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SU Ke-ran, LIU Ye, HE Cong-cong, SU Hang, SONG Huan-lu
(Beijing Key Laboratory of Flavor Chemistry/ Beijing Engineering and Technology Research Center of Food Additives, School
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Abstract: The volatile components of xiangzaolu were analyzed usingthree different extraction methods, i.e., solid phase micro extraction
(SPME), simultaneous distillation extraction (SDE) and solvent assisted flavor evaporaion (SAFE), in combinaion with gas
chromatography -olfactometry-mass spectrometry (GC-O-MS) . The extradts were separated by two types of chromatographic columns,
DB-WAX and DB-5. Atotal of 38 volatile aroma compounds were identified in the extracts by SPME, 32 by SDE, and only 18 by SAFE. The 9
key aroma compounds with FD>3 from SDE were identified by aroma extract dilution analysis (AEDA), as ethyl acetate, ethanol,
2-methyl-1-propanol, ethy| lactate, acetic acid, furfural, 2-hydroxy-4-methy| valerate, diethy| succinate, and phenylethy| alcohol. These 9 key
aroma compounds were further characterized and quantified using standard compounds, whose molecular ion peak positions were the same as
those of the 9 aroma compounds. Then, odor activity values (OAV) were calculated and combined with AEDA for the analysis of key volatile
aroma components in xiangzaolu.

Key words: solid-phase microextraction; simultaneous-distillation extraction; solvent-assisted flavor eveporation; xiangzaolu; aroma
extract dilution analysis; odor activity value
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Fig.1 Schematic diagram of the S AFE apparatus

1.2.5 GC-O-MS %4
1.251 GC %fF

DB-WAX #I DB-5 4144 (30 m>0.25 mm, 0.25
um), FANEA (He), fHERE N 1.2 mUmin, i
FECIERRE 250 °C, [k /7 14.87 psi, itk 15:1. 2
FHl: WIGHIEE, 40 °C, £RFF3min, L5 C/min F+
I3 200 °C, FLL10 ‘C/min JHEF] 250 C, {#4%F3
min. 51217 3 min.
1.25.2 Jik %t

M 7%l Celectron impact, ED) B57V, 7 RE
§ 70 eV, fLEZkiR 280 'C, BRI A 230 C,
VYR AT 150 °C, B4 H m/z 40~250.
1.25.3 MR 2% 1

FENREE R 220 °C o Rl oAy 1 7 1k S O3 5 fis
FRRIEA SIS FHTRACEE 5 A b SR A ok
a0 3 ALV REE IR TS558 . 3 AP L AE
WEL B Aaril e s [ SO IRE[R], - AR AR oA S
SEIE . I H 3 ALVPAN B 2 A BE A TR ], R
] 45 R— B0 A s R
126 W&y
1.26.1 ST

B R R AR R SCRRAROE R R B 4R S RI
BRI AR R EE . FIH RV EM R R RI
B, B3 RI {5 T RSk — 2D e
ED.
RIETHEA R
RI =100 xn + 200t ) (1)
n+l n

i AR a RG] 1 A EMIE C, 69K G AT 1A

342

(B a t94R G )% AL EASIE Cofim Cpy 200 ).
FEFREET FD #iHEA R
Fp =S @)
E: Ci AM&EREEAIAMERE, C AR AHE
Jo S AL A 6K
1.26.2 EEHT
73 AL FD>3 1) 9 XU AL & IR R S 1l
N bR 2-H 56-3 Bl 1, FIE bt ein & 1
mL, DA BRI - AR S AR
DRESR, AR ST CEMIRIAG 260 R A v
G SRR, S AR B T VURT A AR (A A e A7
Z AR BRI — AR IEE 7, B R IR A
VIV AR 2 R HR PRI AR 2E 73 Pk B 3fe LU 1R 7
TSR RS TS R AL IR EE , th A S T

p_ ClUAL 3
Cs/ As
cr=Ac, @
A
c,=f'C )

E: PARERT, C ARRIAW IR, AL igEL
S EPEEAR, Co A AVERR T N AT IR, A, AAFEER
T AR e EAR, AHEERRIER P AR PR B, Ag A
SRR T NAREPETAR, Co AN AT RIE, Cp A Sk
P AMLE G IRE, Ci AARIESS M LB 40IR E
1.2.7 OAV #9it 5

s i AR OAV H

C.
OAV = i ©)
0

E: CARARMEAK 53 k49K, OT, RizftbME K
AR A

2 #ZR5iTR

iHit SPME. SDE Al SAFE = Fh fiikbH 72253 5l
5 GC-O-MS I, DB-WAX 4148 k45 B il 75 4t
X E TR, W& 2 (SPME). K& 4 (SDE) Al
K5 (SAFE) flisn. Kl 34 AEDA Hi i o FD>3
I A IARE SBT3 i B
HMLSREEICEL, AN THEEMT. ik, mAme
FR R R SRR, I 2 58 3 Xt nT
CUE HAR AL AP0 IR H AT B 5 RE S AL & i
W BIA 5, HE—PUEW Tl MS AT LRI % 5E
H A i TR



M EmBHL

Modern Food Science and Technology

2015, Vol.31, No.8

x10¢
1.5+
1.3F
1.1r
09
0.7

Eikmt IJL.[,.LLI LMAL

4 6 810121416 1820 222426 2830 32 34 36
S AR (8] /9B
2 SPME ZEERE FERIfaRIE A A S HY 28 TR E

Fig.2 Total ionic chromatogram of vol atile aroma componentsin

R

xiangzaolu extracted by SPME
x10¢

1.5

13+

11F
o 09F
# o7k

0.5+

03+ L

0.1 e k,Ir..J [

4 6 810 121416 18 202224 262830 32 3436
SRR ]/ b
3 fERBIE BT RE
Fig.3 Total ionic chromatogram of volatile aroma standards
=x10°
55¢F
45r
35+

o

25+

15

0.5+ 1

4 6 810 121416 18 202224 262830 32 3436
T A (8] 4

[E] 4 SDE Z=ER EfEpatt miF L MRS B BT RE

Fig.4 Total ionic chromatogram of volatile aroma components in

xiangzaolu extracted by SDE

SPME ZEEUHEA Ak r, ad B4 ER 7
B, o B A BIL A 38 MR AL A, T
AEEE 16 Fh, WEE 9, MR T Fh. RHJ SDE A HX
W AANEBSSGy, FEARIN 2 32 A Rtk &9, +
LONERIE T B, BESR 10, BESE 650, HRAEZE 2 M0
WA L .20t SAFE RN R A SR
HI B LA IE] 18 FER M EY), TEARSL 5
i, BEKRS N, MK 250, BEESS 2 MAISTRILESY)
1 7. JJ SDE 1 SAFE il itk 525 5 SPME
FE A EL D, (B2 SR AR AL & W) R BefE FH SDE 1

SAFE [ZERUT RN ok, ARS8 H SPME 77
VI AR Z2E R, (BR, SPME K77 V=R
BT 2R AEE. o, HEERE. FEHHEL. alpha-
P BESE, X SRR EAARRIN &AWIE, AR X
FROE T AR AR . FE BT DAE =0 A i 4k
BRI N BERESS, — RS T A%
FR, WEARE S A EE TR, SPME 2 #x
J7 5 BT ACFE 792, SAFE SRR . mES it
AT AR o DRI, R R PR A PR B AL
/INo T SDE J&1E il FHF TR, SR EA
BAIR FrLL, WTAE—FFES AT, Nz AR H
RF IR ST AT AR 79, A AR SRR DL R R
A BE ZFhATA B iR2E B, XA A R A5 B 45
REA T SR AT
x10°
221
1.8F
14
1.0r

Zj:udv 1

4 6 8 10 121416 18 2022 24 2628 30 32 3436
8 5 AR ] /40
& 5 SAFE Z=EEERHERIEL MR T EEFRE

Fig.5 Total ionic chromatogram of volatile aroma components in

xiangzaolu extracted by SAFE

HE 1. £ 2 MK 4 SRR, HEXIEKR
PEALEYINE SRR ZA RN &R KREER, 16
TRFZ FAEWSE. K 3 1 FD>3 M AL &H 9
B, 23 R SR g GR R RAERR D . L8 GRRO |
RN (FFEW. AR ORREE® . R (R
WRO. R CETHAMR) . 2-F3E-4-HIL KR A
PERD. TR MR GAMO FERLRE (FEEM) .
X 9 Ml S AT LA 2 R i AR B U o
T B EIR 9 Fh B R BOMER I AR IR
WREE, U RS EEAG BTSSR S i 1
X LCAATAREIEE SRR 3. HRTIXRATIX 9 Mk &9
AT OAVH T, 4535 AEDAF — & BIAREAME .
Horp, BERRANZR CFE FD B Fieck, B4R OAV fEH I
AR, HRIAEEAEH R E. RO
fiEft) FD [ T4em (243), OAVHEI/NT 1 (0.75),
HE T RER, OAV HITHELIFAE B RIS & UL &
W A iR S5 5TE R, IR Kb B )5 (e
B E FEA RES RS MU S SCB{E. T OAV {H
N 1A RESE R B U)o 18] FR) B [ FH T A

343



U ALY ST Modern Food Science and Technology 2015, \Vol.31, No.8

SIS AR R . R SR B, (HI FD BT AR FEAN BEAE Jhyon BEAAR 2 < DTk B /N TR v
ANEKR, JEH OAV AR ME. Fit, (&Y
&1 SPME ZREMERPHESHEY
Table 1 Aroma compounds of xiangzaolu extracted by SPME

LRI

A5 b @ CAS odor® SEWAX  DBE K gk

1 T LBg 141-78-6 KR 885 628 MS. LRI. O.
2 B 64-175 Bk 925 MS. LRI. O. P
3 (A0S 4170-30-3 1072 MS. LRI

4 T8 78-83-1 R ER 1083 647 MS. LRI. O
5 v M B E T B 141-32-2 1190 MS. LRI

6 7 &BF 123-51-3 B, R AR 1206 736 MS. LRI O. f
7 IETERTES 123-66-0 F R 1220 MS. LRI. O
8 FUBL TS 687-47-8 KRk 1358 826 MS. LRI, O. f
9 B 124-19-6 FHHEk 1385 1104 MS. LRI. O
10 85 LBg 106-32-1 KRk 1436 MS. LRI. O
11 BAER 64-19-7 Bk 1459 600 MS. LRI. O. f
12 MBS 98-01-1 & ok 1465 829 MS. LRI. O.
13 2-T T 104-76-7 TEAR 1487 MS. LRI. O
14 NS 100-52-7 A=k 1495 960 MS. LRI. O
15 2-H#A-A-FHKFCE  1034847-7  Hi=vk Bk 1532 1064 MS. LRI, O. f
16 5- F Jhek whilis 620-02-0 1560 MS. LRI. O
17 4- 7% Hig 562-74-3 SIER 5 1591 MS. LRI. O
18 FEIR B B 1066-42-8 1638 MS. LRI

19 LELR 98-86-2 TeAA 1645 MS. LRI. O
20 T o= LB 123-25-1 BR 1689 1167 MS. LRI. O. f
21 alpha-# iz 98-555 PR 1688 1195 MS. LRI. O
23 ST 60-12-8 TeAoR 1903 1118 MS. LRI, O. f
24 oI LA -RT B 4411-89-6 1943 MS. LRI
25 AR 112-53-8 TEAA 1970 MS. LRI. O
26 3-F -4 AR TER 15174-69-3 2042 MS. LRI
27 FTERCHE 97-62-1 Mok 955 756 MS. LRI. O
28 T B LB 105-54-4 FRok 804 804 MS. LRI. O
29 R LB 108-64-5 KRR 1060 854 MS. LRI. O
30 LB % B 123-92-2 A Eok 1117 876 MS. LRI. O
31 i ER LB 123-66-0 F Rk 1220 1002 MS. LRI. O
32 Hewt ihBE 470-82-6 B AR 1030 MS. LRI. O
33 E S 122-78-1 Ak 1623 1049 MS. LRI. O
34 KW BT B 93-890 HH Fk 1648 1185 MS. LRI. O
35 4-Hi RAR KT Bk 140-67-0 R 1200 MS. LRI. O
36 NN 101-97-3 TRk 1600 1252 MS. LRI. O
37 LERR T By 103-45-7 R 1829 1260 MS. LRI. O
38 FRTE® 93-15-2 T Aok 1407 MS. LRI. O

JE: aw LRI, MS Ao 5] 1 53] 95wk LR AT 69104, b, IR e8] 0 9 2] 694kt i, o KRG Hedk, RIS
Py 6422 B 1A) 5 A SRR AR A At T b atia A, X 13 AR
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Table 2 Aroma active compounds of xiangzaolu extracted by SDE

LRI

JP5 1oty CAS odor® SEAX SEE % ® Tk

1 LB LB 141-78-6 KPR 885 628  MS. LRI. O
2 IR 590-86-3 Rk 906 MS. LRI. O
3 LB 64-175 BR 925 MS. LRI. O
4 T B 78-83-1 R ER 1083 647 MS. LRI. O
5 IET B 71-36-3 KRR 1138 675  MS. LRIL O
6 7 R BF 123-51-3  Bvk; A Fvk 1206 736 MS. LRI, O
7 SRR = 4253-89-8 FRARA 1292 718 MS. LRI. O
8 3-HA-2-TH 513-86-0 EUPEL R 1286 MS. LRI. O
9 FUER TBs 687-47-8 KR 1358 826 MS. LRI. O
10 3-T A -1-AEE 111-35-3 TR R 1181 833 MS. LRI. O
11 BE BR 64-19-7 Bk 1459 600 MS. LRI. O
12 i30S 98-01-1 & &k 1465 829  MS. LRI. O
13 R B 100-52-7 A=k 1515 960 MS. LRI. O
14 Sy 5P 7 i 6028-61-1 FRARA 1582 1184  MS. LRI. O
15 2-#HA-FHORBRCES  1034847-7 BHER 1589 1064 MS. LRI. O
16 KB 122-78-1 ek 1623 1049  MS. LRI O
17 HREE 98-00-0 E 1659 851  MS. LRI. O
18 T =B = B 123-25-1 BR 1689 1167  MS. LRI. O
19 4-Y RIKT B 140-67-0 1655 MS. LRI

20 K LB 60-12-8 fedok 1903 1118 MS. LRI. O
21 2,3- T 513-85-9 Bk 806  MS. LRI. O
23 BB 503-74-2 BR Bavk 1665 877 MS. LRI. O
24 3- B AT R LB 5405-41-4 A 935 MS. LRI O
25 5- % Jhok s 620-02-0 &=k, BdEwk 1560 978  MS. LRI. O
26 FLER 3T B 585-24-0 989 MS. LRI

27 2-FATEBRTBS 7452-79-1 F Rk 1050 846  MS. LRI. O
28 S RA HE 4253-89-8 J& TR 1032  MS. LRI. O
29 B 100-51-6  #vk; fLAk 1495 1039  MS. LRI O
30 T ALK B 123-11-5 1198 MS. LRI

31 & A i 104-46-1 B Ak 1218 MS. LRI O
32 4-THR-2-FEHARKE  7786-61-0 T AR 1323  MS. LRI. O

7E: ad LRI MS Ak [ 1 55 g9 A oraF AR A a9 a4, b, FI R AR 1 M2 69 A oRatid; cRIIRG 1830, RIBILS
Mot I b 2 5k AR ARR) AAR Ao T 0g bt i T, A 1t
7% 3 OAV {EFN D EF#E Bffcah ESIR
Table 3 Aroma componentsin xiangzaolu identified by O AV values and FD factor

B3 -4 FDE-F® RERT P REXugl BMEY OAV
1 LB TS 3 11.69 30.31 2500 1212
2 LBz 81 3.71 1741.46 100000 17.41
3 FRBE 81 1.27 45.93 250  183.72
4 FLER TBg 243 1.57 10.47 14000  0.75

TR
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BELER

5 B EL 729 7.55 8.05 124 64.92
6 MBS 3 23.32 232.7 3000  77.57
7 2-5AA-FHRBRTES 9 0.74 4.28

8 T B LB 81 0.6 41.77

9 KTz 729 0.33 39.42 750  52.56

E: adAHBER T FD, FAAEWRE SR KFBE 69 P2 RIZ Al B ARREagfa 2L, b 2 545
bR ER T, RFIFEISYE MATHE SILIT NG, T HARA 3 CIRE, RIBITEILEHITEIFE 0, THEAKA 3. 4. 5
d. 7K P 64 Sk YA
7R 4 SAFE ZRE X P EELLEY
Table 4 Aroma active compounds of xiangzaolu extracted by SAFE

LRI

A5 fetdhy @ CAS Odor’ SEVAX DBE B Tk

1 LB LB 141-78-6 KPR 885 628 MS. LRI. O
2 LB 64-175 Bk 925 MS. LRI. O
3 R 108-88-3 RATR 1042 MS. LRI

4 T B 78-83-1 R ER 1083 647 MS. LRI. O
5 AR 100-41-4 1161 MS. LRI

6 7 RBF 123-51-3 B, R FAR 1206 736 MS. LRI. O
7 AR E 4253-89-8 BAROA 1292 718 MS. LRI. O
8 FUBR T 687-47-8 KRR 1358 826 MS. LRI. O
9 303 98-01-1 & ok 1465 829 MS. LRI. O
10 R B 100-52-7 BA=mR 1515 960 MS. LRI. O
11 =R = B 6028-61-1 V52 1582 1184 MS. LRI. O
12 2-%#A&-4-FHAKECHE  10348-47-7 BAEA 1532 1064 MS. LRI. O
13 HEBE 98-00-0 N 1659 851 MS. LRI. O
14 T B = LB 123-25-1 Bk 1689 1167 MS. LRI. O
15 FIRBR T B 108-64-5 IR R 1060 854 MS. LRI. O
16 2,6- =B T A AT By 128-37-0 1870 MS. LRI

17 RTB 60-12-8 e 1903 1118 MS. LRI. O
18 = AR R 4253-89-8 J& A 1032 MS. LRI. O

7E: ad LRI MS Foui[f] 0 [ 24 Aok R A 209 1A4; D.SEIb R fevk ] o M2 69 A vrthid, cRMIRG 55, RIBILA
Py 6422 BH1E) 5 R SR AR AR At T dedatiE i E, X 13 AR

.
3 g &
A I bk

%t SDE 28BS BIfE & ik AEDA Bl rtr, 15
F| FD>3 [ 9 FhocBEd sy, XX 9 Fhoes: &5, [1] B Al A P 2 R o b A (B9 [D]. o4

AFREAE Y TR R E R, 5 OAV fE. VLR K2#,2007
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