (0 74 i 14
FR A5 H Al L 451 ARG A T AR T T R A
2.1.5 HNO;-HF-HCIO, 4k %
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FREC 0.5 g ¥, 43 ik #E A A i 9 HNO;-HF-HCIO,
TRk R I TR 2. 1.3 AT iH M, MM, HF T
7 BT a1 AN I SR a2 3 Fros .

MANR L% . 4 mL HNO;, 4 mL HF, 2 mL HCIO, 1
MM, 5 atm/3 min—10 atm/2 min—15 atm/5 min—20
atm/ 10 min 4 g 8 #F 15 (9 15 A7 1A 3 5 HC Al L ) i HG At 3

2.2 HMEAEMNERE

Sy FREL 0. 2 F 0.5 g MYREM, #2638 3 v 57 I8 A 1 & X
AT IR, SR)F ICP-AES e, M4 REH 0.5 g 1Y
THEE T 0.2 g WIRIAF, BOEHE 0.5 g FE M HE R N i =
2.3 ICP-AES | &

Xf R 2 FIER 3 T B RCT A ICP-AES W& . &

% T 93 i BORAF WRINE 1, FRIILFE 4,
Table 4 Results of the determination of ICP-AES

. 1% 2% 3% 4% 5% 6% 7% 8% 9%
LE [pgeg ) JQegeg) Jugeg ) ueeg) Jugeg ) peeg ) JQuegeg ) J(ugeg ) /e
Pb 1.5 29.1 38.2 30.4 25.3 23.3 24.1 26. 3 25.2
Cu 40. 5 54. 2 39.6 36. 8 35.2 37.4 41.2 39.3 52.6
As - — - - - - - 3.6 -
Zn 600. 2 124.6 167.9 110. 4 85.0 80. 3 78.7 98. 4 106. 2
Co 32.5 32.0 32.43 32. 86 27. 87 27. 89 27.4 26.7 27.8
Ni 33.5 31.5 30.5 32.4 27.5 27.5 27. 4 27.5 28.6
Cd 9.0 7.4 7.2 6.9 6.6 6.5 6.7 7.4 6. 6
Cr 78.0 62.1 59.1 61.3 54.0 54.2 54. 4 53.9 56. 8
Mn 1081.0 850. 7 959.0 968. 6 799. 3 786. 2 823.4 832.0 837.1
Se - — — — - - — — —
M() - - - - - - - - -
\Y% 113.4 109. 4 109.7 110. 8 96. 4 93.8 95. 2 94. 8 96. 7
Sn - — — — — — — — —
Sh - - - - - - - - -
W 9.5 - 2.9 6. 4 4.2 - 1.8 - -

ZEEF 2, F 3 ME 4, HNO;-HF-H, O, & & Fl HNO;-
HE-HCIO, R B A B8 25, I8 RCR M EBUE . JEA L ik
R ARE S S8 TR IR R PR L 4 ¢+ 4 2 2, AR T
55 atm/3 min—10 atm/2 min—15 atm/5 min—20 atm/10

min i 2 5 12 B A A% 04 T4 1 2508 o

£ ICP-AES Jll & 2+ T, H 520 F1 1020 HNO; %5 3%
WP AESEM RE 11 Y, HSF MR A 3 A% 4 ol i 22 BT X 182 9
TR BEAEL B D 2% TU R A AGr Y BR 5 2 75 A0 e BRT X 1o A 3k 2 1D
HATCR A HE R BR . 10 A5 A v fi 22 BT X6 107 4 v B2 1 B S 4%
TERME R RRD, SR 5,

2.4 HMHR
Table 5 The detection, identification and quantification limits
WA e i N % )5 5 2 L
AR Wi/ i:f {11%5 ) ,/(mgS-DIf' ) RSDI% <r:;LH IBE" ) (nj;ﬁu I[SF’] ) ﬁ; FIE*EI )
Ph 220. 353 —0.041 0. 008 19. 274 0.024 0.048 0.080
Cu 327.393 0.037 0. 002 4. 262 0. 005 0.009 0.016
As 188. 979 0.117 0.015 12.601 0. 044 0.089 0.148
Zn 206. 200 0.018 0.002 12. 951 0.007 0.014 0.023
Co 228.616 —0.053 0.001 1.272 0.002 0. 004 0. 007
Ni 231. 604 —0.066 0. 005 7.355 0.015 0.029 0. 049
Cd 228.802 —0. 050 0.003 5. 940 0.009 0.018 0.030
Cr 267.716 —0.059 0. 001 1.153 0.002 0. 004 0. 007
Mn 259.372 —0.073 0. 000 0.526 0.001 0.002 0.004
Se 196. 026 —0.017 0. 008 49. 000 0.025 0.051 0.085
Mo 203. 845 —0.028 0. 002 6. 941 0. 006 0.012 0.019
\% 290. 880 0.036 0. 005 13.285 0.014 0.029 0.048
Sn 189. 927 —0.062 0. 005 7.296 0.014 0.027 0. 045
Sh 206. 836 —0.070 0.003 1. 809 0.010 0.020 0.034
W 207.912 0.007 0. 004 53.698 0.011 0.022 0.036
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2.5 BEEMEBENHE
FeBE S AL BT B, XK FR UU RN W R 4 A M B E W TR
GSD-9(GBW 07309) il 72 HAF-47 B 118 45 80 ot K (%) A *t

PR 2% 5 FEAE S PO ARE I IT R B AR vEOW . AR S AT
DA K T 8 1% 25 B8 . AR JE ICP-AES M % . 15 0 bR [0 i 3%
BiRWEK 6,

Table 6 Precision and the standard addition recovery

GSD-9 GSD-9+5 mL 7 e ¥

TE Pk /nm EHWE/ (pge g ) SD/(ugeg D RSD/ % i3/ % SD/(mg+ L™ 1) RSD/ %
Pb 220.353 15. 997 0. 005 0.028 96. 0 0.039 0. 804
Cu 327.393 33.372 3. 495 10. 474 116. 0 0.061 1.053
As 188.979 15. 980 3.668 22.955 106. 0 0.058 1.089
Zn 206. 200 124. 465 11.709 9.420 93.0 0.138 2.971
Co 228.616 18. 556 1. 261 6. 797 90. 0 0.045 1. 004
Ni 231. 604 17.116 1.199 7.005 94.0 0.042 0.899
Cd 228.802 - - - 107.0 0. 047 0. 874
Cr 267.716 69. 664 1.671 2.399 96. 0 0. 060 1. 239
Mn 259.372 607. 256 14. 224 2.342 98.0 0. 056 1. 148
Se 196. 026 - - - 94.0 0.059 1.248
Mo 203. 845 - - - 98.0 0.036 0. 740
\Y% 290. 880 78.323 4.313 5. 506 - - -
Sn 189. 927 29.793 2.830 9. 498 - - -
Sh 206. 836 - - - - - -
w 207. 912 - - - - - -

& 6 uf A, Br As LLAM, I A8 X A5 o D 22 38 1E
0.028% ~10. 474 % Z 1] , A& % B BG4 45 i b GSD-9
BB (8] 5 S 56 B0 T 00, [ Fe RIS, MEHIEF i, Cd,
Se, Sb, Mo il W #j3A& R4 H .

3 45 i

0 T BE 8 DU b 22 B ol o 3R A9 B R A A 3R 7 9k

o WA 0.5 g, IHARERREFERILBI 442211
HNO;-HF-H, O, f& & fil HNO,-HF-HCIO, & & ¥ a], 7 i
T.F K5 atm/3 min—10 atm/2 min—15 atm/5 min—20 atm/
10 min, 15 H 2 P SCBRDE I i 22 98 A0 ICP-AES Xt 2 4 FH i
DURR Y v 22 Bl it o6 22 0 G A B8 7 Sk R AT A 5 54 O Bk T
L LR VAS SN 1 D = =N = 119 o (AR A D e B R
TURP A E A IR B Ry 18 5 B
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Study on Microwave Digestion of Sediment of Poyang Lake Determined by
ICP-AES

GONG Xiao-feng" *, CHEN Chun-li* , Barbara Zimmermann®, ZHAO Jin', ZHOU Wen-bin'"

1. Key Laboratory of Poyang lLake Ecology and Bio-resource Utilization of MOE, Nanchang University, Nanchang 330047,
China

2. School of Environmental Science and Engineering Nanchang University, Nanchang 330029, China

3. Department of Chemistry, University of Duisburg-Esseb, Germany

4. Nanchang Engineering and Research Institute of Nonferrous Metals, Nanchang 330002, China

Abstract In order to determine the sediment of Poyang Lake correctly, digestion methods for the samples were studied in the
present paper. Microwave digestion was used to digest the samples, and ICP-AES was used to determine the samples. Different
digestion solutions, the amount of acids, digestion procedure and the amount of sample were investigated and optimized. Finally,
an optimal digestion method was established to carry out the further analysis of all sediment samples: weigh up 0.5 g sample,
take a pretreatment by heating on the electric plate for about 15 min at 180 ‘C, and add HNO;-HF-HCIO, or HNO;-HF-H, O,
in the proportions of 4 : 4 : 2. The microwave digestion procedure was 5 atm/3 min-10 atm/2 min-15 atm/5 min-20 atm/10 min.

This method was simple, fast, effective with low work intensity.
Keywords Microwave digestion; ICP-AES; Poyang Lake; Sediment ; Trace element
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