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Abstract: The fish tissue certified reference riaterial is designed and prepared mainly for evaluating the
determining accuracy of methyl mercury in sea fich ar cther seafood, as well as for a quality control standard. The
property value was certified by three differani ine’r ods, including high performance liquid chromatographic - cold
vapor atomic fluorescence spectromstry (HPLC-CVAFS) method and species specific isotope dilution mass
spectrometric analysis (IDMS) using an inductively coupled plasma mass spectrometer as detector after liquid
chromatography (LC-ICP-MS) or gas chromatography (GC-ICP-MS). The experiment included spiking,
extraction, derivatizaiton, seoaration and detection procedures. The ERM 464 tuna fish reference material was
used as the analytical guelity control standard. The results obtained from three different methods were in good
agreement. And the statistic average values were used as certified values of methylmercury in the fish tissue CRM.

Key words: speciation analysis; methylmercury; species-specific isotope dilution; fish tissue CRM
FESES: 065763 SCEFRIRAD: A MCEHRS: 1004-2997 (2008) HiTI-27-02

HIIRARFBVEIRRH — Mok EY),  BIRF R 1 H ok T LOE I e i & SR 0 AN B
W, KB R AR 51 RKREN . SR EIEGC). WU (LC) S il o B T B & A
THICTE(ARS) HUBRE & 55 B 115 (ICPMS) &5 s REUZARINERIBCH], 2 LR 70H i 3 2EAG:
MFED. SR, FHRBSMHARMEERK, 52T ECR I RIL), S e
PRER AT TR AN SE S R S ], A A Erd SR A R B OR  HER o SR
8y, AT SEITRAE R HAREZHER, ST 7 mpA ek S HERE 2 Hrs
HEVIR DT TE . AEWT U RS, R SRR B2 R D 52 AR SN L), P ARE it i A 2 [ Ag 3 R
AHZ, LG TR, R B S0 ST BRI B . A TR A4

EEWE: EEFERHAEEDE - HEHAR R G i & e
{EERIN: F 4B (1979~), B R, WWHRZELA, #it, ¥kl E-mail: weichao@nim.ac.cn



28 R A 2B 29 HHE T

I FH TR 25 - - FE R & 25 2 AR B B I FH v (ID-LC-ICPMS) [RS8 A - R - FE JB R
BB TR RERH 777 (1D-GC-ICPMS) Al 5 B0GRAH B - 14 28 SR 108 e i (HPLC-CVAFS ),
ot £ PRI HH R ORI o s R A I e A R R R s R

1 IeERSy
1.1 FEMNESHF

Agilent 7500c ! ICP-MS; HPLC: Agilent 1100 yifH 1S TAER; GC: Agilent 6890 S AHEHE T
PESt o BT A 2R N Rl sl itk 4, 523 /KA MilliQ-Element B3 4liZK L % (18.25
MQ-cm). HIFETR 202 FikeFIR 5 B IRMM S50 = 524141 ERM-AE670.
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1.21 WS @ik 5cm ZORBAX SB-C18, 2.1 mm W4%, ERHKIAE 5 um; JishHH: 0.06
mol-L ™ Z.%%, 0.1% 2-3%3L 2.0, pH6.8; Wid: 0.4mL-min b, #FEE: 50 uL.

1.2.2 SAHEGIESME  HP-5mis, (Al 30 mX0.25 mmXx0.25 pm; & 70 °C, LA 30 C-min”*
F+% 300 C, .

FREUE S MRETIAN 0.5 g ZA A e S, BT 50 mL BFEEOE T, A 2 mL 25%KOH-
R, S EIRGER . AEIA 6 mL & HEe, FMIIA L5 mo R, &% 15 min,
HIJER AL CHLCl, 1. FEEA 2 000 r-min " #5350/ 55 10~15 min, BE 45T 15 mL ¥
RO, AN 1 mL 10 mmol- L BARERERAMIE, JR% AR 45 min 5, L5000 r-min *#E£4 C
20 15 mine HUHESOERIKAE, Sk uiMiks, HEFE S LC-ICPMS R4, e FE R (kg
2Hg 5 ®Hg (LR, BP RIS B ORI S . GC-ICPMS (AR 2 _E IR KRR
T2 B K- 2.8 -NaBPh, AT 3K 45

2 #HR51E

o E - ERFET FEBEAE ] 1D-LC-ICPMS i3t izt ARUEYI R AL T T 7 10 AN FATRERGI
&, ORIt HERSE N (0.839+0.022) my-kg b (B Hg it, ZidtFaeiE, St s A e
FEVD) . HAEZIFEB#H 1D-GC-ICPMS i HZAE BT T 6 ASFATREII R, SR RN
(0.85140.021) mg-kg * (LL Hg i, St TRIE, Lt EAHE I . FIT RS R H]
HPLC-CVAFS T 3 ke i & oriilEss Byt a2 b R &8 (0.828+0.042) mg-kg ™’
(BAHg i, @it s, RIFEAEE, W HrERZE).

R ETT RIS )5 R AT R, A R R, WA s Hrh ID-LC-ICPMS 5
ID-GC-ICPMS yk3fa 4t e i, H A E B L HPLC-CVAFS VA2L/), BIRSHhEE S . il
BEXF 3 RO R BRI ZE T, 15 8% A0 AR T H 2SRk A B (0.84+0.03) mg-kg ! (LA
Hg it).
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