30 1 Vol 30 Na 1
2011 1 ENV IRONMENTAL CHEM STRY January 2011

WEE YA BREug

( , , 100085)
5 . (ASE) .
(GPC) ) . GC-SM-MS
-dyo 92 % —112 Y. ("0) .5 1. 0—1000. O ng ¢ ".
020-030ng g'(SN=3).5 89, 6% —
110 1%, RSD 3 2% —& &%.
(ASE), (GPC), ) , GCMS
( PPCP) , «
» i (Ms) PPCP
[2';I‘ , 10 I4],
[5-6]
[ 71
’ [ 8-9]
(ASE) (GPC)
[ 10]
[11] ,
(ASE) ) (GPC) , -
(GCMS) 5 . (
1
11
DIONEX ASE 350 ( D ionex ); A ccuprep M PS ( 2
Scientific  ); 7890A-5975C - (GCMS Agilent ). (HHCB)
(AHTN) (AHM Iy (ATI) (ADBI), ~dio ( ),
oy ), Dr Ehrenstofer  ; (60 SimaA Hrich ),
450 C 45 ; N a 304
( ): 4 g A]2037 1 g N3.2504.
2010 6 29
* (N o 20837003 20921063 20890111); 973 (N o 2009CB421605)

ok , Email cayaqf@ rcees ac cn



1 / 363
L2
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Tabk 1 Retention tine monior ins of surrogate standard, ntemal standard and 5 polycy clic musks
ADBI 15 40/m - 244, 173 229
AHM I 16 55 244, 187 229
HHCB 19 49 213, 258 243
AHTN 19 95 258, 148 243
ATII 19 44 258, 173 215
-dyo 26 72 212
() 15 16 290
L3
: 34 mL ASE Ig 35g Na, S0, , 100 HL 100
Ue L' -dy. . 10 34MPa 100C, 15 mn
60%, 2
, 10mL / (1:1, VV)
GPC \ 35—68mL( 75— 14 5mn)
Q 5mL s .
S5mL . , : 5 mL , 20 mL - (21,
V/V), 40mL - (1:2 VIV). , , 1ml,
("C),  GCMS
2
21
ASE ASE , ,
\ \ 60C, 80C, 100C, 120°C . , 60C, 80C,
100C , ADB] AHM1 ATI 75% . ,
100C.
GPC ; (1L VWV \
ADBI AHM I HHCB AHTN ATII . GPC \
GCMS . 0—35mL . ADBI
AHM I HHCB AHTN ATII 35mL 35—68 mL , GPC

68m L, 33mL , 9%%
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VIV); . ) , ) ; - (21 V/V), AHIN
; - (1:2 V/V), ADBI AHMI HHCB  ATII . ,
. s , . :5mL
, 20 mL - (21, VAN), 40mL - (12 VIV).
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, 1B, 6 ( (" C), 100
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(LOQ) SN=10 . 100HL 100 Hg 1, , ,
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Table2 Regression equations liner ranges and correhton coefficients of SM s
! (n /(ngg') (ng g")
ADBI y = Q 153& - 0 0174 0 997 Q 20 Q 6— 1000 0
AHM 1 y = 0 175%- Q0 0159 0 999 Q 20 Q 6— 1000 0
HHCB y = 0 1241x - 0 022 0 996 Q 30 1. 0— 1000 0
AHTN y = 0 1241x - 0 022 0 994 Q 30 1. 0— 1000 0
ATIL y = Q 023& - 0 0031 0 997 Q 30 1. 0— 1000 O
* X ; )
23
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Fig 1 Chranatogran of synthetic musk fragrances n fsh samp les
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DETERM INATION OF POLYCYCLICMUSXS IN FISH SAMPLES
BY ACCELERATED SOVENT EXTRACTION (ASE) AND GAS
CHROMATOGRAPHYMASS SPECTROM ETRY

HU Zhengjun SHI Yali CAI Yaqi

(State K ey Laboratory of Environm ental Chemistty and Ecotox icity, Research Center for Eco-Env iom ental Sciences

Chinese Academy of Sciences Beijing 100085 China)

ABSTRACT

An accelerated solvent extraction (ASE) method has been devebped to detern ne fwe polycyclic musk
fragrances n fish samples by GCM S Fish sanples were extracted by n-hexane cleaned up by gel pemeation
chram atography (GPC) and actwated neutral A O3 column. The fnal elite was concen trated w ih n itrogen
before njecton Identification was carried outby GC-MS selective bnmonior (SM) mode The recovery of
fenthene-dy, surrogate standard was fium 92 Do to 112 P%. The In iis of detection were fran Q 20 to
0. 30 ng gﬁ1 (S/N = 3). Using hexachlorobenzene (HCB) “ (s as the intemnal standard the calibration
curves were linear bew een the concentratons frim 1 0 to 1000 O ng* gfl. The accuracy of the method was
evaliated by recovery measuranents on spiked samples and good recoveries (89.6%0 —11Q 1% ) with low
relative standard deviatbns fran 3 2% t0 8 8% were achieved when sp kedw ith 100 Hg L' standards The
method is accurate during the nspection of syn hetic musks n fish sanp les

Keywords accelerated solvent extractbn (ASE), polycycle musks gel pemeation chranatography
(GPC), fish gas chramatographym ass spectran etry



