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UHHAEIOmn AEH ECHEKERS, Fikthal kb 85.76~102.82 %, A —RK#éal &8
sHA7 418 £ (RSD) 3 4.22~8.20 %, M KR 69 Aast 4k R 4a £ 5 4.60~10.13 %, % sk eg i R
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Analysis of Ethyl Carbamate in Wines Using Solid-Phase Extraction
in Combination with Gas Chromatography/Mass Spectrometry
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Abstract: Ethyl carbamate, a known genotoxic compound, is mainly found as a natural trace
constituent in wine and other alcoholic beverages. Resolution Oeno 8/98, recommended by OIV,
was improved. Furthermore, parameters of ethyl carbamte extraction in wines were optimized by
use of solid phase extraction column (50 mL, Chem Elut). The recoveries and precision were 85.
76~102.82 %, 4.22~8. 20 % (intraday) and 4. 60~10. 13 % (interday), respectively. The
limits of detection were 3.0 pg/mL.
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BECHARMBESEEAN B, aFH%
BEANHEBEREMESPEEHREN ECH, m
SR DAEESTHBIAECKEGEE P ECRE
HERBED 30 pg/L" XERAANARERR
(US FDA)HLE 1988 LA ML R B HE (B
HE<14 %v/VEC RERERGEAED 15 pg/
L®, HEiPEEEHEHEE P EC R EIRHE.

B A 5EEBEASOIV)HIA GC/MS &
HTERE OB EC W€ AR ik, JF i ERAE
BERIHGHLAET R, EETEP,KER
VR AR K 2R {8 B 5T E NS E TR
RAEKZE, ELRANEERAEL, HHE
BREF XA BEFEXIKZELGEHE—~ER
BEEM ECY, EERR P, EoAfEE
SgEAKZESFREME T EC,

X F OIV 47 7# # # Resolution Oeno 8/98,%%
BGC/MSAHEUAEFMARB (n — Propyl
carbamate, nPC) PR, B E 47 HE T R BB 1, A
KA T K 2B B R R VB, I SR 2R 1B K B R, 4 X
EREHE S EC NERESPCHTTHE.

1 #MHEHEFE

1.1 {88

GC/MS. Thermo Trace GC ultra—DSQ, £ H
Finnigam /A &4 7= ; Je % &£ (. SENCO W201, &
BHARARAE™&; BHEER/ME: 50 mL,
Chem Elut,%H Varian 278> &,

1.2 &#

EC %37 5 :CAS 51-79-6, 4l i >99 %, Sigma-
Aldrich 22 ® 4 7 ;nPC M5 . 4 >98 %, Sigma 23
B EE  Eal, KRBT R ERAZRAFER
fl T EE . A, KR e TERA
AEAR. A, PEREAFANT 4L
oA aE, P ERBAFAN PR A, X
BITHERAERNIF R PO,

1.3 KEHZE
1.3.1 AR AGEH

DECHREB®® 1. 00 mg/mL, ¥ 100
mg ) EC AARMAER, U 100 mL FEEEE;: &
YRR :10. 0 pg/ mL, % 1.0 mL EC BH A 100
mL AEEF . ARERREZE.

DPCHREREM BH:1.00 mg/mL, ¥ 100
mg § PC WMBER, X 100 mL AEEES: &
W :10.0 pg/ mL, ¥ 1 mL PC B ¥ M A 100
mL ZEEF AIAFBBREZES .

1.3.2 PC WM#A#&#& 800 ng/ mL,¥ 8 mL PC 45
HBEBMA 100 mL FREF, AEBAEREZ
E[sjo

1.3.3 #Xgaemd #H1.3.1910.0 pg/
mL & ECAR¥E T K I 2 18K 2, o ) U B 9K

H#F % 100 ng/mL &) EC R B .
1.3.4 SPE #¥RF ik
DELRBN EERBEMZWENERELT

HATIE , BAKEAE R, A 100 mL & B 4 o 2k /b
AL EE 50 mL FEERmER/AME, HEE M 100

- mL Kk, (IR LR ERE T AR,

DEH HEMEAEEAELENEEER
H, A 10 mL 2 MK mh g B AR, JE K s ik T K R
AREH,

DEHE LHBREEPEE -REE,H 3
5 BRI BRI AK e, R

OB WMAREEH _EF K ECHRRT
3%, LA R 4R
L3.5 REHFAHLHLE KRERERBROE
il FZRIE KM 1. 3. 1 Fp ity EC 5 I8 A PC AR ME
BRHATHER, BEUTKREM ECPC KERK:
(200 ng EC + 800 ng PC)/ mL, (400 ng EC +
800 ng PC)/ mL, (600 ng EC + 800 ng PC)/ mL,
(800 ng EC + 800 ng PC)/ mL, (1000 ng EC +
800 ng PC)/ mL #1(1200 ng EC + 800 ng PC)/
mL,

BEABERANLH ERRRERENRE

PR 1.0 mL, B T 100 mL /NgE#R b, I AZE
BAESARREEE 40 mL, B, BRAFERE
FORERAZERRETRE. BRBRE%A 10
g TR  WEER BT, R B
HEREARNE 30 CHRETHITREG  REE 4
mLEZA#HZE KD RS, AL BH K P RE kR
KRR, FECEEHA KDY, ERBELZETR
HZE1mLHEZBLEPHT GC/MS EBAHT.
%t EC-nPC {yig E AR L {E#1 EC MR B IR E L HH5
HEHMAREE, BRI EREE R,
1.3.6 HHAASGER HHBIEHERR
20. 0 mL F 100 mL /MgE#R#, LA 1. 0 mL nPC iy
BRI B AR AR 40 mL,BAES,
EAERAS, ERANERESEAGTRAZA
SR ITIRN . IR EEFRA 1. 3.5.

REAEHEEREG NS A THERNE,
1% 3% 4 fn 6* R TFAHEHE.D
1.3.7 GC/MS &# @GEXNF.DBWAX EHE
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5 &4 % H X ¥ R

#21%

%k 30 m X 0.25 mm X 0.25 pm, £ O R#E
190 C,HBBF:HE 40 C, A 2 min, RFEL
10 °C/min F+ £ 180 °C,{##F 0.5 min, Ll 50°C/
min 1 #EFE 220 T, 44 4 min, BILHIFHAR
S BB E 1.0 mL/min, A4 F B, i B R R
1.0ul,

R & B FIHRERE 220°C; AFHE 70
eV EDEE 220 C; i 15 d & 1568 Vi il
BF m/z62.74.89, EBE T m/z 62,
1.4 XiE4® FF DPSv7. 55 ¥ 4E 4b B R 4%t
LRBENH EBEFHEHEITIN.

2 %R5#®

2.1 ECEERMMEFHEHIE

m/z 89.m/z T4 FIFIEE F m/z 62 & EC &
BEAWFRATFSIMBIFHET. B 1TLUES,
m/z62 EIMETHRERK. m/z262 RKEHK
FEBMREEFRELEYHBERT (RERE
EEPRAS R ENYR WEXFRPE.E2EF
MRS . B ESERENECHERRT. —
BERT .m/z 1A FEGEEEGHEIT R
B REAREEFRZE MAFRUFYHE
BE, 7 m/z 89 4, EC MR B MAEAERN
ECHERTERTETF. Bit,m/z 62 hHEHH

EC A REMMERAT.
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Fig.1 Mass chromatograms of 100 pg/L EC standard
and the retention time of the EC was 13. 31 min

i & 1(a,b, ) T 41, 7 E H EC S BRI GT,
—MAm/z 2T ER. A2 AEEERECEE
$ 25 ug/L BHFE m/z 62 AbWEIRE
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Fig.2 Mass chromatograms of wine containing 25 pg/L
EC at m/z 62
2.2 BREsPERMNENERMNYE
pH A ER pH, —E R A EEE N 160 mL,

BRI L3 6, BUERAR 10 mL, #TERAF
#4T GC/MS 4447 , LA EC-nPC i3 B L AH S #5 4%
EERSEEFEBEEN EC XRE KK
W, ZERWA 3,
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Fig.3 Effect of adsorption time on EC recovery
W 3 B A B R # 4T B A AL ZE 10 min
fit,EC-nPC W TE F L X B A fH. SREIEKH &



#F1H

FH%E AHERZELSGC/MS (AN XHEEPALATRLE 65

o4k o 6942 B iRl , EC-nPC e T B L R I8 m .
ZREWHFENH,10 min, 15 min,20 min, 7 p<
0.5 KFLERHABENEZR. ANKEFRAR
% ZE K o 45 B i (] 4 10 min,

2.3 pHEXERMEMN

FABEARAEEAERY pHE. FR pHE
WEETEE N3 0~11. 0, “FFRAEGE X 160
mL, BREREFREBHFKY 10 min, &HEEF %
1.3.6, R 10 mL #ITEER . RF#1T GC/
MS 447, L EC-nPC 2 E R L H H IR, ZE B R
pH Xt EC X BB M F W, EC-nPC B H AL
A, X ECERERT LERME 4,

g & 4 W, R B SPE ik, W pH X EC %
WERZ RS, pH EX 7. 0 B EC [E 1
K. WERMLLE BIRLEREL-F. HNR
BERE.# p<<0.05 K¥ E,pH 7.0 #f EC #[H
WA E pH HEEK EWEE p<<0.05 K LEF
BEHER, LTRERYE Woo fil Lachenmeier™
EREMBEREF—K. B pH X 7.0 8f ECER
1ol i BB (B R o R 28, th B M SR
3, B, R R pH X BB i VLR T
—BHRE.

BEARSGR HHENAR pH HE 3.0~
4.5, Hit, £ SPE FEEREHAE S EC
B, F R A pH R A A 5 pH.
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Fig. 4 Effect of pH of model solution on EC recovery (n
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Fig. 5 Effect of dichloromethane volume on EC recovery
(n=3)
2.4 —EPRARMERNTMW

HHEBEXE B 10 mL, % pH EXAH A
R pH BSERPHEBNESN 10 min, FRIF
%136, 5 _EHPHRAEN 50~200 mL At
EC-nPC # T R A K Z m (F 5),

A US4, b E S B bt A B R, EC
FERE RGN AN, E R B EAE RN 175 mL
B, EC-nPC W H R LS R K H. hagm=&
Rt &, ECoPC TR ILEAHEM. 28
EWIF £, R R e AE N 175 mL 1 200 mL
B 7E p<0.05 KFLBEFBENZR. BltidR
A S BEEMAE N 175 mL, Resolution Oe-
no 8/98 P R P AEN 160 mL, BFIRER
A, -

2.5 KERAEHSE

13,5, RIEAR MR B M pH 8 B R pH,
“EPHAEN 175 mL, 3 AR EAR B R HET
B GC/MS E B AR E/R A

y= 0.584 8z— 0.024 9

BEREMRMRE R R = 0.991 0, %M
REM R AR
2.6 HEEPECHERRMUE :

KT 1.3. 6, B pHEN AR pH, =
SRS IR A 175 mL, X 8 B0 HE & AT R R, B
BB A S 2% GC/MS T R INE 1.

%1 SPEZEFBERRD ECARUELER(n=3)
Tab.1 Results of determination of EC levels from wine sam-
ples by use of SPE methed (n=3)
AEE WEME/ EE/ R REME/ ]
B (ug/L)  (pg/L) (ug/L) #/%
1 37.9t1.6 40 74.2%2.8 90. 63

2 12.5+0.9 15 25.6%1.2 87.52

3 24.7+1.7 25 50.4+1.5 102. 82
4 18.0+0.8 20 36.41+1.6 91. 80
5 7.6+0.6 10 16.240.9 85.76

6 6.1+0.5 10 14,5%£1.0 86. 32

BE1IULEY, R SPE i & &P
EC & &, E W E7E 85. 76 ~102. 82 Z [ , % 84 [
WEERHEBN, TURTHSGEST ECEEDY
B

AREFENERE KEBEFE 1L3.6, X 8HH
BRI, ALK E 2 GC/MS 447, i
ERERENHMFERE SRORZ. BRXK
W N &L 3 dEFHRE.

&R 2EE S, B[ — KR 6 AR 3 A7 o R 2
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5 £ H B KX F #

F21%

(RSD)ZE 4.22~8.20 %, & K # 0l 9 48 % 475 ¥ ()

EE4.60~10.13 %, 2REM.FA—-XE5RX

B BE IR 0~0.06 WA Z AN, RFMLE

By EMERALT HEERR.

£2 SPEZRIWEERSKPECERUETERR(n=
3)

Tab.2 Accuracy tests of EC levels of wine samples by use of

BRI EF ML E T . Resolution Oeno
8/98 PR EFRERE MR 40 X Z B R AL
MR, BAERANLKZEFEEETH EC,. AN
HRRIE AR A T AR K B, B, A B T B
#1 Resolution Oeno 8/98 F &R E W% . Reso-
lution Oeno 8/98 J5 ¥k # i€ K 1) i) 181 g & R 5 1 76
90%~ 110 %, {A A B 5 #, B W F £ 85.76 ~

SPE method (n=3)

102. 82 %, ;X 7] £ 5 Resolution Oeno 8/98 J5 ¥ i

§@§[$;$M&E BXRWAE __ mok EERRTZ RS 5 ECTIRECE
] (ug/L) RSD/% (ng/L) RSD/% fHEHE.
1 37.9+1.6 422  38.2+1.8  4.71 Resolution Oeno 8/98 J7 ik # & K A+ Y
2 12.54£0.9  7.20  13.3%1.0 7.52 FEEEARSTF 4 min BAFRE R, FBEHET

fg 42 Gt E R F 10 min, &0 B R TFE.
A B 50K P AR B 7% RO %98 P EC B,

3 24, 7£1.7 6.88 24.4%+1.4 5.74

4 18.0+0.8 4.44 17.430.8 4. 60 W U 4 B4 pH ﬁ%ﬁiﬁ%p]‘l,ﬁiﬁﬁﬁﬂﬂﬁgﬁ

5 7.610.6 7.89 7.9%£0.8 10.13 B atiE Y 10 min, & P AR N 175 mL, Eik

6 6.1+0.5 8.20 5.9%0.5 8.47 RRARAHEERREY, AEERERE—EH
HHREMERYE, TUATHEGE S ECETERN

3 % & Ak 7 M % AL AT, T B MR RN

3.0 ug/L,
BAEERER OIV EEFEMEH KA EC &
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