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FENRE: REBAHMBEEBRMN(CEM &
) ; AFS-9130 XUH R T3 6B TH( AL atsE R
ATBR/AT]) ;SAP-10 TE AT FiAb A B (AL F
R BFR/AF) ;C18 i (4. 6mmx150mm ; Agela
technologle ) o

FERNA : ZH€F 5 (HPLC %) ; ZHF (HPLC
%) ;th M (R ga); LEER (EhET);
1000mg - L™ 54k P B RARHE 29 o
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ITHL %i: 30 mA; 1 7 FE: 290V; R W&
400ml. min™" ; RS TR :700ml. min~' s E AL 1%
K,S, O, +0. 35% NaOH ; i& J§{ 5 : 2% KBH, +0. 35%
NaOH; Bizh#f:5% Z.f5+4. 62 g/L, Z.FEk+1.6 &/L
SR SR BRI 9% HCL; BERE R . 100pL, TEMLSRM:
T, B L P ERHMTALRK  ZHR U LI C AR GE
EREIRLR S E, HR B aFEILE 3. 493min 24, AL
FEFEARIFRAIESEE BRMARE . BT
1.3 WKEHE
1.3.1 BUbERIELER

e Bk E I (1984-) 2, ByEE TRRIW, EEHFFMTIIAE A



F4M

PEXF  REBSHEERIRY PR E RGBSR - 49 -

FREUFER: 1. 5g ZZA BT 35mL KAES, A
— BRI ZE P LA 6mol/L MIEhAR, 25 L R3S,
BRERIES,HE 30min £4, FHEERS(HNT
Bi LTI P A HLR K &, I A SRR S R 7= A
KESE, #RERBEERUSEENREA R, =
A—RfER) o SRIG W ORI A B A B R
S, FEBRE B 2 A4 T X ULy o B BB SR EAT 2R L
SERE , B ROBEHR, IMAGE B 1% By LK BRI R
FRACH BoR, B KAR, DA 4mL bR (M Eh
6mol/L) B4k, & E 10mL, 855 bW AR—WIE
JEF IO BT TR
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BRFeoE] , ARERA 4 BE 3 K FHERLE
B L(3%) iR B 3t3#47 9 W, ML E WA F
HT T AL, BB TRE:

A——FHREAE,1 5 5ml;2 X 10mL;3 4
20mL,

B—hm & ,1 5 0.2mL;2 5 0.4mL;3 K 1.
OmL,

C—ZHUREE,1 H45C;2 K 55C;3 R65C,

D—ABURFFETE], 1 25 Smin;2 35 10min;3 %
20min,
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Table 1 The pretreatment information of the 9 different samples in the orthogonal test
FaIe C)ﬁ#§“(3 SETRAR/ML  AMER/mL  EREE/C  REURISHE min
1* 1.5012 1.5213 5 0.2 45 5
2* 1.4937 1.5612 5 0.4 55 10
3* 1.4905 1. 4987 5 1.0 65 20
4* 1.5024 1.4932 10 0.2 55 20
5* 1. 5087 1.4951 10 0.4 65 5
6 1.4932 1.5045 10 1.0 45 10
7* 1. 4905 1.5036 20 0.2 65 10
8 1. 5065 1.4982 20 0.4 45 20
9* 1.5031 1.4934 20 1.0 55 5
10 1.5037 1.4939 20 1.0 55 5
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Table 2 The results of the orthogonal test

K& R/ pg - L7

BESh P MMC 58 /pg - kg™’

A
BIE —5 ® YHE ) ® P BRRUE/%

1* 1.68 1.74 1.71 11.19 11.44 11.31 0.5702
2* 2.55 2.63 2.59 17.07 16.85 16.96 0.8631
3* 2.54 2.40 2.47 17.04 16.01 16.53 0. 8232
4* 2.00 2.04 2.02 13.31 13. 66 13.49 0.6731
5* 2.77 2.69 2.73 18.36 17.99 18.18 0.9090
6" 2.10 2.16 2.13 14.06 14.36 14.21 0.7117
7" 2.39 2.29 2.34 16.03 15.23 15.63 0.7811
8* 2.33 2.41 2.37 15.47 16.09 15.78 0.7910
9* 2.14 2. 18 2.16 14.24 14.60 14.42 0.7211
10* nd nd nd nd nd nd nd
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Table 3 The analysis of influencing factors in the
pretreatment stage of MMC

FRE A B o D  BERE%
@D 1 1 1 1 0.5702
® 1 2 2 2 0.8631
® 1 3 3 3 0.8232
@ 2 1 2 3 0.6731
® 2 2 3 1 0. 9090
® 2 3 1 2 0.7117
) 3 1 3 2 0.7811
3 2 1 3 0.7910
© 3 3 2 1 0.7211
K,  2.2565 2.0244 2.0726 2.2003
K, 2.2935 2.5631 0.2573 2.3556
K, 2.2932 2.2557 2.5133 2.2873
k, 0.7522 0.6748 0.6909 0.7334
k, 0.7645 0.8544 0.7525 0.7852
k, 0.7644 0.7519 0.8378 0.7624
R 0.0123 0.1796 0.1469 0.0518
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Table 4 The selectivity results of the 4 factors

influcing the MMC extraction rate

EmAETF K F
—HAPLRAR 10mL

HMHE 0.4mL

EBUREE 65°C
FEE AR FrR ) 10min

R 3 A5 SR B R B E AR I, R Y
FER R (B0 pg/L) , AERFTRY RIFR
BER DU R B B BARBUR B E A 0T 5 Bk A
FR (BN pe/kg) o IXNERHIK R A 0. 1pg/L, A
FEBR RN 0.67png/ kg,
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Table 5 The test results of precision

MMC 3R BE MMC Y& B
/0.4pg - L7 /3.0pg + L7

BWLER pg - L7 0.4112 3.0734

0.4037 3.0215

0.3826 2.9887

0.4098 2.9334

0.3914 2.9762

0.4225 3.0423

0.3932 3.0379

- H4H 0.4021 3.0048
SD/% 1.28 4.38
RSD/% 1.38 4.73
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PG HE T T 58 TLAR Y o B o B AR XS A HE e 22
(RSD% ) 7E 5% LAPY , ¥R BT RS 0 B2, AL HE R
5, AT LA R SE BRI E R

3 FERNE

52 DR 6 R R BT I B S A O IR 3 AR
HEMAR . BTSSRy PR ERSER
i, RIMABES, BHmA T —EBKF ERIRE

ERF BT FRRIRDER 1. 5g, mHEHF
IMAMREE S 1mg/ L f) P BERAT M P R 40 L (R 3
BEWERN 4pg/L) BB BRI R E I #ATR
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Table 6 The analysis results of self-made sediments

e MABERE FHE  ERER
i /ug L' /ug Lt /%
SILEBTEY 1 4.00 3.74 93.5%
SRR TTERY) 2 4.00 4.09  102.25%
EERHUIEY 1 4.00 3.91 97.8%
HEENTEY 2 4.00 . 3.8  96.25%

EHERB n=5,

M= 6 Al LU i U EME 5 I AEARFT, E
R, FEib, 4507 BB XT L R YT AR df Y
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Study on Pretreatment Condition of Extracting of Methylmercury in

Sediments by Focusing Coupling Microwave-assisted
YAO Yu-ling
(Institute of Multipurpose Utilization of Mineral Resources, CAGS, Chengdu, Sichuan ,China)

Abstract; Methymercury is the most toxic state among mercuryspeciation, also the important occurrence in sedi-
ments. Therefore , it is meaningful to study the separation , enrichment and check technology of methymercury in sedi-
ments. The orthogonal test was carried out to investigate the influence of the dosage of dichloromethane and hydro-
chloric acid and the extracting temperature and time on the pretreatment. Meanwhile, the selectivity of different fac-
tors was carried out. The detection limit is 0. 61 pg/mL. From the extent of 0.2pg + L™ ~12.8pg - L7, the linear
correlation degree is relatively good, whose correlation coefficient is 0. 999. The recovery is from 85.4%to 105.13%
and the relative standard deviation is not more than 5% (n=7) , which meets the requirement that analyze the ultra-
trace methymercury in sediment.

Key words: Focusing coupling microwave-assisted extraction ; Sediments ; Methymercury ; High performance liquid

chromatography ; Atomic fluorescence spectrometry



