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Characterization of Volatile Compounds in Vidal Icewine by
Comprehensive Two Dimensional Gas Chromatography—Time of
Flight Mass Spectrometry

HUANG Ling', LI Jiming®, LI Lanxiao*, XU Yan', TANG Ke"
(1. Key Laboratory of Industrial Biotechnology ,Jiangnan University, Wuxi 214122, China ;2. Center of Science and
Technology, CHANGYU Group Company Ltd., Yantai 264000, China)

Abstract: Headspace solid-phase microextraction combined with comprehensive two dimensional
gas chromatography-time of flight mass spectrometry was used to identify the chemical profile of
Vidal icewine. Totally 253 compounds were identified in 953 existed peaks through standard mass
spectra database,retention time and comparison of retention index ,including 53 esters,40 alcohols,
39 phenols,35 terpenes,25 aldoketones,21 furans,12 acids,9 sulfur compounds,9 lactones,6
pyrazines, 3 pyrrols and 1 pyran. Meanwhile,31 of these compounds have relatively high contents
(relative peak area over 0.5% ), which indicates that these compounds may have an important impact
on the formation of the unique icewine flavor. While some trace compounds with low threshold such
as terpenes and sulfur compounds may also play a significant role in icewine aroma.

5 B H#: 2018-04-03
EE&WE: BHRHAFEIETH (31501470) ; VL34 WF 58 £ BHIF 5 92 B AH 130 5 B (KYLX16_0801)
*EASIER : R (1981—), 55 il Bl G IR AL 24 5 . E-mail : tandy81@163.com

A5 d o £ 210 2020 FE 39 £E 11



RESEARCH ARTICLE

HUANG Ling,et al: Characterization of Volatile Compounds in Vidal Icewine by

Comprehensive Two Dimensional Gas Chromatography-Time
of Flight Mass Spectrometry

Keywords: Vidal,icewine,comprehensive two dimensional gas chromatography-time of flight mass

spectrometry, volatile compounds

ORI 2R -8 CRIRR T, TEfi% 4L 1 A
R VKR 4 A 2 TR 6 1T AC A A5 4 175 (Vintners Quality
Alliance, VQA ) , HplURy (8 R i T 20 fef JH: 55 25 i ) 4
AERIRFFIE | HA B2 S o B 3h XC H
LA T s K R 2 T 0 BB B SR R AR, BLAE © 2K
B KR A A — o B E K
5 25 10 T 7 ) IR AT R K R e T R R Az #
DI B Wt SR H ] K o 2 T 0 70 AR
SO WIRA R TR) L, 5 ELAE BT b A A D
B (im0 ] 45 ) A 7 1 DK o 2 T 0 A e el s,
1T A AT 005 5 DK 20 T v %) A A0t S IR DK
2] 09 DA R4 12 8 DK A 2 T o o ) o [

AT AR A 2 T R 2R RO R DN B 32
BT AR D, 20 E AR TS [ AR 2
IR &8 B SR 35 B o 3 3k R gl AR IR o A 2 3 b
A R AT T oA, R e T H Ry 59
AL G Y, FEONTRIE (B R 2SNk R 2 1k
B BJE, R FRE A Ak N ) R
FHG A UL 456 S - T OB 2 B4 & R -
K06 FH A B A e e 0 86 4 TR 235 5 /<0 T K D 4 T R X
AN [) 4 2 ot b ok A 2 0 (6035 R B Bk L RUUR R
A UKA A ) b AR SR AT T . TR
J Ik B BE A -, b 3] S5 IR — 25 R P ] AH A s
AW (gas chromatography—olfactometry , GC-0) %}
BAR R UK A b B TR H RS YR
FE TR, IEAE AR UK Ak 0 L X vk A <A
DTR3NS 8 A 22 iR e
ok ) VK A v R S M R XY
Fm TR UK A b A A O AU X K
AT 2 T DR A G 11 A AT B0 T A

SR, H ML — 4B A i 22t BURE b
T U TS 1 IR 0TS e E R S R A HER I . AR T
—AESAR A, A RO 3% BT S R O B
R ORE R, O 2 T E SRR FE R
OR3P ES P 2 o ot W (RN TN -4 1)
FH T ORE (o o 2 AR AR 2 g e ) 1
TUSE ) ) U 2 POAE A XU 823 64 A

AR E AR T T R S e 2 g
P S L W s I UK (781 R (ENE N 1 D Rt
SR TS XS UK A T OB TS IR S A il . PR R
JH A Z4E SO 35— C AT IR 55 % (comprehensive
two dimensional gas chromatography —time of flight
mass spectrometry, GC x GC-TOFMS) % yK % % 14
FERNE W BT R, XA J5 ZEIR AT 5T 0K A
2] T3 4% 1k KU 6 86 ) A 2 A I B B R A BIL
PPt TR SR oy R — 2 IO DR 4 0 o 4R
ks 1 IS Rl

1 s

1.1 RS

JER AR K A 255 119 < 5 K e 4 TR RO A B
23w P s C5-C30 TEM ke ke - KDL 52K 40 A6 T.0F
FE b o
12 (FEH5EE

4 TR SOR B 1% - AT I ) T S &R 4 (Agilent
7890N S AN %) - 35 |1 Agilent 23 & 7= f ; KT-2001
VW JE 6l 2% . 38 [E Zoex /A H] 77 i s Pegasus 4D kAT
B[] JoE A% - 25 [ Leco 22 A ™ i o

2 c¢cm 50/30 wm DVB/CAR/PDMS = #H £ B 3k |
[E5] A A IO« SE [ Supeleo 28 ) 77 s B11-2 #4
TE R0 e PE Ay . L ) ARAER A B |
B150/7.5 x 15 mm B 34561« LW A8 28 1 7 i 5
HL A RO M RR BRI 2 A (i) A R w77 o
1.3 7k

T0 23 B A AR AE B B 8 mll vk 2 T R
F 20 mL TS AR SO A 3 g SAREA K dE T o
ZIOREE 50 °C,FE 5 F 8 5 min, 220 45 min, 5% 3
250 r/min, ARG AR K22 0L BT GC A
I1(250 C) @M 5 min,

ST A SR — 4 3%k DB-FFAP
(60 m x 025 mm ID,0.25 wm), —4E {03+ Rxi-17Sil
MS(1.1 m x 0.25mm ID,0.25 wm), 3% 5 . ghk
FHREE 250 °C, DU i G A . — 4B IR A I
R EIGEE 45 C44F 2 min, L 4 C/min 1)

JOURNAL OF FOOD SCIENCE AND BIOTECHNOLOGY Vol.39 No.1 2020



KA F AR ROKH F B AR A R 00 A = Y AR &5 AT B R AT

MR TR E 230 CHAREE 15 min, 48§25 98 6l 1] 7]
4 s, PRPHIEE]Y s, P MR B2 O 20 °C, 4k
FE I AR TH IR ARl 0GR 40 CARFF 2 min, LU
5 °C/min JHE % 250 CHAHF 5 min, U4
H A A i 1 mL/ming

KA R BT A A R EL B IR B TR
JE 230 °C AL 2 280 °C, Hy R4 70 eV, Al
R AR R BB 35~400, KA 100 spectrum/s,
B EFE S 1430 V., %udE 1 LECO 23 ] Pegasus 4D
AR R A

Kot ab 21 A AL RR B A ChormaTOF H {4 %) 2%
AR A B0H HEAT R BT, €0 W 1) 068 58 0 S| B 24 s
0.2 s, A 35 M L KT 200 B9 (35 14 5 24T A
S AR I3 fifk 4 AR i 1 P28 (mainlib, Wiley 9 Fi1 veplib)
FEXS, iE— 20 5d 2o f B 4 B0 (ff B 18 ORI C5-C30
THEAT ) 7 P I 59 B o e 24 45 TG WY JRUA o3 ik A
JHe 26 55 B R B AL G, e PEAH RLRE B SR AR R
AT 800 FIfL & IE I B M TE S5 R .

21 BRRKEEEELZERSEES T

BT A THEOM 35 S AT IR PR 3 BT
Ik, AR AR DR A PR I E) 953 A3
W, &l 1 R

8e+007
Te+007
6e+007
5e+007

4e+007

3e+007

2e+007

164007 L L ll \
1st Time (s)

2nd Time (s) 500 1000 1500 2000 2500 3000 3500
spectrum # 0 0 0 0 0 0 0

50000 100000 150 000 200000 250000 300000 350 000

(a) 4B T A

0 1.000 2000 3000

15 RT
(el Iy il
Bl BRRKEEHBEGC x GC-TOFMS i — %K — 4
REFRE
Fig.1 GC x GC-TOFMS total 1D and 2D ion
chromatogram of volatile compounds of Vidal

icewine

18 3 Pegasus 4D T A ul X Ji 1% B AR R 45 &
AR EC R, et T Ly 253 M AR A
Y, Horp AL AR RS 53 B, 2 40 i, D5 R IGAL B )
39 B, Wl M 35 B, AR 2 25 B wR S 21 B, R
F12 Fh ALY O B, NERZE 9 B, H A IR I LG
Y1 10 Fh (1 2) o AT —4E GC-MS X} vk 4 18 7
AT, GC x GC-TOFMS 3 it} 51 47 1) 73 B3
BRI A8 A IR KR 25 T R I 3 ) 2B R
TR B—IRAT A T I y— 1% P T — 4 H 08 Ik [1] 1 2y
1696 s, {B7E — 4k | (Wit a] 43 5]y 8.4 .15.1 s FlI
17.9 ) RERSARAT 1 73 545 3] 3 A~ B0l 1 €0 3 i
= | WeBES %3
Ly

ST

| 7453

f£40

DT

B2 BERARKEHGELEEHUEUMEREE
Fig. 2 Classification of volatile compounds qualified in

Vidal icewine

TE %858 B FE R A o TP, RS RS IO A
A G b A A B I 52% o TR IS TE I A
BERE MR OHE TR LR 5 LRSS 5
T FR U A PR KR B A o BRI 7 B R 2
Sb BRI BN IR T TR 2- 2 MR LT \9- B R
CBRAF AN RN 5 R MG o 152t 2 1 28 T v T Y
WURAC W, Q-3 C 4 i 30 22 B LG 7 R
o HEBP RO . CRA TR R L5
FEAG A PR B AR A, TR AS A0 7 LA 1 | A
JEARE A-CEERIE AR . T A B 2 Al 42 {16 A A
FH A T o

WA A5 W BORIR T TR R A A
e M A — A AR A R AL MR
M 35 RS (R 1) ERF5EH A
R W S 26 B 5 5 — A - o 0Bk 7 AR 2R DK 2
ORI 31 24 TRk A 2840 5 ¥ Ma P 53 GC-0-
LR AW e KRS B v S I B B P B
SE B 3—p—WEAT M . A IR o= KT R BRI

A& 5 4 £ 210 2020 FE 39 BE 11




RESEARCH ARTICLE

HUANG Ling,et al: Characterization of Volatile Compounds in Vidal Icewine by

Comprehensive Two Dimensional Gas Chromatography-Time
of Flight Mass Spectrometry

W (E)-% 80 . AR | cis— 4 75 T S5 A 5 1) 24
RAE T T — A S i AR DK 20 T 94 A 0 o
Wb A A SCHRAE o 3—p— AT M AR £ A 25 1
TR B R BT A, AR R RN,
KT M SR R AT B A Y HIX e F B Y
TE VKA T TP KUK ST kA 5 ik — 225 B- RS
Pl | A L 1 ) L 0 R AE A, 7 UKCH % T R UL
H B E 7390 0 1.05 pg/L.0.09 pg/L, 3 W A AL
YWt E R vk T A R A B TEk &Y. TDN
(1,1,6-=H H-1,2-"Z%) 764 4 11 P S BT
Wi, e ] A 1 T Y T T URRAE , A SRR
T IBAR IR UK 2 T A S 1 23 A R R T 3
ZeEY.

B AL A AR (L B R 1 A R ALE £

PR BN D 2 S R AL & 4, (B A B 23 B AL )
XHEE Al A KU R AR B B A o JR IGE , BEAR I
S 2R A L I R S B R PR A U S B AL
P TV T OC TR R GE ik A
AW FEAE AR vk A A 2 T 9 RhaAE
3590 S T H R | A A 3~ FH R B Y IR £ T\ 3- 1
B L P I 2 Wy Y A— P -5 2 0 S g e 2
HHLIE OTR OB . I-2-F -4 -1, 3- % Bt 7%
WO ke 3- LA NI . Hrf 3 FH B I N R A 0K
A BRI A S A UL, O B vk
I REAR A UGN BAT B2 R, T SR R
S P BRI o X LemAL P E VK
2T TP A LR SR AN A E AT I AN T
X DK A 7 TS 1 A A AR P R i ok e e

JER B4 i URBIE TS 1) — R . R R4 K (52 b X S R U A T i — 2 T

®1 BERRKEEBEFHIEGFELED

Table 1 Terpenes in Vidal icewine

FEABLRE | SR Bl TREBIEH | BRI
1 2,4-3¢ U 13643-08-8 899 935 6401 1005.7 919
2 3—p— A f 500-00-5 878 880 5277 1065.9 1075
3 VERER 123-35-3 929 929 7415 1134.0 1164
4 a—7K I 99-83-2 922 922 7631 1136.1 1160
5 B-IK T 555-10-2 930 930 6101 1200.8 1195
6 (E)-B ) f#% 3779-61-1 909 912 5483 1226.7 1250
7 1- 5N S —4- L3R O U 586674 902 902 4938 1260.8 1271
8 B Bk 16409-43-1 869 874 8840 1355.8 1390
9 1,5,8—p—TH M =4 21195-59-5 926 929 5619 1432.0 1391
10 6— 1 3 —5— Bk I HE—2— i 1569-60—4 922 927 7644 1433.7 1468
11 AR ALY 1786-08-9 939 939 9479 1448.4 1500
12 - PR A 432-24-6 828 844 7052 1448.6 1430
13 cis— AR WA L 5989-33-3 928 928 4209 1477.7 1478
14 trans—J7 73 % il 6752-80-3 852 916 5185 1500.7 1501
15 LR 78-70-6 948 948 5008 1515.6 1552
16 1-(1,4-—H 3E-3-FF 2 M —1-3E ) Z i 43219-68-7 886 897 7830 1531.8 1504
17 ] 75 W o 65416-59-3 900 911 6903 1536.5 1527
18 11 i T 586-82-3 911 911 5754 1548.2 1628
19 A—TH it 1 562-74-3 945 945 7614 1576.5 1612
20 JIod Y A 29957-43-5 941 941 9150 1580.8 1613
21 SR 2 HLIR I A AL Y 56752-50-2 895 895 9363 1609.4 1619
22 trans—{f kt 2= 41678-29-9 849 856 5652 1619.1 1602
23 D AR IS 116-26-7 923 933 8916 1627.0 1617
24 p— T — 19— 20548-14-9 889 889 9112 1634.8 1620

JOURNAL OF FOOD SCIENCE AND BIOTECHNOLOGY Vol.39 No.1 2020



KA F AR ROKH F B AR A R 00 A = Y AR &5 AT B R AT

g1
25 B-I A 432-25-7 878 891 7853 1637.1 1622
26 2—(4-H 4 HE-1,4-3F 8 I —-1-3L)-2-N i 1686-20-0 834 846 8778 1695.6 1723
27 7 i R 499-74-1 939 940 6967 1695.7 1714
28 trans— I BB i 4 AL ) 39028-58-5 927 929 7882 1706.5 1724
29 5 B 89-81-6 910 918 8001 1708.8 1743
30 1,1,6-=H3}-1,2-—5Z(TDN) 30364-38-6 898 916 8313 1761.8 1712
31 K5 i 23696-85-7 899 899 7727 1776.4 1801
32 B-K I il 23726-93-4 924 924 7674 1787.5 1830
33 cis—2 7 i % 3310-02-9 856 866 4303 1835.6 1783
34 ¥ A6 T 106-25-2 887 892 7008 1853.1 1806
35 AR A P TR 17092-92-1 834 849 9241 2397.8 2354

TEa, PR B R BORIE C5-C30 IEM bR 115045 s b, ik 51 NIST il 1%

22 BRRKEEHEELZERSENESE

R 4l 2 1 A A G ) Y e ) S e T AR 2
il S (B 3) , S i /N FRR W T AR KD, i
&AL g B ER O A GAG G e T AR e, TR
Z2 R I TR | PN T B AR L e A e T AR X A
%o HroAE X B i (W T AR 7 Sk & i T AR L 1))
m T 05%MLG WA 3L F (£2), GiECKR.C
BR F T OE OO 1T - -2 -3
1P fsE 3R 1, 2- N s i-3-C sl . 2,3-T
TR I-BERE TR OBR VBEHIFR — Ol (R O BE
TR LR T LR 7 IR 2SR g
LT 3R -2 T ORI 2,4 TORCT R

2R S e IR 45 T R 3— P At R P I o AR R vk
2] 9 R WE B A R B, UL A U S )
TR A U ST AN 8 ik T R T
I il AL SR RS Y B B i B, Y
I, 3 — 20 B R AL I IR A A B
SR T HOOT DA 2 T A R ST S L, RE S T A
THT R AR 1 ik I 4 T 18 UMK 38

F2 EMERSY (EERAUAYWBETRIES) 5T

05%MESUEY
Table 2 Aroma compounds in Vidal icewine with relative

peak area over 0.5%

(a=g]

HH X 18T AR 23 4 %o

By LR LT R SR SR 2 Y AR L -3 HY it 1 L’ 64-19-7 10.08

U] N ] AN o (A R 7/ PPN & C 142-62-1 9.42

oy MR R MBS B 4E 3 Rk 1L 51, XLtk . 5T 78-83-1 6.86

WAL FIC T DK I A M 2 g v R R AT RE S oK 4 ECE 11=27-3 %

AT R AR AR A R A B . Ma SEPE T E 4 sk > =T 71-36-3 246

_— 6 1-75p 71-23-8 5.23

tor ) e, ) 7 -FM-3-Br 3391-86-4 435

L4r Py -ge S %ﬁ 8 1=k 71-41-0 3.64

2, .' ity 9 3-F R 589-98-0 3.63

=T o .5 ' o

g L e - ‘*o 8 10 1,2-7 57-55-6 3.04
St Be o Qi - . 0 1 i —3— 0 S i

& 29 , Wi-3-C 4R 928-96-1 2.89

Hos| ot 9.t " 2 23-T-® 513-85-9 2.42

06 , - \) L 13 1-pEm 111-70-6 2.34

0 400 800 12:)(2@41—'“?;;)#[‘;200 2400 2800 3200 14 2T 141-78-6 228

B3 BRAKEEEFERELENS S 5 WAM—CcM 12325 L

16 EE W 2R 123-66-0 177
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