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Comparison of volatile aroma components of Jinzhongzi Fuhe-xiang Baijiu
by liquid-liquid extraction and headspace solid phase microextraction
combined with gas chromatography-mass spectrometry
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ABSTRACT: Objective To clarify the effect of different pre-treatment methods on the extraction of aroma
components in Jinzhongzi Fuhe-xiang Baijiu, and determine the suitable extraction method. Methods Liquid-liquid
extraction (LLE) and headspace solid-phase microextraction (HS-SPME) were used as a pre-treatment method to
extract the aroma components in Jinzhongzi Fuhe-xiang Baijiu, combined with gas chromatography-mass
spectrometry (GC-MS), the qualitative and relative quantitative analysis were carried out. Results There were 28
common species in total, 35 species and 18 species in endemic by the 2 kinds of different pretreatment methods. LLE

had a good extraction effect for esters, alcohols, acids and other non-volatile aroma compounds, but not suitable for
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volatile aroma components; HS-SPME had a good extraction effect for trace and volatile aroma components, and the

effect of the extraction of non-volatile aroma compounds was poor. LLE could concentrate more kinds of non-volatile

aroma substances, and HS-SPME could concentrate more volatile aroma components. Conclusion Two kinds of

different pre-treatment methods of Baijiu samples have their own characteristics, which can provide more

comprehensive and complete data support for the determination of aroma components in Baijiu.

KEY WORDS: Fuhe-xiang Baijiu; volatile aroma components; liquid-liquid extraction; headspace solid phase

microextraction; gas chromatography-mass spectrometry
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H ] P LA AR A R, A A ROk, SR
B | PR ESRAS AR, AR RIRAZ)
LRI SRS SRR TESEMAN, HAA

AR Y T <R TG, SR 2R R T R R,

A HEE T A AN H AT, X R
RELFETHEEMERG RS 5087, ATk E R
FH I B (liquid-liquid extraction, LLE)™ THiZs [ AH# %
W 3% B #5 (head space-solid phase microextraction, HS-
SPME)P! | ZE{3#£ It (distillation and extraction, SDE)“ I
FEMEN [ A L (stir bar sorptive extraction, SBSE)ZP ) 4k
EE OIS TS (gas chromatography-mass spectrometry,
GC-MS) AT S BB M i i A Uo7 # . Hirh, LLE 7EARHK
TSR AR o3 T HA 82 A, HS-SPME 7EAE I
IRER AR PR A 5 H AT B ssR, LA 2 Bk R
T A A SR T AR Z N A, T SDE #1
SBSE H1 T3 B HOA BIAE R i 29, 1Rl Ao
5 TG A FH A8 D o AREARDIAR S ¥E, LLE SR A o3 25 3%
PO AP &S5y, W LA AR BRSO,
YHBER AP A SSER B ds . SRR, B A
KL RERT . WRAE R A B R S e
HS-SPME ## Bk B FRANAE S Lo <M, W&
MRy, ZOr R BGT RRTC TR AT, SERE S R IR 45
EHT . BERESE T, RBGT ARG | R, SRR RN
SRS AR | MEFE RN R B B A,

YU, ABFSE5IR A LLE il HS-SPME, 454
GC-MS X & F B A G B A TR, LI XT L
TP BRI . AT SR LA 2 B [RIRTAL 2R 5 ¥4 i E
J BRSO3 A I i Ak 3 125 Y e AR A S A,
TR P A SR SR A S AN 4 i e B O B ikt

1 MR5RZE

1.1 #R5R

A PR A BRI (RS 63% vol, W4
F—F0 Ml B A B2 W) ); AR BRI 4l U pE T Ak 217
), ZkCrirat, 2552 R A BRA D)

12 UFE5EE

5975C+7890A ZEHEM S O35 - Ui I H AN [ F 4
i (electron impact, ED) & F i, ZHRARHEARA A
57330-U F3) SPME #i#£4%. 50/30 um DVB/CAR/PDMS
[E AR UEEECGK (35 E Supelco 2AT)); 85-2 [HIEME S FE#s
(R AL AR AT PR 2 Wl ); RE-52AA Tl 28 KA (L i6F
WoE LA ER ), DC-12 WA (W e B2 AU AT PR
2D, TR NS RAL AR il 35 A B2 H]); 0-100 4
K = 3 B BT GRT T AT R A A AR AR )
1.3 XLWHE
1.3.1 B4R

FRIE RE A AT AL BE: B R B F KNG B A B R
TG BT RG E F BEE 10% vol, FEE T E# 7KAG 4 °CIRIR .
132 RRFRE

IURF DB AE 100 mL, SRAE WA, H 100, 80,
60 mL ZFk43 IZE B 3 IR, B IFA NI, Best258 2 10 mL,
BEARWRMLE % 1 mL, it GC-MS 47,
133 = BAMRERE

AP B IINAE 5 mL T 20 mL A TEZSHE,
A 3 g NaCl, JEAREIHFERGF, BeBMS, K2 B0 E T
AHHZEBIHENEACTE &, =B FHEN 250 vmin, TEH
60 °C; ZEBCKAES FIFTHH A 240 °C GC BERE TR 10 min,
Bl R AR AR AZE RO, Z5H 40 min; BUHZERCK S 7
B A GC-MS #RE I, fEFTIREE 240 °C . U AT ] 6 min,
1.3.4 GC-MS &4

GC 4ffF: 446 HP-INNOWAX f7 3 & 40 4 A&
(30 mx0.25 mm, 0.25 pm), He(ZEE =99.999 %)\ N3,
PN 1 mL/min. FEFFFHE: EIFIRE 40 °C, 4EEE 2 min,
P 2 °C/min #EEJFE 100 °C, FHLL 4 °C/min J+ &
230 °C/min, #4E:F 3 min, JRALE IR R 240 °C, Ai: 5:1.

MS ZA4: BL iR, B e B 350 Vv, BT
BEH 70 eV, RTHL A 200 pA, HEOIRE 240 °C, B
TR 200 °C, Tt FE ¥ Hil4E m/z 33~450 u.

EPEN P IR GC-MS B T i E 5 2 H
R br WE F R WF 5% Fr (National Institute of Standards and
Technology, NIST) 11 JSTiE/EE i 1Ak & Witk A7 L X (DE B i
=80%).
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B dn 2 4 R R I A 4R 5124

R FMARARL —-StE e e HsEY
5T AR 1 (%)
1.3.5 #dEHH7

K H WPS Office Excel #47JRHEIEALHE, Origin
2017 JEA7 b KA

2 ZERE545
2.1 ARAEGEEHESHRSH GC-MS £
LERITEE

2 PR [RIRTAN R IT 454 GC-MS /& AL 3/ 84

WELER L 1, HF 1 AL SR LLE HA0H 63 Fhik
AW, HAEESS 2 Bl BESE 8 R, RS 32 Fh, BRZE 7 b

FIRFE AR SALAY) L R B 3 Rl Leked 3 R &
RALA Y 1 Rl B 1 Rl SR HS-SPME A6 H 46 i,
H, WSS LRI BEE S AN, BRIS 28 Ah . MR 4 R, e 2
Fir, SERALEY LRl bR 1Rl AEALEY 2 Fh . 2
2,

LLE 71 HS-SPME #:ill #1445 1534 28 Fift, LLE %
R R 35 Fh, HS-SPME A8 2] i 4545 B A
18l FHEE 1 0%, LLE A3 2] Bk & 2L &9 A
fZS % /b F HS-SPME 4b, HAhRI 1L & PRh 2y
LT LT HS-SPME, % I, A R Fif A B 7 i A 1) 4
) I B T AR X5 e T 2 B A R T RE SR 10
WUk, LLE 5 F HS-SPME,

F1 2WHARRRESALES GC-MS KIEHPESRINEELER

Table 1 Identification results of aroma components in wine samples detected by 2 kinds of different pretreatment methods
combined with GC-MS
ke e ot/ EA CAS & i B4 B[] /min JUN S ARXT 5 /%
LLE HS-SPME  LLE HS-SPME LLE  HS-SPME
1 ST 000078-84-2 1.9129 90 0.0247
(2 S 2 SR+ 000590-86-3 2.7652 95 0.1393
3 I 000100-52-7 19.2860 95 0.0529
4 1E P 000071-23-8 5.4329 82 0.0152
5 ST 000078-83-1 7.6576 90 1.0382
6 (R)-(-)-3-H1HE-2-T'HE*  001572-93-6 8.7843 95 0.0611
7 1T 000071-36-3 9.9786 91 3.2627
ok 8 %’ij% 000123-51-3 11.7698 9.2461 90 82 2.6600 2.4523
9 1R 000071-41-0 12.8629 80 0.1399
10 IEC 000111-27-3 14.9426 83 0.4551
11 2-PEE 000543-49-7 14.6350 13.9506 82 88 0.0103 0.0097
12 IE=FE 000111-87-5 20.4518 20.3646 82 91 0.0122  0.0722
13 K EEH 000060-12-8 29.3692 91 0.0510
14 2.5 2. 000141-78-6 2.4619 1.9700 90 86 18.2045  26.7289
15 T 000105-54-4 5.2547 3.6794 94 94 3.9360  2.0465
16 2-HIE TR L TiR# 007452-79-1 4.8434 95 0.1046
17 SR g+ 000108-64-5 6.1600 91 0.0515
18 IR 2 T 000539-82-2 8.2306 5.5863 95 95 1.3907 3.7183
19 LR Y fi# 000106-70-7 7.9411 82 0.0066
20 4-HIE IR L TiR# 025415-67-2 8.2060 90 0.1705
21 TS T e 000539-90-2 8.9144 90 0.0114
[liES 22 TR T TR 000109-21-7 10.8694 88 0.0834
23 CLR 2 iR 000123-66-0 11.6543 11.1000 96 96 32.8070  32.6244
24 TR IR 000106-27-4 12.4151 83 0.0449
25 RO R 000142-92-7 12.7522 90 0.0393
26 PA-AN 000591-68-4 13.9319 88 0.0103
27 CR N R 000626-77-7 14.0475 13.7388 91 91 0.1034  0.0524
28 BRIR 2. T 000106-30-9 14.4953 14.2444 98 98 0.2760 0.3963
29 LR it 000110-38-3 22.8926 93 0.0348
30 7R L Te# 000093-89-0 23.6438 95
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= 1(5)
&Y JpE AL/ E N CAS & 4 B4 B ) /min VC i AHXF 7 /%
LLE  HS-SPME LLE HS-SPME LLE HS-SPME
31 CR S T ™ 000105-79-3 14.9817 83 0.0314
32 TR 53 G 002050-09-1 15.2176 80 0.0071
33 Lz 2.1 000097-64-3 155113  14.6248 88 88 25.1990 24.1519
34 LR 5 le# 019329-89-6 20.7450 82 0.1142
35 R T ™ 000626-82-4  16.5851 83 0.1576
36 TR FiR* 002639-63-6  16.6574 83 0.0213
37 2- BRI TR L g™ 052089-54-0  16.7826 83 0.0128
38 FIR e 000106-32-1  17.1485  17.1046 86 96 0.3190 0.0356
39 2-FRH-3- WA TR W 002441-06-7  17.2352 83 0.0267
40 O R 5 T 002198-61-0  17.6927 86 0.0883
41 NBR-2-FRHE-2-HJEINEE*  000585-24-0  18.0490 88 0.0389
42 CL R I e 000540-07-8  18.9591 87 0.0137
43 PR T e 000138-22-7  19.5177 88 0.0432
44 dl-2-F I R 2 g 006946-90-3  20.1051  19.9649 82 82 0.7811 0.1966
IS 45 CLBR Ol 006378-65-0  21.9253  22.0018 86 84 0.1117 0.0500
46 TR L Ea# 000123-25-1 24.1061 91 0.0652
47 KR T 000101-97-3  26.7069  26.7304 91 91 0.0979 0.7379
48 HFERR L e 000106-33-2  27.9011  27.9631 82 97 0.0056 0.2252
49 RINIR L g 002021-28-5  28.7823  28.8155 98 98 0.1008 0.0121
50 T =R 2 BE# 028267-29-0 29.9904 93 0.0068
51 TR 5 TR 2 it 000124-06-1 31.8491 95 0.2959
52 13-H B DUR 2, Firi# 1000336-61-5 33.0048 95 0.0263
53 T HR . TiR# 041114-00-5 32.7688 94 0.0495
54 TR MR £ e * 000111-61-5  31.8160 88 0.0094
55 FERIR 2 i 000628-97-7  35.1722  35.2150 98 99 0.2517 1.5847
56 9-NHRIF IR L Bk 054546-22-4 35.4750 82 0.0763
57 TR 2, g 000111-62-6  38.4611  38.4653 98 94 0.1021 0.1021
58 IR 2, g 007619-08-1 392171  39.2213 99 99 0.1854 0.1663
59 Z* 000064-19-7  17.8516 91 1.1986
60 THR 000107-92-6  22.7247  22.8684 90 91 3.0482 1.7978
61 iR 000109-52-4  25.6812  25.0673 90 90 0.3488 0.2834
[i7ES 62 cR* 000142-62-1  28.0889 90 1.2867
63 BEiR 000111-14-8  30.1691  30.5647 91 90 0.0685 0.0924
64 FiR 000124-07-2  32.0808  32.0414 90 91 0.1656 0.5743
65 4-F LR * 000646-07-1  27.1692 92 0.0190
66 T 000098-01-1  18.1694  17.9425 94 94 0.4240 0.2427
67 QWL — L 013529-27-6 17.8318 97 0.0137
PSS 68 LR * 000623-17-6  19.9366 96 0.0091
69 2-TK TG 2, T+ 000098-00-0  23.8033 97 0.1057
70 2-BEW; H R -2- 2K Z, i * 1000278-88-6  27.3570 88 0.0349
Ttk s 71 3-(H R 35 ) N IR £ e 013327-56-5  20.6926  20.6198 82 90 0.0146 0.0117
72 IR * 000108-95-2  31.2092 90 0.0083
2 73 4-2, BT B AT * 002785-89-9  31.5848 86 0.0062
74 Xof F g 000106-44-5  32.5286 97 0.0193
75 LI-ZORHE-3-HIE T 003842-03-3 6.4393 1.5705 90 86 0.2123 0.2271
e 76 L1I-ZZERIE2-HIEETHE* 003658-94-4 6.7872 84 0.0920
77 LI-TOEHE2-HEENEE* 001741-41-9 3.9065 89 0.0639
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=L AL/ E4 CAS 5 £ B4 ) 8] /min P fic AEXT /%
LLE HS-SPME LLE HS-SPME LLE HS-SPME
78 A LR i 1000222-86-6  26.5191 26.5523 81 90 0.0045 0.0089
R GHRRRIEL-2HEHR 303097-62-3 21.8622 89 0.0061
N : :
. 80 2-T-fil 000821-55-6  15.9231 15.8189 83 93 0.0192 0.0203
|

- 81  6,10,14-=H K2 Fil# 000502-69-2 33.1396 96 0.0085

T2 *LLE #5002 A 4043 #HS-SPME A B A 405y, Hids iy,

2.2 LLE %58 GC-MS ERNEINFEE SRS 7

A2 1 AT, LLE BB R EA B £ 2R el 28 i
2, HS-SPME #ill B ARG 1o F2A & A G Y AR,
[RIE, LLE A2 e i $0E 2 F HS-SPME, LLE X
IV 1) 2 BB AR AT B i ZEBUOR,, anmRgs . Bk
MR . R TEEA2RAE . LLE A5 Riab 07 sk ) i
SRR R A K RER, O TR E AR R
A TERTHERA ISR, BE2EhumE . T RsAE Tl
TR, JE AR R EORE; MR, RS
TR R LA RS, S (AR A S A SR B A £ 12,
BEAb, KRB REESE . Ze3R . IR SR LAY, TE
R SN, HEERAR, RES AR IR A<, XA
T R A S HAT G 48 B PNA, LLE REREAXIUS
FI R R EH Y, HAERE YRR RS
F HS-SPME, J& &S 2O B AL i 8%

LLE & Z|beta2 ) i £ HS-SPME, [fif HS-SPME
RAGIN RN . B Ry N h S B A 4%, X 1
WAS . RIS HA EEER, ARy
JRHAT — s B AR PEN denl W, X R ek
BRI, FTREH LLE VR A RO, Xt HAR
Yy AT B B REBOSRR,; B, LLE %5532 B AL U I 5
M), N )RR A P45 R0 A S [ 5 R A R AR ],
A FH Tl 75 A [l s AE B T Hh (0 2R B SR ).
2.3 HS-SPME %4 GC-MS # MBI HEHEE SRS
vk

H1%& 1 A43J5%E HE Rl 1, HS-SPME il LLE X (478
MIRRZS . B MRS EA BRI AETRCR . SR
e EE RIS R BRI Y, R OB, RGBT .
LW RREHEFR, AR AR B A
i BRZEH T 2R O BRI R MR, (AL i by
SR, T MR 2 BR e HS-SPME il £ B9 A AL
e TRACE WM G 52 BRI S AL AR, fE
LLE 2 2 W 75 ZE AR pH, HPEREA RN B, m
HS-SPME BES 4B H AT SOt 25 BAL A WA 7 2 B AT,
LLE 5 HS-SPME [ A U i, LLE ZE A 9 5 AR %
Tl 90.8921%, HS-SPME % BX A9 ¥ Jit AH X % 4t 4

98.6366%. % iR, HS-SPME X1k h B % . JHEK
(90 o HL AT A I AR RO, RS B B S S R
i, {072, HS-SPME fEH i R h 45 5y 2 AU . AEHL
WhiE] ., B EAL BN T LU AECK A R R
Mt gE B, AN TR ERS . B, BRRYR
A, 2 Fp ol P BRI, A O T A PR 2 | 2R ER
ALK, AT LML SEE ] LLE MR SIT vk, 24 B
FH 2 FO5 SN RESEA TRIALBE, FE45A GC-MS K, &k
8 55 Ay 4 i 4 X A R B B S A T B R

3 HFi5ifie

AWFFE4 B H LLE #1 HS-SPME Rijsb BT ¥:, 454
GC-MS X} & Fh-F/E4 A Ul TP & SR A T /0BT oA,
RENGZERA (1) 2 PO R FTAE B 5 7L ZE U A S A
EKRANFEEFAE, Hd, LLE #ERBMWEIISA
63 Filt, HS-SPME E| (W& 46 F; (2) 2 FiAS ] i b 2
7 WAL R B9 4434 28 B, LLE 1 HS-SPME 43 BI46
HIRRAT 415023 504 35 R 18 Bl Horp, LLE A B A4
Moy BATAR G ¥R R, AT REXHE R gk L RS
T AT EME, HS-SPME 6l B i 414y B BT
BIFE R, WTREXHIE AR A . A HAEEE.

LEAHIRM, LLE REMFREHHNESNS %
WGBSR, B)E LLE MREL BRI Z, MG FE P i
A PLIAER, I F b, LB EA TN, e
S HE R S R A IR, KRR R A I
Rz, W), LLE BABIFMEE N, g EEsREn
ST, HS-SPME X & ) T A IR B 2, 1
BOTIRAERAE | I, WRARSE N —IK, ST LLE MR
BZ | G YSENE, Befs R 4R I m A R R E SR
U Rk, fE AR S R, R A LLE
HS-SPME #H T RIANHE, 454 GC-MS #il, b HIlES
AT AT R BE RN A SE i EE SR, By, ABEES
Sy HT 7 T ERAT AT AR BT IR AR AR AR AR 22 R BRI, i AR T
HRMH R FEE DA ATy G b, At
BT A AR A AR BT [ s APV R A TR
BB, SERPL R AR ZE O W R ERANME, 5
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