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Determination of 39 main flavor components in cigarette by ASE—GC/MS
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FEE . RN ik A gqu SRR R AL TR AEAN, acetic acid, 3-Methylbutanoic acid, hexadecoic acid, 2-acetylpyrrole,
TEPE G AR B A EE T, ot 15 AP E =AM furfural, furfuryl aleohol, be-nzoic alcohol, phenethyl alcohol, sol-
LP L 3FRETH. . ;S8 2-CE AR MR R K anone, beta-ionone, phytone, megastigmatrienones (4 isomers), 3-
FELECEL S E T 2 . E DS A R hydroxy-g-damascone, 4-vinyl guaiacol, 5-hydroxy maltol, dihydro-
RN T T Y L N T actinidiolide et al. by GC/MS/SIM was developped. The results
SR A B 30 A B Ak R AT T LR B, & showed that the RSDs ranged from 2.25% ~6.49%, the RSD of
REPV T 39 A L R Fok R oM EREA
2.25%~6.49% 8- % ¥ Z BB & & 8K, M E 4 R A8tk
T 2L 500, A £ B Aok o MR 25 R AR AT AR AR £ 3
EOVRRN. F RO ELRETF, £BRER PO TH. KT
B R OB 2-TB Ak AR TES-RALFH. DM
EHZBMFRS G FEFRKR, R FRAFRAR LR flavor components detecting requirement of batch cigarettes sample.
BOAHNEEKS. TABRREEEHED T ZRFRR  Keywords: GC—MS/SIM; ASE; cigarette; flavor components
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Abstract: The flavor components in 15 domestic cigarettes were ex- S TR T R A R A TR AT M ok
tracted with dichlorome-thane by accelerated solvent extraction BEAMAT . F R B e B IO T A R R A R AT
(ASE), using methyl nonoate as internal standard, a method for K 225 (2~ 4 b s 25 50 5 508 22 B 7 W 5 2k T
AR T X 45 4E b 8 B SR B, AN 38 A Kt = AR T

beta-ionone’s determination result was over 5% for the its low con-
tent,the other components were below 5%. There was bigger differ-
ence between the content of acetic acid, benzoic alcohol, phenethyl
alcohol, 2-acetylpyrrole, methyl palmitate, 5-hyd-roxy maltol, du-
vatrendiol in the 15 cigarettes. The method was simple operation., se-

nsitive and high in automation, which may be satisfied with the main

semi-quantitative analysis of 39 main flavor components including of
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Wt 2R U Rp AR R AR W L P 2 UK Sy
SRR AR B T MR M Z N . BT, © A e
G UL RN I A6 K I 4 A BRI 1 K R A R A
Gy AT O3 . 25 IR B AL A B B A X SR B AE R
FA 4= #4553 (Scan) #4740 M7 B AE 7R 58 2 19 T30, 45 5 1 R
FEREEE RN UETA . A5 BIF 5 100 SR P 3 i 790 2 H— < B
5 SR B AR B A BT N A R AR 22 T Y 39 A
YT ORI S HEAT 40T o B AE AR DA% G2 43 AT T R AE AE 1 i AL B
TR v G 7 A B AN GE A L R ARSI DL R A T R T
e ER AN
1 #RLS 5%
1.1 #R 5=
B 15 Fhep E R L W TV R BT
TEST 5 mL, V78 = # T R R A BR 4 F 5
HHLARUE K :0.45 um, PTFE, g% 15 H L A R
NI
PR L 5 e« 3 2, 38 [ J&T Baker A5
T-BR g 46 B 99.5% , 25 [E Acros Organics /A ) 5
SIS BTE I AL : 7890A-5975C B, 35 [H Agilent

/l_\\#

&l

T sH s 70 A AN : ASES50 B, £ [H Thermo 24w 5

i 5 28 % AY : Hei-Vap Precision &, % [F Heidolph 2\ 7 ;
3 HT R BSA1248 1, &5 0.000 1 g, f# [§ Sartorious
NEII

1.2 HRATLE

WU M0 0 22, M R, i 40 B fS . fF . #EBROYC/T
31—1996 ARl & &K=,

HERAAREL 1.000 g MK OB 2 0.000 1 @), % A 11 mL
ZEICHL I P AR VR G N g L RO OBR R B N
0.961 mg/mlL)30 pl, P % W be o FE A 7). FE RO e
HE TN 3 P 500 A TS TR o in 4 5 min 38 3 — & 1Y A BOR
JE S TE— RE W ZE IO [A] R ZE IR B0 AT 2R, 2R T AR 4
Ji > LA 60 0 B AR BRI 60 s Ay 20 W 4 Bt [ 2 B v ik
B A e TR BIZE B P . 2R (L4970 mL) T g
AR RAN AT MR 4R R BE 30 °C L % 100 r/min, B A FE
30 kPa, I 4F E 2 1.0 mL, %5 0.45 pm A HUAHE B3 08 )5 ik
M

TR0 o ] S 2 IO ] B o A B ] ek AR L R
R T 45 2% 1 o SR P B R0 3R a3 v o o 0k L o A R R 43 1Y
O a ook ZE TR B AR IO ] ZE R SO AT A B O
W1,

1.3 s

4y A7 A . HP-INNOWAX 4 % B 41 & #F (30 m X
0.25 mm i.d. X0.25 pm d. L) #EFE 7 X 3 2 10
Tk BE & 1.0 pls 3F FF HJR BE: 250 Cs AR AR
(99.999%) , {ii # : 1.0 mL/min; JHE P WG IRIE 40 °C,
45 3 min, A 4 °C/min FEE 250 C, L4 FF 20 min,

F1 MEAFERKELTR
Optimization scheme of accelerated

Table 1

solvent extraction

AR E]/min AEBGEEE/C AR/ K

5 90 1
10 100 2
15 110 3
20 4

e B FE T (ED, AR 70 oV, AT R
BE 150 °C L, B F IR B 230 °CL ¥ R LR BT[] : 5.0 min, 43
520 1: Scan F 4 F AL :30~400 amu; 74 20 2. 3%
PEBF (SIMD 5, AL B W I RHE PR 8 F LK 3.
2 #ikG5ie
2.1 BHELEFBRINEESHF

XI5 B B T 1B (B DD, R A NISTOS 3 % 45 &R
FEHEAT 58 M43 BT« 8 45 L v DG B 5 v CRF 80 200 AL & 4
fER T e AL 2 B4 dee M 72 Rk &4 (3R 2)  H b
BB AE 0 TS TR SR AL A W i TR AR .

TEFTEE I 72 R Ak & W 0 Bl b 25 G 5 R i )
B) o M A R A BT SR S AE R L IR S OE X
BREH 1 A R SRR R B R B
(SIMD , DA T 1% F e S AR 5 % HC v 5 DL 1Y) 39 i 28 Wk i 43
BEAT 4307 ARAE B 0L 3R 3. B T R WL 2,
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S 8
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BT 6
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T 4
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Figure 1 Total ion current chromatogram for the ASE ex-

tract of the tobacco cut in the cigarette
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Figure 2 Select ion current chromatograms for the 39 flavor

components of the tobacco cut in the cigarette
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Table 2 The qualitative analysis results for the ASE extract of the tobacco cut in the cigarette
o 1R B B U — 1 U 1T e B CAS U — e e T
] /min BE /% [d] / min BUE 5t/ %

3R -2 9.180  3899-34-1 0.029 2Nk 15 A5 il 40.944  616-45-5 0.015
i B 9.401 110-86-1 0.001 L 44.076  502-69-2 0.012
2 22 M 1 10.090  1576-87-0 0.002 5-55 WP BBl 44,676 67-47-0 0.012
3-PEfE 11.736 589-82-2 0.002 B 5= A 44,702 38818-55-2 0.081
2,3- W Jk-2- 0 13.499  19550-03-9 0.007 T T 5 i 45.274  1113-21-9 0.041
2-C i 14.345  26549-24-6 0.014 # B 45.607  532-12-7 0.229
3-H A B2~ F BE-1- T M 14.869  22418-49-1 0.005 H & =48 B 45.963  38818-55-2 0.075
2R 20.512 64-19-7 0.429 X 24 B s AR 46.230  7786-61-0 0.174
g s 20.751 98-01-1 0.011 e 1R Y 46.873  112-39-0 0.013
2RI T W W 22.821 80-55-7 0.031 & =M C 48.012  38818-55-2 0.028
i 24.036 79-09-4 0.006 5-¥5 M 3 A 48.350  28564-83-2 0.246
5- T e g 24.939 620-02-0 0.014 E & =4H D 48.839  38818-55-2 0.602
2,3-T 25.240 513-85-9 0.015 J& uJ il H 49.725  487-19-4 0.060
2-IR S d-1, 4- 25.410 930-60-9 0.015 AR B T TR 49.817  15356-74-8 0.017
3-FP RE-2- PR i 25.766 565-60-6 0.009 B A B 50.120  2743-90-0 0.144
LBRIETRR 26.833 591-81-1 0.007 5 J8 35 N il 51.253  1117-52-8 0.011
Yo 28.513 98-00-0 0.012 2-3- K Mk I 53.560  581-50-0 0.133
3-H k- T R 29.168 503-74-2 0.088 3-J J-B- K T ] 55.686  102488-09-5 0.058
i B 30.833  54868-48-3 0.103 2,6,10, 14, 18- H k-2, 6,

1.2.3- = HHIF O b 31.967  1678-81-5  0.010 10,1418 14k O7.809 Toos0sE 0,068
X HYFEZR 2 ] 32.161 122-00-9 0.013 il 57.822  150-86-7 0.070
BT 33.773  85949-43-5 0.003 0-¥3E-4,7-B 5 -3 58.140  52210-15-8 0.119
1,5,8-=H3-1,2-—F % 33.879  4506-36-9 0.007 RN 60.004  593-45-3 0.436
B Ji 33.982  23696-85-7 0.003 + o R 60.112  544-63-8 0.034
2,5,8- = H -1, 2- A% 34.190  30316-23-5 0.013 +H R 62.706  1002-84-2 0.054
1,1,6-=H3-1,2-— 2% 34,366  30364-38-6 0.005 S B AR 0 64.393  25269-17-4 0.031
J0H 5 35.343 54-11-5 76.732 e 64.839  112-95-8 0.284
P 36.046 100-51-6 0.028 RN 65.254 57-10-3 3.964
4= FP J-2-3p Y BE-1-C1-FH BRI 1-=+H 67.125  3452-07-1 0.137

36.446  56763-62-3 0.008

LHEH- OB —t—k 68.267  629-94-7 0.320
R 37.142 60-12-8 0.013 ip A 69.529  7683-64-9 0.132
B W 37.850 504-96-1 7.586 Ak 69.344  646-31-1 0.485
o~ B 38.523  23950-04-1 0.012 AN/ 69.962 57-11-4 0.736
4y 4= 230 O M R 38.718  1073-13-8 0.008 R 70.617  112-80-1 0.957
3-(1-F J-2-WR B ) - it g 38.845  19730-04-2 0.013 VAR = Ja 71.204  7220-78-2 0.560
2-Z, TR it 39.210  1072-83-9 0.025 T R 71.828 60-33-3 1.277
2,3- A - WA RTEIEIRE 40.686  1746-11-8 0.051 AR 73.637  463-40-1 3.055

2.2 EEEMGRMRL

IS 70 2 IS FR) 2 B85 A M08 22 oo 7 IR 2 ) 42 DR
HORAEIGEM . FZLAFEROR L ) R8Ol % 4R R . Tl
TN P 3B R A0 B A R O A T B AR
2.2.1 FEWMARIPELE R L2 PR Bt
B0 58 SR AE AL U O 90 °C L A BOR BN 2 W A A
BB AEIOR E] 235y 5,104 15,20 min B B R
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Table 3 The retention times and selected ions of the 39 flavor components and internal standard

k&Y PR BT /min 4FAE R F (m/2) &Y PR B /min 4FAE R F Gm/2)

i g 9.398 52,79 H G =M A 44.701 190,175
Y7 20.624 60,45 E & = ME B 45.987 190,175
ol s 20.755 96,95 K s L A R T 46.270 150,135
T- 1R W i (1) 21.743 141,87 R g 46.873 87,227
5] i%: 24.086 74,57 B G = C 48.012 190,175
5 F 3 ) g 24.969 110,109 5-¥ 5L A 48.373 144,101
2-F -1, 4- T 25.410 96,68 E & = D 48.867 190,175
e 28.528 98,81 SRR B P TS 49.821 111,180
3-H TR 29.216 87,74 e N o] 51.284 136,107
i il 30.833 136,121 2-3-HE Ik i 53.556 156,130
Xof F L 2 2 T 32.180 134,119 3-FRI-B- K T 55.682 208,193
BEF TR 33.770 192,177 - 2 57.869 123,71
B-R s Tl 33.980 190,121 0-¥24L-4,7-EH 5 53T 58.144 208,193
i 36.053 108,79 + U iR 60.112 228,129
Py 37.165 122,91 Ay 65.220 256,213
2- T i i gt 39.210 109,94 + I\ 69.990 284,241

3 T HE A B O ok 40.720 134,119 iR 70.613 282,264
2- M 1% e 40.960 85,42 VO =4 71.120 245,81
e i 44.076 58,109 DAY 71.810 280,109
5% H Sk e e 44.686 126,97 RIAA 73.618 278,222

T AR T A E R T R E N EE R T
R S A8 R AL R ) L 3G P 4 15 min A E Y

FHEIRUIN ]
2.2.2 FEBORBMERE R L2 Rk EEFR D P

B 5 5 L 25 2RO (] 0 A B 25 R L R ZE U E] O 15 min, 22
BOR I 90 CHIZMT » B REBORE 59 1.2.3.4 R
WA 22 b O Fh BT AR S A G O, K5

BORECT OFD T B/ R R4 & 5B RECH 2 KA E
110r 25 min Dl();rlin @15 mn @20 min
105+ -

X
‘\EIOO’
= 90
< g gs
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75 \_‘ 1 1 1 1 1 \_‘ 1 -~ |
2 2 E £ g 2 & E &
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Figure 3 Effects of the differentextraction time on the con-

tents of the main flavor components

BRI R L AT X e P 4 AT AR 1
I o 32 A R R 23 1 B TR AR T 22 UAE I B AR O B
A4 8 T s 32 AR RS0 B9 B T

HAK R LAE 2 K AN -5 B T L 2- £ R ik
B 5 B MR A L AE I 3 YRR 4 RN, R AR B R
AR (HLE A b PO BT L A I B 2 R R 1K gk
3 U BB A IR KL

1101 21K o2 ik =3 o4k
105
°
\EIOO’
*\gé 95
0= 90
“ s
<
=80
75 L L L L L L L L L I}
#OE E ¥ ¥ 2 B B ¥
g8 5 0 2 ®# 2 2 7 L
EEEEER
A N L gﬁ =
« 3V T m =g
C\I ) ®oom
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Flavor components
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Figure 4 Effects of theextraction times on the contents of

the main flavor components
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2.2.3 FERUREMER W12 PRIrk kgD FR
B 75 58, 45 G FE IR ] FE BOR B AL 14 45 5L 76 2 TR ] R
15 min, Z2BOIRECH 3 IR AAF T - 28 236 BOR BE 43 51 2 90,
100,110 CHY, 9 Fh EZH IR B4 & 2 B . K& %
BORBET 9 F £ IR N & 7 5 2K BUR By 100 TR £
B VRS 0 EGAE AT R G S T O [ R BGR
JET RS L A ZEHUR B 90 T E
BRI 4 A R ST 100 “C A 110 °C,100 “C A 110 C

. 290 C = 100 C =110 C
100F =5 =
KA
=
=4 0
15 =
o 3 85
é 80H
75 ‘\ L L L L \xm:\ \”\
g E OE ¥ # 2 E E &
B o= o028 E = o9 0¥
B b R noE -1|< +
¥EEB pE o
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IR
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Flavor components

M5 FIURLAEREARAS S E N Y

RO T o 32 B A bR A I & i R A 3T B 2 R
100 “C 54 18 P ZE BURLEE
2.3 HEFEEER

Xof <[] — {53 K A A i i FRURIT 3R 1 7 Ak 3 05 A7 Ak 3
6 0 HEFESN T, RTAFR LIRS G0 & &L 1A
XA ol O 2=, 25 A L3 4. ARSI Y 39 b o B2 A R A3 1 AH
FERRUHEAR 22 0 2.25% ~6.49% , Hoop g4 22 i [N & & &
G U005 5 SR A A ) A o D 2 BB A 500, Ho A E AR L4
5 5 SRR X A v O 22 2 AR 5 %6 RPN T I AG I kA B AT
PER G
2.4 HRERHEN

SR JH 3 A2 S 4 om0 A R — B I T IR 0 15 A [
FE] P 0 A0 T80 AR 22 P A6 CRE Tl B 2 10~ 11 mg/ 30 M 4
T 39 Bh R IR B4 HEAT T2k B AT AR AT
SRV B A A g SR W3R 5. TE BT R A 15 B
LIHEE S, P SR IR R R LR L 2- L B SR IR N R
fig SR IEEFH UMK EERS SR ESE K,
o, 98 A 108 B IY SR A BB 10 £ R 13 £ B S
AEPEEM SR 108 M £ EMTECESERE,
Lo M 14 R P 2-ZBESEmE s . TS R & it w2 8
M IS EFER T SR AEL FM T ER .24 Mo M

Figure 5 Effects of the different extraction temperature on M= o R L E T RS % o & e T

the contents of the main flavor components WO RS R,
R4 HDWMEERRBESBVNEEMHENRERE
Table 4 The determination values and RSD of the 39 main flavor components (n=56)
e ¥i’a{ﬁi/ ﬁxffﬁ?ﬁ o %ﬁjﬂ?{/ ftlmi/ﬁﬁ
(pgeg W 22/ % (pgeg™H W 22/ 0
it E 0.9 41.86 E & = /&M B 23.7 3.03
M 320.0 3.26 X & 0 S8 AR 60.4 3.33
HEEE 14.4 4.24 + 7SR P g 224.0 2.87
Wk 4.5 3.46 B &= C 10.8 3.88
5- P ks Ik i g 18.7 4.81 5-FR R 2F W 413.0 2.52
- -1, A- 11.2 4.43 E & =/&H D 54.2 2.92
i e 6.0 3.17 AR P R 22.1 4.00
ST 33.2 3.07 e 5L 7.6 3.10
i 85.4 3.51 2-3- Tk Mg I 203.9 3.28
X Y RE T 2T 5.0 3.12 39 E-B- K BT 18.1 3.37
B % 2L 1.3 6.49 n- 23 i 35.7 3.51
B~ I T 2.4 4.65 9-¥3 K4, 7-H T -3- 6.0 4.74
AR 24.3 4.38 +u R 9.2 4.03
L 9.4 3.71 B R 799.6 2.25
2-Z RS it vt 13.4 3.64 1 g 12 158.7 3.67
2,3~ - AR LR ki 30.8 1.16 MR 6.6 3.16
2- MLk M b R 14.6 3.73 PO = 95 26.8 3.08
HH A 8.5 3.85 RIATH 129.0 2.36
5-5% T HE e g 18.6 4.32 NIANI 70.4 3.25
EL 5 =M A 5.9 3.98

64



Ze5wN

2017 &% 2

x5 ISWMEBERPFIOMEEFTKRESRUER
Table 5 The determination results of the 39 main flavor components in the 15 cigarettes ng/g

-yl 1# 2# 3% 4% 5% 6% T# 8% 9£ 10 11z 12% 13 l4g 15%
I B 09 10 10 10 09 11 10 1.1 1.1 10 1.2 09 1.0 1.0 0.9
1% 390.4 294.6 342.0 485.2 358.3 349.9 338.9 317.3 564.8 582.4 368.0 358.3 365.7 348.1 350.2
e 10.9 12,0 11.6 10.3 11.0 10.6 12,9 11.6 11.4 12.2 11.8 11.0 11.5 14.4 12.4
5] 6.4 5.6 5.9 5.8 6.6 7.6 5.3 5.0 10.0 9.6 6.5 6.7 5.1 5.1 5.2
5 F1 i K g i 12.4 151 13.1 13.2 16.0 16.6 15.8 152 15.0 14.0 155 16.0 15.7 18.4 17.6
21, 4- T 9.0 84 114 88 69 74 87 108 121 128 85 6.9 86 11.6 9.3
i 58 7.6 71 67 60 68 56 60 57 97 63 6.0 68 56 6.6
3-F T W 22,1 257 254 19.1 23.6 183 22.2 19.2 228 31.2 19.1 23.6 33.9 36.2 29.4
i 73.8  80.2 90.5 63.9 90.6 62.7 77.6 76.9 73.9 79.1 78.3 90.6 100.4 91.9 93.1
of 2 2 45 44 50 3.9 46 42 46 44 45 51 50 46 53 59 4.8
BT 4T 1 1.1 11 1o 1.1 20 1.2 1.3 1.5 15 1.1 1.1 1.1 1.3 1.1
B K I Ji 20 1.7 1.9 16 16 1.7 20 21 1.7 25 1.6 16 1.9 1.9 1.8
X H 35.2 17.5 15.8 17.6 43.3 25.1 21.3 18.2 20.3 49.9 32.3 43.3 484 255 28.7
Fm 103 6.6 60 68 91 98 7.4 7.5 7.2 146 11.7 9.1 10.2 101 9.6
2- Tk it e 23.8 14.8 15.3 18.2 16.7 22,3 13.7 149 17.9 40.0 21.8 16.7 17.1 12.3 19.8
2,3- A - WAk 18,7 19.0  17.0 13.2 21.5 15.8 21.6 15.7 17.1 151 15.2 21.5 15.9 31.1 19.7
2- M 1% 45 65.3 57.5 69.3 68.4 540 658 52.3 71.4 69.9 79.8 68.1 54.0 52.4 46.7 59.6
i 1 12,3 11,9 121 11.5 11.2 11.7 10.6 10.9 10.4 10.3 142 11.2 9.8 105 9.7
5~ F S 15.9  17.0 18,9 13.2 19.2 124 17.2 150 151 152 159 19.2 20.7 19.6 18.8
FH = A 65 62 64 57 60 55 57 53 55 7.1 56 61 7.0 63 6.5
E o =4 B 25.7 23.8 248 23.0 235 21.6 225 21.5 221 29.2 22.2 235 27.7 253 258
Xof 2 Bk A K 9 53.6  64.7 57.1 53.4 66.8 48.0 56.0 41.6 36.3 52.9 47.0 66.8 73.1 62.6 61.1
T+ 75 R H g 291.5 151.1 219.8 111.0 204.8 152.5 226.7 290.1 244.4 399.4 81.5 204.8 201.7 236.2 230.2
E & =4 C 10.7 11.2 107 9.8 11.2 9.3 107 86 88 10,5 9.0 11.2 143 11.7 11.9
5-FR k22 2F 392.5 562.5 442.1 466.2 397.6 480.2 476.5 385.2 384.7 462.5 483.9 397.6 454.1 403.2 487.3
E & =8 D 51.7 52.4 50.8 45.6 52.8 44.7 49.4 42,5 439 53.1 42,0 52.8 66.3 58.1 57.6
AR P B 30.5 26.4 329 23.4 247 279 24.3 22,8 26.2 26.5 25.6 24.7 23.5 244 28.1
o J2 T 13.1 9.8 123 9.0 103 9.6 10.0 101 1.2 89 95 10.3 10.8 87 10.6
2-3- R ML I 200.1 207.2 233.3 221.4 198.9 214.2 200.6 205.5 191.7 207.0 225.7 198.9 241.7 221.9 243.3
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