R E R 244 Acta Tabacaria Sinica  http://ycxb.tobacco.org.cn
doi: 10.16472/j.chinatobacco.2015.491

11

GC-MS/O HFRMEERBSFEE=ZHWHWESFENE

W, 2R, BT, IERE, B, FAER, RN,
ITEAN, T

1 M T2 i S5 TR, M T AR KBS S 450002;
2 V] B HO T A PR SRAT A F B AR Ly, RN T B RS 725 450000

FEE . DRI A Z8 U RE I AL O M = 0 SOREAR Y, R 2P ) 5 i M ikl 4 & B D =R 8 4, R A GC-MS/0 HR
M5 B G =R 4 F [R5 5 R A E 25 S A (4 2 SRR SE B AE, AT 3RAT T AHRLE R AL G & S0 1A (OAV) . gtk
B: OES =/ a. by ¢ Al d RSEERE 2 %9 0.81 ng/mL. 2.05 ng/mL. 3.86 ng/mL 1 0.88 ng/mL; @ E & =JiHEH 4 Fl 77>
SRR OAV KRNI A: B =Ml d (75.58) > EF =M b (35.35) > B =Ml a (23.01) > ET =JH ¢ (2.36)
@FIH GC-MS/O HiA, A RAF S AR € 8l AT AL Z R R o SRR IR OAV,  ff R T 44 58 J5 105 G HE il I 2 1) )

KR GC-MS/O: &G MA: WUER{E: B =/
SIRAAC: #,

TAIE 711 (Odor activity value, OAV) &f5 7
A A PILER R R AP IS U R E L
4 O0AV # (£ 11, RUENEWXS B WA R
MAA TR, HEBE TR, Rz, WX F
A TTHR AT LS P AR it
HORN R B RSP BT OAV K/, T ) Sl R AL 5 R A,
EYX N E R SEIER, X AREFRN S
Wt A M A SRR DT BR A

WS [ (B i B R AL B A — TE A B P A N R &
G TRz B I ARIR A, 3 H R Ok RV 4 &
R E VI HATRRE S, I SZa VISR LMk N s
13 o X AP G BRAE V8 T7V20E & T 2 FE bR
EXF G ANFRE « A FEIR AN B R B2 B 2 A
7 73 SR AR BT, T Jo ik BRI 7 V23845
M5t )] . GC-MS/O (Gas Chromatography-Mass
Spectrometer/Olfactometry ) 7 A AE ¥4 S AH (i A1 A4
BB MG IR b ik Y, RIE SR il A R v
W=D E, Ko s 5 —R o &k A\ 5
AT IR HEAT A S0 AT, T 53— BB 3 IR WA,
H NS O3 2 AL A AT IR [ A b s iZ AR R 3
FET-MRARE i &S S AL 7 BRSO B —a ),
bR 1 R BUE I Z A SR . [J N AR A 23

fEE R
BIRAEE: TFT, Email: mayp159659@126.com
W EE: 2015-11-18

B2, BFZ K, 5. GC-MS/O HARM ES WS P B S =0 A& S0E SE [J]. RS A3, 2016,22 (6)

LR FH LR ARG B o AR B o 3507 il o0 & SRR AT
TR B, ER IR GC-MS/O 57 A I 5 8 55 8%
B W53 A S B I L ARGE

B 5 = 2 I A AR, B
BAERICH, e E N omIAA . MeEmRrk. I8 AT
R BRI, RERIREA D R R B
W B =G R S EE SRS S EEWNEE IR
TR, LEASTR] i Bl R0 45 2 M - 3 4 R A
EEBBAR ", B TFES=GIES 4 FES R
FRENREY), SRR ST eI 3 A DU 2 [ iR
WeRAE. Kk, R GC-MS/O i AR A+ B
7 N T R R R AR BE AT G A AT, 3RAS B =
TEB RS &S ME, BRI RIS
H N B SR, A MR A BRI AT R SR 5
S

1 #REFE

L1 ## {5 ER

SR ORGSR GRS R b
ARTHUE AR

TR OEE QA EhRR. A, TR
M (AR, EZERBIMLARFAIRAT) . LB LB
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AN (takal, EAERERAFIERARD
E G = (4 96%, 4 KRG, £E
Sigma A#])

RM20H W% 4 H1 ( 4 [E Borgwaldt ke A )
6890/5973N RS AH (il / RS BE FHAX (3 [E Agilent
AFE]D; Waters 600 H i 850U (4 1% A CRBF AL (R
) ARAFD 3 HHEBRTFRP (U&E: 0.0001g;
G FEZ R R PALER) s Sniffer 9000 B RRHFAX (Hiy
-+ Brechbiihler A7)

1.2 7k
1.2.1 mixbe

PHCEE 4 i R &Rk i 50 3, R H
RM20H W MAHL 4% GB/T 19609-2004 F5 i %t 5 4 = 1)
KOAH Y BEAT Fi 5, B SO &R 8 WA, KAl
G HISIMFIE A B T 1000mL [F LSS, BEE A
500mL IR 2l 7K, 7 [ I 28 18 26 ke B 1Y) ) — i 0
$ 1> 250mL KR, i\ 100mL 4 3% 4l (1) — 5
B e 47 R B Z8 PR AR, I AR [A] 2.5 h, 193
TR . H 5%(EEE S, RE ) #ERK
W (20 mLX5) ek, &IFHmRuEER, HZ-Z®H
Ft (20 mLX3) JRZ, &IHFAPUHHE; FHH 5% A4k
BRI (20 mLX5) Pk AN, & IFE S st
B, P AR (20 mLX3) REEEL, A IFHE NI,
RIS 2 P SR FE R . N IE & oK BRI T
PRI, ARSI IEEUR R AEE 1 mL, .

122 BBl

AR J5 (1) v PR O 73 A5 BOBCR F 2 ) £ 1Y
HPLC #1770 55, 1% SunFire Silica FE A
(10 um X 10 mm X 250 mm) ( 3% [F Kt Waters 24 7] );
Ko #%: Waters 2489 841 - R] DLIGAT I #5; A I3 K
254 nm; AEiE: 20 °C; JRAAFIGE S LK 1.
10 min Y£E 1 My, FRicsE 104>, 20 ilbrid s
g5 1~ 1855 10, 43k PR K4 2 1 mL, FERIA
GC/MS X He b A7 s 1t e B i, e S HBE S =
P (v o

% | HPLC SERi&H
Tab. 1 Elution conditions of HPLC

BffA] /min - Y& /(mL/min)  1Ecke  1ECSkE: LBF =85:15

0 1.5 100% 0
20 1.5 100% 0
30 1.0 0 100%
100 1.0 0 100%

1.2.3 BB NS e
FREL— 5 B 1 LR 7K LR — & e e & 31 50
mL 3 WARAER, B0 AFR I — & 5 1 B S =
TEPE AR 50 mL BB ARG HBWE
43 ) WE 7 B B 0.05. 0.10. 0.50. 1.00. 3.00 A 5.00
mL ARAEV T 10mL (A SRS, IO ImL WAR)fE
M &R, 53— RV RWRE bR ER
DL BE AL AR, AHXT TR R NALAR, 22 IFE 5 AR
HEM L . B2 =@ AE =0 S R B 3 IR A =D
HE.
:M><1000 D)
8x35

K X—E T = E RS KR E (ng/mlL)

M—ARHE A v 1 285K 1 B = I B 7R R S
WMESH R (ug)

8 — B 3 A 11 2

35— FHIR AR (mL)

GC/MS S #r AU R

B AE: HP-5MS A 598 E41EFE (30 m X 250 um,
1 um); BEFECVEE: 280 °C; #HA: A MHE:
1.8 mL/min; #EFEE: 1.0 uL; Zp¥itk: 10:1; FHERE
FoN: 50 °C (15min) 6 C /min 140 ‘C (5min) 2
C /min 150 C (5 min) 3 'C /min 210 ‘C (10min) ;
SRR 280 'C; HETTA: EL HLTREE: 70
eV; JiEHRIEH: 33~500amu.
1.2.4  WELSE A A 52
1.2.4.1 WUt A PR 2K

WELHE D1 RN 18~45 %5, WELWE 2% B Jo 350 1 55 14 B
T, AMGEINA AR WU O Y RS R B
A SR BRI 5, BB A RIS
ool WA A KGR R IELREF 17~25C.
1242 Ik

MR B3 1 S I R ] B G = (4 Fh S A AR TR
A R LR F SR, SR 5K 6% R %
B8 173" B RE AT R R S 1HERE, 1E GC-MS/O R 7%
TR M5 (AEDA) #EATZ5] UM, 1k
MAR IR B ) s ik B R 4T, GC BN KR Yk 1:1
i, IR ANUE TS S E, — i AR
D Uiy A PR G I, R A DU R R AT, T
B AR RD g B U 20 5 Ak, RO IINGR AR %
WELHE R AEAXAS b R i R PR 15
1243 GC-MS/O #AE %A+

GC-MS %2 1.2.3; BHH{ZF: ODP i [
yike: 1:1; ODPI&JE 300°C, #h78&<, K 10




Ppsfas  GC-MS/O BN E B MR b BB =40 10 &% J1ME

13

mL/min.
1.2.4.4  WUGE R E 1 #E R

4 2 4 HPLC ARFESRAS & B 5 =4
IR kg e = G, F8 13" BT RS, 15314
[ BERE SV, 1% IR 1.2.4.3 BR/E 4 Rt R, RIS
PR 53 £E GC-MS/O Mot S TR . B & = I B 7
W5 o 1 IR FEFR IR A L0 (2) THE.

=707 @

A A4 —Wsiug R H PR E (ng/mL) ;

Y1—ODP iy I IR SR & (uL);

Y2—1ERE SIS I BARYDIREE (ug/mL);

Z1—ODP #/<ii# (mL/min);

22— BHArP IR K (min).

WELHF 3 E LTI IR 75 23 % A O B U P
RAE, BRI B B E VT 25 R giih R .
it R A B0 45 R B R RIPP AE R ME ST A

HONFRAPINEES, RUZE R RIREERIEZ
T, BWERE Lo BRERGE, EHERBAHS R
ANREE (BMERIRES mREZ N 1:3, FED , H
HH— MR EEEE R RME DL L, A — MREERELLT,
WD 8 ZA R E VRS B E AN T RPN R E 2
o ARG, %R 44 ik ol i R o B9 BT R AT
WEHE, HAERKHANRELT R NMER, BEK
JE R AR RZ A R A A P I ML R

12.5 OAV 1HHit5

ZEAN 3 HH B EWRALEYH OAV.,
_ ERL AT R R K
AL AT Bk B R B 3)

2 ZR5iE

21 EENW
2,11 TAFMhZE

4 Fft B S = A R 5] 70 S R A PR v AR it 2 2R 4k
BIETTHE . AR RECNZ NV L2 2.

R2 PERZ. EXRHRLEEE

Tab. 2 Linear equations, correlation coefficients and linear ranges

FRYERE L WERM  AWWE/ (uml)  RSD K % ﬁiﬁg
E & =/ a y=598.2x+0.01406 0.9998 1.4872~1040.90 7.27 108 7.12
B 5 =5 b y=226.8x+0.05673 0.9996 7.8634~5302.58 3.11 93 13.49
B 5 I c y=202.2x+0.05715 0.9996 0.9773~1292.04 4.59 89 5.78
B 5 =)0 d y=189.9x+0.03413 0.9998 2.8423~4931.87 1.38 96 11.29

M 2 FTLAEH, fERTE RIREEE N, BES
I 4 ] o S R AR R o AT h 2 B A O R BERAE
0.999 LA b, i B 4 FlRE S bR )05 2 5 AH S MR
U HAPEJEEIRE, T LA 2 2 o Bl oK
BT =05 B 4 Tl [R50 S5 A8 A2 £ AH XS A 1 i 22 43 0 A
7.27%- 3.11%. 4.59% 1 1.38%, ¥J/NT 8%;: Inkx
TSR AT 89% F 108% 2 18], hd W 1% J5 1 4% By 15

&G AT EEWE: 4 DFE S SRR R Y 13.49 ng/
mL, KT B BT =R 4 FhE 5 58 A
&g, AT LA AR E B Al 2K .
2.1.2 i

¥ HPLC 43 &5 il 4% H 1) 10 AN 43 3l ik 4T GC/
MS 5T, 4 R, RAEIE 5 9 sl o B =SB
E & =R 1 GC/MS BB T A 1,

B 1 ERZ/ER GC-MS BB FiRE

Fig. 1 TIC chromatogram of megastigmatrienone by GC-MS
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E S =& &7 7 6 CPATIINE, 45 R
SEBIME. SRR, AT B S A 4 FE S
SRR B4 0N 260.9 pg. 1014.6 pg. 127.4 pg
931.1 pgo Kk, B (D AL AN E
THHAS A B =R 4 Fh AR R B B i 18.64
ng/mL. 72.46 ng/mL. 9.11 ng/mL #1 66.51 ng/mL.

22 IRSEHERITERE

W BSR4 R 1737 (0 B AT B R A
B, AT 4 DAFIKEE R E S =R, W3R 3.
ZIR 1.2.4.3 BAERREERE, RISt B17E GC-
MS/O R5E S IR, WSS S 1 ) L 5 = 0 R P 4%

A (D &, RILEK 4.

® 3 EEZHE 4 MESFAEFRIRE

Tab. 3 Concentrations of four isomers of megastigmatrienone

FoRELL 51 E 5 =)0 a/(png/mL) B & =) b/(ug/mL) B & =Ml of (ng/mL) B 5 =0 d/(ug/mL)
1 260.9 1014.6 127.4 931.1
173 87.0 338.2 42.5 3104
1/9 29.0 112.7 142 103.5
1/27 9.7 37.6 4.7 345
R4 EEZHERRESETELSR
Tab. 4 Evaluation results of odor threshold values of megastigmatrienone
: WL/ e - ” 5% SE AT PG
dal A7 i ML 548 ] 2 ° /! S| | 2 B
260.9 5.65 13 12 11 1
=N=) 87.0 1.88 13 11 11 1
=
fid a 29.0 0.63 13 9 11 '
9.7 0.21 13 7 11 '
1014.6 18.45 13 12 11 i
BEE 338.2 6.15 13 11 11 i
=
fiid b 112.7 2.05 13 11 11 T
37.6 0.68 13 8 11 '
127.4 3.86 13 12 11 1
BEE 42.5 1.29 13 10 11 |
=
fil ¢ 14.2 0.43 13 7 11 '
4.7 0.14 13 5 11 '
931.1 18.40 13 12 11 1
BEE 3104 6.13 13 11 11 T
=fi
fi d 103.5 2.04 13 11 11 T
34.5 0.68 13 8 11 '

TEe * BEU EFRC N, BE I RE A L, TR
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KA GREIR, B ZIHE 4 PRI 53 5 4 i i
B RAE TS 2> BN 0.63 ~ 1.88 ng/mL. 0.68 ~ 2.05 ng/
mL. 1.29 ~ 3.86 ng/mL F1 0.68 ~ 2.04 ng/mL. %%
&3 FINE H R B I IR FE AT 0 R, IR1S 3 a4y
MRFEI, Horh BE =G 4 R 4 A Rk B
43514 51.1 pg/mL. 66.3 pg/mL. 74.9 pug/mL 1 60.8
pg/mL. 2Rf5, FREHTRYE, 45 WK 5.

AR AMES MR, BEE=IREE a HIR5
BEA T 0.63 ~ 1.11 ng/mL, E & =48 b /T 1.21

~2.05 ng/mL, B =M ¢ /T 2.27 ~ 3.86 ng/mL,
EH =0 d /T 0.68 ~ 1.20 ng/mL. i, EE=
7l b A o B BB BN AN IR BEAL TR — HoE
G, AT DA e e A R BRI s 1T B S = a A
d MR TR — 8 EH, & T E S Fk ih sk
JE£ AR R Lk — 2B 081, 3 7l 3R A% 38 IR 730l
N 37.4 ug/mL 1 44.5 pg/mL KR FRRIEATIRHE,
PES R I 6.

x5 EEZRENRESETESR

Tab. 5 Evaluation results of odor threshold values of megastigmatrienone

WIE /(ng/

5% BEIKVIT

R TR mL) WL LK RT /(ng/mL) BB E#EAS 2 T A P 5o 25 R
E G =M a 51.1 1.11 13 11 11 1
E & =& b 66.3 1.21 13 8 11 |
B = J5HE ¢ 74.9 227 13 9 11 |
B E =) d 60.8 1.20 13 12 11 1
* 6 EEZH a f1d WREBETELR
Tab. 6 Evaluation results of odor threshold values of megastigmatrienone a and d
. ks i WG DR L . 5% KV g
R TR WPE /(ng/mL) /ng/mL) ISP NRGPNd B B P o 25 R
E T =000 a 37.4 0.81 13 11 11 1
EE =R d 44.5 0.88 13 12 11 1
&S ME A, BTG =/ a5 ®E  3.86 ng/mL #10.88 ng/mL.

AF 0.63 ~0.8Ing/mL, FE G =J&E d T 72 0.68 ~
0.88ng/mL, =7 Lo A bR PSR EE E AL T [H
— KRR

R, 2P B R, B9 =JaE 4 FpiE 5
SRR F MR AR 43 ) 0.81 ng/mL. 2.05 ng/mL.

23 FERENENHEE

MR B = i B AL 5 M0 = R B E
SR, AU EILAEEIEES T OAV, 4R

[===N
7o

®

x7 EEZHEH OAV
Tab. 7 OAV of megastigmatrienone

R &/ (ng/mL) NS R / (ng/mL) OAV
B & =% a 18.64 0.81 23.01
EE =M b 72.46 2.05 35.35
B =0 c 9.11 3.86 2.36
B E =JAR d 66.51 0.88 75.58
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XKTERER, EE=ME a. by ¢ # d ) OAV
BIRF 1, s EN “KRER” BHESEA
TR 4 PR A P S DR KNI
PR BEE IR &> B =M b> B G = IHE a>
E S =R c.

3 &g

K [l 28 PR R RO &t “ RE |7 &M
A FETRARY), SRBLEHMREZER G, FHA
FH 2F 1) 46 o RO B VR AT 0 8, Bl S A E T
ZIEE S . AR N &, R GC-MS/
O HARBEAT WL BAE I 2, 25 R Bon, B Y =/
av by ¢ Ml d ARG ] 18 73 51 4 0.81 ng/mL. 2.05 ng/
mL. 3.86 ng/mL #1 0.88 ng/mL. [FIF, KM bRkt
TR, ARR TR 4 FhF 2 FAAR T
SEHN 18.64 ng/mL. 72.46 ng/mL. 9.11 ng/mL Al
66.51 ng/mL. Hiltk, FRTFARINT OAV 730y 23.01.
3535, 236 M1 7558, KA 4 FhlE FAafiont 4t «oK
EH” BHE S BETR, TN R B
I &> B AR b> BT = o> BT AR co
EHARARR T G5 VL TCIFAER I 5 A7 AT 2 Pl ) 43S
BRI AR E A RYIT OAV (1178

SE
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Determination of odor active values of megastigmatrienone in cigarette mainstream smoke by
GC-MS/O

YANG Jing', MAO Duobin', CHEN Zhifei’, SUN Zhitao’, HAO Hui, JIA Chunxiao',
LI Chenggang’, WANG Gaojie , MA Yuping’
1 School of Food and Biological Engineering, Zhengzhou University of Light Industry, Zhengzhou 450002, China;
2 Technology Center, China Tobacco Henan Industrial Co., Ltd., Zhengzhou 450000, China

Abstrac:Simultaneous distillation and extraction was applied to handle cigarette mainstream smoke particles, and fractions containing
megastigmatrienone were prepared using Semi-preparation HPLC. Contents and odor threshold values of megastigmatrienone in tobacco
smoke were determined by GC-MS/O respectively, and odor active values (OAV) were obtained. Results showed that: 1) Odor threshold
value of four isomers of megastigmatrienone was 0.81 ng/MI, 2.05 ng/mL, 3.86 ng/mL and 0.88 ng/mL respectively. 2) OAVs of four
isomers of megastigmatrienone were in the order of megastigmatrienone d (75.58) > megastigmatrienone b (35.35) > megastigmatrienone
a (23.01) > megastigmatrienone ¢ (2.36). 3) Odor threshold values of flavoring substances which possessed unstable chemical properties
or several isomers could be determined accurately by using GC-MS/O technology, and hence the odor active values (OAV) in the cigarette
smoke. The technology boasted accurate determination of OAVs of flavoring substances compared with traditional methods.
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