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Abstract

In China, tea processing produces a large number of tea by-products each year, accounting for
about 20% of the total tea production. In order to improve the utilization value of Fenghuang
Dancong (Oolong tea) tea stalk, the aroma active compounds were isolated by solvent assisted
flavour evaporation (SAFE), and identified by headspace solid-phase microextraction/gas chro-
matography-mass spectrometry. The effect of baking treatment to volatiles was investigated too.
The results showed that the content of alkanes, aldehydes, acids and ketones increased with the
extension of baking time, while the contents of alkenes, alcohols, esters, heterocyclic compounds,
lactones, aromatic compounds decreased, and the decrease of aromatic compounds was the most
obvious. By time-intensity gas chromatography-olfactometry procedure, 29 aroma active com-
pounds were identified from two samples. Linalool and linalool oxides exhibited the highest in-
tensity of floral fragrance in low baked sample. The number of aroma active compounds of high
baked sample increased significantly, but the intensity of each ingredient was low. These changes
result in the velvety sweet aroma impression of high baked sample.
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1. 518

LA A ORI, eI TR AR AT R R A AR, 2005 BRI 20%. HRgiiE, A
BEMELL A AR fh 2079 50 kg, AR RS JE AR AR P ik 400 kg [1] [2]. BT T EMRERIN T T,
By e 2 (0 LR R DA, AR I e B H SR A b B 25 A R AR B . AE [ SOBOR BT
Pl AT B RIRGHEAHOE ST, By 7 A GUR U7 AR L R e AR LS, Al AT
FE WITIIRR R A RIHEAE: 1) MATRPEMEA b AR R SRR L 5 A ROV I 21 26 S8
AT DU R IEORE T ORI B A A . RS R R R I ROR [3]: B RE . R ESEA
SR FH [ I ZE AR AR O ) s RO & 7R MR, B BC R 22 1 & UL [1] - 2) il A ORADRE, nsepl
BT R (4] FAORBY NGEARM K ARG KB R [5]. 3) $REURIAW. Vr A RAIKIGHIENR . 45 H
RPEANR T MER P55 T35, MR IRk 2y, HAS 375108 71.73 mg/g. 71.59 mg/g. 122.55 mg/g [6] -
sl R ] B DUE . Sevag 2585 11 BA & Sephadex G-100 247145 77 i oW & A A il D A HUH 25 22
BE[715 . SRT, ZRBEEIR SN TARERBN 7 BRI, 8 TSR RO A7, P AL IR, 7 B
EAR, ZHEMFEALR SN B H RT3 2B 5 AR J5ORE, SR 2 78 I AR 22 R A
i, ARLIEE RENE . JRBIET R S e N LR A L2 A AW 68T 3 B0 A R B0 5 12T
A R S R R AR (8] T KB SR B e T2, RIEEARS KRR LRk & 8, Hl @l T
ZEEIREL, MRS REAEE . RERD, E SR SRWE R EAR . B, oA 0N
RISV TR it — 2D 7 ML F AT T kit
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AN

A E RS TR, HEE AT EEIA E 0.1%, H IR NN 2 500 25 il 5T 1)
REBMREZ —. L5 NIE, LRI HRHFEINEVTH BT, 296 700 1, HhgRxAaE5F
260 Z M, LR 25 400 £ FH[9]. 5 FH B A S S 2L BT v 32 B4 [R] I 28 1R 25 B (Simultaneous distillation
and extraction, SDE). /& &1 #£ X (Steam distillation under reduced pressure, SDRP, VDE). [E AL
(Solid phase microextraction, SPME)F1i% 751/% B 7% 1# (Solvent-assisted flavor evaporation, SAFE). [A] i 715
R T A A PO i R 1 7% o BRI 4 vl DL— 20 58 1l e s & S G A4
Hoh S TR B R b, B RE—ERRN, HENIEREETI5 5 SRR N5 [10]. s
ZEATE AL IR R S5 B 0T 23 98 7K 287K ZE 1 (SDRP) AV 5 93 s 25 1 (VDE) o« Ik 7K 28 R 28 1 sk A2 v (1) +
X IR AT DA/ 25038 SR AT A AL 50, AREIRE Nl I A ASURRAE LR U T 28 R AR A AT T A K i i)
[AI[11] [ FE AR RE BB A A2 Janusz Pawliszyn 75 1989 4 HH (¥ —Fh IR ] S 25 i — P PR IS A 4 R P Ak
SRR AL IR TV, AR SE T RBUS R TLERZ S, TR “ 1 MFEmE A HEBRIER R 517,
W 2 S A B ACHERE, (BSZZEHUN TA] . JRAE . AR E DA R Z RS WECR, HARESEI B4
W, WHMEMESE. Bk, SPME Si&E& € M/ Hr i A2 E & #[12]. Engel et al. B K VA 7 ) 7%
TR R 2 s h & SALE[13], M. Majcher 25 A LL%: 7 SPME. SAFE #1 SDE =#h 7% T
R HUES B4 3 O USRI I RO, 25 SRR I, GC-IRLiit il 72 (GC-O) il & IR U7 V244 SAFE, Him B 2F .
ICHR G P () 2 BURE s B TR B S 88 S RO L R B IR [14] 0 PRI, AT DL 2 (L 5 2= i e A Dy Jit
kL, RH SAFE Bt#A GC-MS/GC-0, HRZAFE R KA, FEBEHERED R, I8 H 2R
ETERT -

2. MRS
2.1. #H

SRR B 2R UL 5 gl 2k ) B A, ZSBERIAE &K= 11%, RA 6CHZ-60 AL Hi KR
HATR K, BRAHEAM L kg, JEE N 3om, MEHERE 80°C, £5 KET[E] 3 /N NKE: kAL EE(DB), 5k
I H] 6 /NBF R s K AL ER(GB), B AL =R, K5 KA R IURE, 42 A A S O/ - T —40°CUkFE

2.2. FREMR

Cs~Cos IEMBERAREE, K1 Sigma-Aldrich Co. (Shanghai, China); 2% Z.Fig (465 99.99%) H/E M #%,
>k H Sigma-Aldrich. (Shanghai, China).

AT (BE)-2-F M. TR OHE. K% 2. SRk A ls. SR FTE R F EE . 1-F4%-3-
B, 4-3320k-2,5- —HIHE-3(2H) BRI . (E,E)-2,4-B J@lE . (2)-5KATM . FSARE. p- T ABS. o5, &
TR . FTEERE . KRS A SEAE . g-H G KRR, O, AR, TEEA) . ORE.
-2-CUdHE . 2,5- HISEILEE . R BEOTREEE AR 28, K EH Adamas Reagent, Ltd. (Shanghai, China).

23 UB/EERF

SAFA % B (HA Kiriyama $I7ERT, LI 1); HBL0 el 78 KA (EE IKA AF]); iWEe T H 2R (5
Edwards A ]); FA2004A HLFRF(EIRE R AR A TR A F])s HH-6 H0R E IR 7K 8 (3 R AX
FERlIE A F]); BWA(CRIEE BRI KR AR AR); BE# GC-MS-QP2010 Plus it B H A fil DB-5MS £
FRAMEFE (30 m x 0.25 mm x 0.25 um); 553 GC-2010ATF S AH %A, A& FID Kl 2s. MR R4
(Sniffer 9000, Brechbiihler, it iili#) A1 2= < g 2% (Humid Air, Brechbihler, i), ©ifk: Rtx-5 (30
m x 0.25 mm x 0.25 pum),
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1T s 2-78URPRHR: 3-THI/KIR; 4-Z8Mk: 5B 6-: 7-PRILM

Figure 1. Device diagram of SAFE
1. SAFE REEE

2.4. 753

2.4.1. SAFE EH &R EZ L YR

ZHSCERTIR[15], AERAFRIL 9 g ¥ 5 2R FF, BT 100 mL HLZEHETEM, A 40 mL — S ki3
U3 h, BIHSEBGRE A 30 mL & FEAEL 3 h, FREH S0 E NN 30 mL & A AEHL 1 h,
B ZIRFEB U S U8 K IR R 2 SAFE 5 B (1 V)R SF (), ¥ fE IR IR () IEE 40°C,
TEABFG) R RIIT) F AR, AXEMRGIEIFEE 5 x 107° Pa, FTHFMWIR-F, HHEREE. ¥
SJHbIE N ZETR(2), £ 30 min J5 SR, FEUR(6) T I AU B e R AR IR AR 2 mL, FEEIRE
0.4mL, B OET-40CUKF&M. PRI 548~ DB, GB.

2.4.2. GC-MS &M &4

GC . KH &y GC-MS-QP2010 Plus Sk H %1 DB-5MS A 3 B4 E 4 (30 m x 0.25 mm x
0.25 um), HEFEREE 230°C, HEFERE: TC/M. WILRIREE 40°C, LA 5°C/min JH3) 130°C, #RJ5LA 10°C
/min F+3] 150°C, LA 3°C/min J+5] 180°C, {#£F 1 min, /5 LA 10°C/min 13 260°C, {4 3 min. MS
ZAtF: ELJE, 70 eV; BFUFIRAE 230°C, #:MEE 230°C, JREFIHETEE 35~400 amu/s, &7 4E LR B [A]
2 min.

2.43.GC-O MEBEEEEESEMLRS

GC %M K H B GC-2010ATF “UAH 43543, B4 FID Aar il 2% . LA 2 45 (Sniffer 9000, Brechbiihler,
T~ &) M UM £ (Humid Air, Brechbihler, it ili&) . &%t H 47 Nose to Text HfFH 144 73 #r .
B 3 B FESVEN A LI VAN 51, SR B So6 LT 2 /0 F 45h (L[ I 4%, SR )5 1T GC-O
W AT FABREERH 7 S R 07 WA, “37 A, “77 k. BRI R
AMER =R ESR.
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RN Rtx-5 (30 m x 0.25 mm x 0.25 pm). #EAECRE N 250°C, FID Kl# A 280°C, #HA
R A% S(99.999%); AR 1.14 mL/min; SR 30 mL/min; 2 & 300 mL/min; F£ 5 FID
25 A Sniffer 9000 f¥LLFIE 1:1. WI4hHEE 40°C, LL5°C/min FH£] 130°C, #RJ/5LL 10°C/min JH3] 150°C,
FELA3C/min 7+ 180°C, £R¥F 1 min, /5 LA 10°C/min F+£]260°C , £24 3 min. Humid Air JI#2#E4 19.5 mL/min.

244 BEMBSEIEEMERSE

TEAHF RS 254, THE Ce~Cos IEMIFEIEFRFELE DB-5MS il Rtx-5 (i b [ f B 48 HOF1 261 5%
R, REFREBRDRE SCIRITE[16], FRS R R AL FSTEE . MS Bl R R DL
I e (L 2).

PSSR AR A BR[LT]o RAVETIAE—VE T & & A AN & &, & &8 R =05E F1°F)
18, %M Office 2008 Excel #4745 % 34 .

3. BZREHh
3.1 REENREFSHNELMEIR

KH SAFE i£BkEG GC-MS MBI Al B2 HE R SLAG Y 126 PR MW, P& LA o 43 #h, Ji
Befeds 3 F, M 11 Fh, EEJS 28 Fh, EE O b, A 15 F, EEK 23 B, FRIS5 BN, HEBMED
19 Fh, PIBE 4 B, ZRIRALA 9 B, WL 1o DARESSWISR S e (AR & B, A
AL 66.67%. 44.34%. XTLLPMALE, BEERKIFAGER, i, MR, MK, BRM &
RIS o, IR ROR IR, AHX S R 0.99% % 9.46%, £ AUHAE R A A
PRI TR, o SOl R AR R A EEEH[18]. R, RIS, M. BRI
BV NBE S TGS B R B, DT ERLAEWR T M i, B 33.705% P44 16.88%.

RERAFS A, DORHEE, RKORE. R, &R BE07 R R A S 25 & . (L
W ARE RN L, BRIRCEEZ A, IR #R b 2 55 K I TR R T 5 Bl . o, BEE RS K
FEREINEE B3 R R B WBIWE a-RVR I . a-VEWRHE B A, MIRLE SR I A 5 2 A B 5L
o RERREEBTFRSEFIUIER[19], XTSRRI AR S EEEA .
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Figure 2. Total ions chromatogram of two types GC-MS
E 2. AR GC-MS REFREILE
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Table 1. The identification result of volatile aroma substances in Fenghuang Dancong (Oolong tea) tea stalk
=l REBNWREPZELMESIRNEESR

ARX TR LR (%)
pagS hEa R CAS & RI
DB GB
24-—HHEC 589-43-5 688 - 1.14
1,4-F0T 5% 470-67-7 1012 0.32 0.57
T EES

2,2,6- = HI 5L Pl 2408-37-9 1086 - 0.31
0.32 2.02
2,4- -1 BRI 19549-87-2 819 - 0.07
B 79-92-5 943 - 0.04
VRRER 123-35-3 958 - 1.05
TG ARG 13877-91-3 976 - 0.22
RYAH 5989-27-5 1018 0.8 1.54

()-Friid 5989-54-8 1018 0.86 -

B

T ot 0 586-62-9 1052 0.37 1.15
ALPHA-JR 3856-25-5 1221 0.24 0.29
S AT 87-44-5 1494 0.33 0.52
o=V WE I 502-61-4 1505 4,62 1.75
-+ 1599-67-3 2198 - 0.07
7.22 6.70
T 78-92-2 581 - 0.14
2 -3- Cl-1-1% 544-12-7 868 - 0.3
1-3¢)f-3- B 3391-86-4 969 - 0.11
il 470-82-6 1059 0.14 0.64
2 100-51-6 1036 6.56 459
Ji R 78-70-6 1082 2.78 1.90
i S5 20053-88-7 1127 6.21 2.59
KL 60-12-8 1136 5.41 5.64
_— 1- 54~ (1- A 2k 20 ) 3 U R 138-87-4 1158 - 0.66
JI5i-A, A-5- = F JE-5- 7 i 55 DU S Ak Wk MR- 2- R i 5989-33-3 1164 1.32 0.93
S -5 R B A D (B ) 37267-80-4 1164 2.15 1.18
AT il 1490-04-6 1164 0.74 0.37
[4-F 3k 3- TR BE PR A 2 e 1182 1.16 2.94
i 106-24-1 1228 213 1.79

FETEmE 106-25-2 1228 0.18 -
255 )51 18409-18-2 1266 - 0.19
2,2,6-= H1 -6 £ Wi DY & -2H- K g -3- B | 14049-11-7 1255 2.23 15
2,2,6-= i 5£-6- £ ) B DY &1 -2H- IR Ag-3- . 11 14049-11-7 1255 0.89 0.72
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Continued
2- T IR 3913-02-8 1393 - 0.05
LN 77-53-2 1543 - 0.24
S-(2)-3,7,11- = F3-1,6,10-+ )¢ = J5-3-B 142-50-7 1564 0.57 -
PETEAN 7212-44-4 1564 - 0.07
A-EERE 481-34-5 1580 - 0.11
2-CV R FRE 19780-79-1 1591 0.06 -
2-CHE-1-24 2425-77-6 1790 0.07 0.06
SR 505-32-8 1899 0.18 0.38
3,7,11,15- I H 3 U -1- B (1 R ) 102608-53-7 2045 0.20 0.27
=ty 150-86-7 2046 - 0.09
32.98 27.46
- T 97-96-1 742 0.28 -
13 66-25-1 806 - 1.98
2R HI 100-52-7 982 0.09 0.27
7 122-78-1 1081 1.97 -
Bk 5 112-31-2 1204 0.49 0.94
BETA-S #7451 432-25-7 1204 0.04 -
T 104-61-0 1284 - 0.24
JR-2-1 A 20407-84-5 1410 0.36 -
DU =) 124-25-4 1601 - 0.13
3.23 3.56
3-FRHE-3-F H-2- T W 624-97-5 699 - 0.36
4-F5E-3 [ s-2- B 141-79-7 739 - 0.87
NI 108-94-1 891 - 0.28
FH S R A ) 110-93-0 938 0.13 0.34
4-§755-2,5- Z FEE-3(2H) MR A 3658-77-3 1022 - 0.39
-5~ R 5-2-(1- A 3k 2, 58) 3K 2 i 491-07-6 1148 - 0.35
8-F43L-2-F i 25368-54-1 1195 - 0.37
‘ 2,3-T4-3,5 " JR3E-6- HIFE-4(H)-ILiE-4-FR 28564-83-2 1269 . 0.46
e SRF 488-10-8 1338 . 1.05
Z- DY -6-(2- 1M ik ) -2 H- itk g -2- Tl 25524-95-2 1412 - 3.19
i e ]G] 689-67-8 1420 0.57 0.91
P FE PR R 3879-26-3 1420 - 05
4-[2,2,6-=H3E-7-5 2% —3K[4.1.0]53-1-3£]-3- T Ja-2-i 23267-57-4 1454 - 0.2
beta- 45 %' = il 14901-07-6 1457 0.1 -
2- Lkl 629-66-3 2046 0.19 0.19
0.99 9.46
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Continued

LR T e 123-86-4 785 0.43 0.69
TR A 2051-78-7 874 - 0.49
TS B 106-27-4 1019 - 0.02
Jii-3- L) = Tl 16491-36-4 1197 6.55 477

VMR 2-2 Ol 103-11-7 1208 0.05 -
J IR O 10032-15-2 1218 - 0.06

T LB H M 25395-31-7 1230 0.14 -
it 2-3- LI B FLIR T 61931-81-5 1253 - 0.12

B 105-87-3 1352 0.36 -
TRA LI 103-52-6 1458 - 0.12
KR Ol 6789-88-4 1557 - 0.23
e i 3X-3- CLIA R I I 25152-85-6 1565 - 0.58

o 224-=WEER B T e 6846-50-0 1605 0.33 -
+ = 2 28267-29-0 1680 0.09 0.15
3,7,11-= i 3£-1,6,10-+ 5t = 4-3-F L Fe Bk 2306-78-7 1754 - 0.05
K HR-2-7K 2.1 94-47-3 1833 - 0.59
)& W& o e DU L 4128-17-0 1834 5.24 1.66
FERAER H 112-39-0 1878 - 0.07
ANk —HER TR 84-74-2 2037 - 0.05
T P 2462-85-3 2093 - 0.04
EH R 2B 544-35-4 2193 - 0.09
VBRI 2,158 1191-41-9 2201 - 0.05
1L A7 R 2. 5908-87-2 2574 - 0.03
13.19 9.86
2- T FE N R 4324-37-2 787 0.38 0.35
IR 503-74-2 811 0.35 0.39
DL-2-FE TR 116-53-0 811 0.42 0.46

[v&S
R 109-52-4 875 - 0.09
(=Y 142-62-1 974 - 0.48
1.15 1.77
AKX 108-90-7 860 - 0.13
LHER 100-41-4 893 0.7 1.67
2,3- R 108-95-2 901 - 0.18
FEGAE)
] = 108-38-3 907 0.43 1.28
40— Fp % 95-47-6 907 - 0.76
Y= HE 108-67-8 1020 - 0.13
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Continued

1,2,4-Z R 95-63-6 1020 - 0.19
4-F N FEHR 99-87-6 1042 0.42 1.13
1,2-Z HIIER 91-16-7 1059 17.08 0.22

14-“HEHER 150-78-7 1059 0.82
1,3-Z HIF IR 151-10-0 1059 12.92 0.3
X IR 2R 106-38-7 1113 0.33 1.03
1,2,4,5-PY 2K 95-93-2 1133 0.55 0.93
5 G T 2 Y i 536-90-3 1181 0.46 0.54
% 91-20-3 1231 - 419
FLHFERR 700-12-9 1246 - 0.24
1-FEZ 90-12-0 1345 - 3.39
TEMH 97-53-0 1392 - 0.55
PRVANE-= 827-54-3 1413 - 0.16
33.71 16.88
gamma-/¥ 4 B 108-29-2 886 - 0.01
gamma- . Y g 695-06-7 986 4.44 2.99
A 1 TAhL¥E Nl 698-76-0 1205 - 0.12

ARk A T 15356-74-8 1428 1.17
5.61 3.11
2- PR H kg 109-08-0 781 - 0.38
2,5- AL g 123-32-0 894 - 0.13
e 35796-0-0 831 - 1.02

3,6- & -4- 1 5-2-(2- F JE-1- P 45 52) -2 H- Mk g 1786-08-9 1125 0.62

RIHEA )

N, N- = 35 F i 68-12-2 557 0.24
8| 120-72-9 1174 6.59 2
N,N-— B L e i 127-19-5 620 0.6
8.19 5.72

UEAh, A UGRES 1 IRAE S Je 7% AR s th oK 2R J AR B &, Hodr, IR KFEs R 1,2-
TR 13- AR, SR IAF] 17.08%. 12.92%. {HEEE RS KRR, HE S ERE
BRI 19%0L R, T ZEAN 1-FREEZE 0 2 8 U AR tH A I8 4.19%. 3.39%, itz B4 0 i) 40— FA 2K
BI=HORA 1,2,4-=WHIK . UM EH, REF SRR GV R EATEAR P, 24F.
ARAE AR, AR T () A 58, W B VE 45 U HE A I8 v Tl A P ) O A AR B A
VERI R ZAMOR, HL 2 5 6 A8 0 IR 38 0017 164 0, 00 T B 478 T B A2 R 1A A Bl 8 A e A B 7 BR (Taninic
acid, TAY IR & & T )L 25 £ % & TS (Epigallocatechin gallate, EGCG)JEH[20] [21] [22]. 4RTfi, HFH
2% il HS-SPME/GC-MS VETEZA 16 ok tH A 11 1,2- — F AR R 2R [ 23] BT MR S5 AE 04 3k BN 25 1 & SR
SRS T (1,1 R 2 ) -4- B RS IR AT 2,6-30(1,1- 3 2. 3E)-4- I L SR [24] . A SRR
(9 SR RS H R AR R OR [25] o i — R S5 TE LUK e Sy JEORL AR 10 B P A A5 (2R %) st 1,4-—
HR[26]. 4G A SRR B, 28 N AR R R S VI AR AE T B 2ok b, A REAAAE T
DURH S J5oRHIN if se it i o, Fof 5 sZ ORI B AR L 6% KR B DA R A A FH R
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32. RBBEHFEPNESEEMS

GC-O (GC-Olfactometry) & FIl F| N 28 8571 R, W 5 ik b RBCA K, ZIIJE IFN R
X2 0 AT 73 B I A IR AT R R R S BV, AT S5 A AL I AR A, T S BT R A
SR B DT RR o AR S 36 AT /NRE il P 3R 5 5t 29 Bl R A E R AR A (L7 2), LRI RS KORE S AR e 18 F
R KEE T 26 Bl BE EE A SR 15 Fho 2-2FE TS . a-BRWR IR AT BRI Bk P IR AE R JORE
HhR R A, IR RE T = B BOS IERYE, A TER K FE g . DL-2-F BT /2 . 2,3-
TSI, 14-4%M K, 4-§835-2,5- L3 (QH) RIS 14 B0 LR s R KRR R R ),
YR 2 BAERT KIS R TR, A SRS 10 & S I B .

Table 2. The identification result of aroma active compound in Fenghuang Dancong (Oolong tea) tea stalk
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