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2.1
DMA-80 ( Milestone ) 253.65 nm 3-18K
( Saitorius ) ( Millipore ) ( ) o
10% HNO, 24 h o
( GBW08675) ( GBW( E) 080124) o
(1.00 mg/L) GBW10029 -GBW 10051 N
GBW 07601 o NaOH.HCI  NaCl o
18.2 MQ * cmo ( . N . . ) o
2.2
0.05 ¢ o :
0.2~0.5¢g 15 mL 6 mol /L. HC1 5 mL 2h 4°C 8000 r/min
10 min. 2.5 mL 5 mol/L. NaOH 2 mL 5 mL. 1
ml 5 min 5000 r/min 5 min 100 L
3
3.1
3.1.1 o N N
1 o
3.1.2 N N 4
(2. .
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g 0.06 - § 0.06
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0.02F 0.02
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1 2
Fig. 1 Selection of extractant Fig.2 Selection of dispersant
o 1:1~1:5
3 1:4  1:5 1:5,
3.1.3 HCl Na(Cl HC1 HCl
o HCI 0.5~2.0 mol/LL
HCI o NaOH HCI NaCl.
NaCl o NaCl
( 4. NaOH HCI NaCl 1 mol/L

117 g/L 1 mol/LHCI 120 g/L NaCl,
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Fig.3  Effect of volume ratio of extractant and dispersant Fig.4 Effect of NaCl concentration
3.2
o 50
10% o o
3.3
IUPAC (30)
0.10 pg/L 6.0%(2.0 pg/L n=11) 0.2 ~20 pg/L
0.9992 ¥=0. 0389x+0. 0056 8.
0.1 pg/ke 0.2 ~50 pg/kg y=0. 05532+0. 00053 2.4% .,
3.4
GBW 10029 \GBW 07601 \GBW 10051
o 1
1
Table 1  Analytical results of samples ( mg/kg n=3)
Found Reference value
MeHg Total -Hg MeHg Total Hg
Fish GBW10029 0.85+0.03 0.86+0. 08 0.84+0.03 0.85+0.03
Human hair GBW07601 0.172+0.013 0.35+0.05 0.167+0.016 7 0.36=0.08
Pork liver GBW10051 0.0028+0. 0005 0.043+0. 004 - 0.045+0. 008
Codfisd crisp 0.034+0. 008 0.047+0. 006 - -
Tuna paste 0.024+0. 005 0.038+0. 004 - -
Squid 0.102+0. 007 0.099+0. 003 - -
Cauttlefish 0.054+0. 004 0.052+0. 003 - -
Harpadon nehereus 0.036+0. 003 0.036+0. 002 - -
Porphyra 0.013+0. 001 0.017+0. 002 - -
1 o
0.02 mg/kg
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Determination of Methylmercury in Seafood after Dispersive
Liquiddiquid Microextraction by Direct Mercury Analyzer

DUAN JianKun LIN Jian-Guo YE Yong-Wei FANG Hui-Wen' MAO Hong-Min
( Wuhan Product Quality Supervision & Testing Institute  Wuhan 430048  China)

Abstract A method for the determination of methylmercury in seafood has been developed using dispersive
liquiddiquid microextraction followed by direct mercury analyzer. Total mercury was detected by direct
mercury analyzer and inorganic mercury was calculated by the difference. The parameters affecting the
extraction efficiency including the selection of extractant and dispersant their volume ratio concentration of
HCI and NaCl have been optimized in this study. The results showed that CH,Cl, as extractant ethanol as
dispersant volumn ration of 1:5 1 mol/L HCI and 120 g/I. NaCl were chosen. The detection limit and the
dynamic liner range were 0. 10 pg/L and 0.2-20 pg/L respectively. The relative standard deviation was
6.0% for eleven replicates at the spiked level of 2. 0 wg/L. The enrichment factor was 8. For total Hg
determination the detection limit and the dynamic liner range for methylmercury were 0. 10 pg/kg and
0.2-50 wg/kg respectively. The relative standard deviation was 2.4% . The method was simple fast and a
little solvent needed. Some certified reference materials were analyzed to validate the accuracy of the proposed
method and the results were in good agreement with the reference value. Besides the method was applied to
the real samples with satisfactory results.

Keywords Dispersive liquiddiquid microextraction; Direct mercury analyzer; Methylmercury
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