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Determination of volatile aroma components in cigarettes and

optimization of flavoring process of tobacco
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Abstract: A method for the determination of 11 volatile
substances in cigarette cut tobacco by headspace-stirring rod solid
phase microextraction-thermal desorption-gas chromatography-
mass spectrometry (HS-SBSE-TD-GC-MS) was established. The
parameters were optimized in the tobacco flavoring process, and
method and thermal desorption

the sample pretreatment
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operation conditions were optimized. D Under the control of the
optimized experimental conditions. the correlation coefficient R?
was higher than 0.998. and the detection limit and the lower limit
of quantitation were 0.052~0.524 pg/g and 0.172~1.684 pg/g.
respectively; @ The spike recovery was at 85.2% ~97.6% and
the relative standard deviation of the determination results was at
2.7% ~6.0%; @ Through this method, the flavoring process
drum frequency and damper size were optimized as 40 r/min and
90% ., respectively, and the best aroma evaluation in sensory e-
valuation results were obtained under the control of these condi-
tions. The method had high sensitivity and good linearity, and
could be used as an effective means to optimize the parameters of
tobacco flavoring process.

Keywords: cut tobacco; volatile components; HS-SBSE; thermal

desorption; gas chromatography-mass spectrometry; flavoring
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TR P 2 TR0 A 00 S T R S A3 AT v T R T e ) S
LS A 77 1 R ARE AN A0 T A [l WA SR AR TG 1 ] R, 5 2
H R B P IET 1 A B R R W S R AR
A LA B e 0 R AR R IR 1% )y ik B4
P [ A2 B (SBSE) . SBSE [ & B LSk, N AA R
FTRA ML AL AR R e
LN 6 b A 25 5% B R R MR R I
AETT XA AT N AR R B IR I R S
ARG E— T3 (SBSE-TDS-GC-MS) &b 3 il %2 T 4 2
RE R VER Y o Z ORI AR K I R
0 H 2 T B A 1 AF DG B A L B A ARG Bl B

Shy 3 G FE A0 R [ A A 3 56 A 2B 3R L 58 Bl
SBSE-TDS-GC-MS JEfifi |- 51 A i 75 T 45 2 BB =0 %
HS-SBSE FH 40 22 B & 6l Ab 23 4% B, 58 i #4085 X R
M o T 28 S0 € 33— Jo 35 4G U0 D 308 7 S — b BB 4 R 2
AR TR R [l WA R R U S A A R R R A T i
Iy 2R TN E T2 P S 5k b, o Bk i 5E
3 7 MR SLIERORI AN 7 T2 A0 ok B R I B R S
1 MRS 5%
11w G R A 88
111 ARk

WAL« il — 32 7 B R RLAS M o Tl 85 4 0 A AR
22 RE N RN T2 P22 R & A S5 T2 3

ZEM PR £ H Sigma A 5

ZRRNER N B 2- L T RR-3-H L T Fg.2- 2
HOECREE.CBR KM N LR RN
2L 2.6- A T SE 0 Y L 3- 2 BESL ML M 11 Fh 5 R 4% & 1
J A bR < 35 ] Sigma A 5

[ 25 ZE B H 45 : Gerstel Twister $if £ #8 (K20 mm,
J& 0.5 mm) , {8 E Gerstel A7) ;

SOM 3% K. HP-INNOWAX %! (60 mm X
0.25 mmXx0.25 pm), 3 E LR R AT .
1L.1.2 (s 5K&

ST JF S Y : PerkinElmer Clarus 600 %Y,
2% [H PerkinElmer 2\ &) 5

BB B X : PerkinElmer Turbo Matrix300 B, 3%
PerkinElmer 23 7 5

A R . CP225D BY , i [E] Sartorius 28 A .
1.2 KA ZE
121 WisPmksE dFMRdMEEAEEEE. RH
SRR IR R HIE B N Rk E & IF AR &
RHRG I B 0 MR B 28 AE SRy 9 b R AT E
1.2.2 PRAEEWMECH MERIFRE 5.00 g 25, BT
50 mLAS R, FHJCIK & Bk s B O 8 % - T il J5 0 e
9 100.0 g/L By A5 45 V8 B B 0.100 mL PN A fif 45 U

Z EE BEZERUESHSNERBLMNEIZMRAL

F 10 mL ZF & S, FHTCK & kR B O 2% T ) o o Tk
B 1000 mg/L W) N bR bR UE TAEW . 138 0T 4 % W3
T4 CokAE R AT ATIRE Z =R .
1.2.3 FEMATAL R g R A 7E 08 AT AT A TDS 415t Kt
Frpie., EERT AT FRBOE 228 5 90.0 g, & T/
PR IR 0.4 mL B NARARME TAE W %R, Z J5 2 B
TR Y G 2 A T 28 2 TR M G R BE AR AR 1
TG IEAT 11 2 ) 1) OB AR (B 40 7E 35 A SR 22 1 /N Be A L O
SEAT S, 0% BB [E) A 120 min, M X AL G B BT
B % RR A ORE o B MR 22 T A% G e T B RE R I i RE
RUONE 5 o A B3 1) 9 TR A SE B . G O T o I
TR 22 4, 43 5 B 4 B 22 4% 0 30.0,50.0,70.0,90.0 il
110.0 g #% 1.2.2.1.2.4 #1 1.2.5 (3 5 45 7F 8 5 46
11 FfE AR & & i A5 PR AR08 55105 0 T 1 o de f
WS, 56 EF 181 5 43 59 B 4 0% B Bsf 8] 60,80, 100,120,140 min
#1.2.2.1.2.4 M 1.2.5 IR 50 & 4R B A T 11 F B AR
WE RSN 2-2 3 0 3 TR TR & & de 415 B i Ak
B A
1.2.4  IRJGLBR AR AE SR fF R BN 45 RS R [ 2 A IO
R TS\ e 50 O e S LG Al JHG g A A L R 3K B A
Wi oE A R WG, R A B B IR BE 180 °C L Y8 B A AR IR E
—20 C AR FE 260 °C, BRI EE 190 C, 4% Hi 2k i
200 °C , B BFH A ] 3 min, #E 40 WA 3 10 mL/min, 4
SR 10 mL/min, Hop, Sy T8 A2 B B4R 4R
LA AT B Lo (3") R X FAAR W TRLBE AR 10 %8 SR AR R
JRE RO iR W [RD AT IE 340 A A R DU 11 R H AR
B 2-L B O QMR TR & i R AR B R AR I 5 A1
1.2.5 ARG — BTk A i & 14

(1) S AH 1% % 1 : SR F HP-INNOWAX S AH £ 1%
H (60 mX0.25 mm X 0.25 pm), #EARE R 250 °C L, 40
AR BN AR (99.99%) i 1 mL/min, 2 )3 FHR K
50 CAE4F 1 min, 2R 5 LA 5 °C/min FHE E 200 °C,
10 min,

(2) JFiE4AF ET B F IR iR 70 eV & T IR
180 °C i B 250 C M IER 5 min,
1.2.6  JEMEGHT FIH GC-MS BRHL K 4E S K6 25 1 BT
TS RS A R A 1) B 3% 5 NIST Library 4
P4 R HDG C B > 85 Y0 B 1R Ry 9 48 S8 25 R 2 )5 41 Bl
i@ 1 https://webbook.nist.gov/chemistry/{# 2 ¥] £ %K E
SRR R R B ISR 5B R M R, A
BT o
12,7 @ity TR 50 & a5 H a5k
R TE L S i DA AT LS 2 9B 09 5T 6 P9 A €8 33 06 T AR R
BRI 20 43 1 €0 3 0 1T AR L A5 3 B0 28 43 AT . S I E
Mo RO EER AT S5,
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B A&
1.2.9 FFERAAEIEHB (KT E) M E  BUF kB IR Fr
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LR S BT AL i 0 1 £~ BRI ] ming
LRI T n B9 1E R BE SR TR AR B M I S 0 1)
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U 1) £ B B5F [A] s min,
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Figure 1

Chromatogram of mainstream smoke components of a cigarette brand of Yunyan
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Table 1 Relative quantitative results of some aroma components in a brand of Yunyan
WA R LB B[] /min Kovats ff A EC IHRMRBERE &8/ (pg- gD

LR 3.11 669 665.5 0.251
P T g 5.21 673 670.2 1.322
2-W LT IR-3- 1P K T g 8.31 1076 1056.7 7.354
2-Z IO TR 8.72 1 144 1 142.5 13.818
LR 12.62 1437 1425.2 0.461
QL 15.07 1550 1543.3 0.351
[y 15.80 1589 1572.8 0.095
fat i il 18.25 1699 1709.6 0.385
ZEONKR) 18.78 — — —

Nl 21.98 1885 1 .859.2 4.255
2. 6-ZURUT S H 22.64 1927 1952.9 1.295
3~ T Ak ik g 25.06 — — 11.334
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BT A BT AR 21 B IR B 90.0 g I A S RE [l I A
HLL o E bR o R ROR B0 L T ELAT LG TR A A 70.0 g

Z EE BEZERUESHSNERBLMNEIZMRAL

T A B AR W TR X B O A E AT . 4
B IEEEREMY 90.0 g A RAL AT
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Table 2 Test results under different sample contents
o ZTRWBR/ [ -HEETRR-3-WETHE/ 2-CECHImRE/ M/ J I /
(pg+g™ " (pg+g™ b (pgeg b (pg g™ " (pgeg b (pgeg b
30 0.432 2.425 4.517 — 0.121
50 0.131 0.755 4.031 7.525 0.261 0.183
70 0.192 0.984 5.615 10.623 0.374 0.284
90 0.251 1.322 7.354 13.818 0.461 0.351
110 0.261 1.353 6.521 13.332 0.534 0.394
o W/ KR W R/ R/ 2,6-RUT EXT B/ 3-Z MR/
(pgeg™ (pgeg™ " (pge g™ (pgeg™ (pge g
30 0.135 0.138 0.425 3.878
50 0.225 2.317 0.737 6.149
70 0.084 0.314 3.355 1.124 8.524
90 0.095 0.385 4.255 1.295 11.334
110 0.106 0.457 5.025 1.122 10.592
2.2.2 FAER R ERE R 2 WL 2-C B O H TR F3 EXMURBEARRKFERE

Ji 19 & B o 11 R B bR S5 s T S {8 B S B X i b
PSRN A PO AL, B 2-2 35 O 3t 2 1R W5 3 AT 4 47
1 1.2.2.1.2.4 1 1.2.5 WERMMIRIm AT . HR8 T AN
AT 2- 23 O 5 2 BR TR G 119 5 BE A8 Ak . SF- i st ] oy
60,80,100,120,140 min T () 2-Z % & 3 Z BR g W5 48 F
W 2, M 2 8] A, BE % O A B ) 38, 2- 2 5 23
B TR V6 588 BE S B 38 JS JL-F AN S (B . 1 £ e )
9 140 min T/ 2-2 3 0 5 2 BR TR 558 )% 55 120 min F
B 25 O 5k 2 R TR 6 58 i LT A8, BRI, 7% #8120 min
B ST A B R] Oy B A 251
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Figure 2

WA i, JEE
Peak intensity

Peak intensity of 2-ethylhexyl acetate at differ-

ent equilibrium times

2.3 FAFEMHREEGRIMA

RIS O B AR I v 2R AR JEE ik W PR ] 2 R i AR
Bt b R T A0 AR ot BB T 52 B 5 4 A WA D 1K 45 2R A
PER TR R AR . AR DA i e 0 A DG SR L
T IEAS AL R SOKCF UL 3. WL 2-2 40 & 4
T G e 174 s B2 S W 4 o, 1 A Le (31 RAFEATILAL IR

Table 3 Factors and levels of orthogonal optimization
test
S AFEHRER B kA A C g W Iy
e B/ C il /min
1 —30 240 2
2 —20 260 3
3 —10 280 4
x4 EXRURBFTERER
Table 4 Orthogonal optimization test scheme and results
N A . 2-LIEC I LR
T U ) 58 B
1 1 1 1 91 269
2 1 2 2 96 174
3 1 3 3 95 436
4 2 1 2 97 569
5 2 2 3 102 215
6 2 3 1 94 120
7 3 1 3 77 952
8 3 2 1 91 369
9 3 3 2 86 425
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DNFE A4 AT ¥ R AR T IR B 45 SR i dR R, R
hy B SR R A B R W i ] R 2 AN AL B Gy, D
16 260 C T, A 3 min, —20 °C #7458 £ 10 B B A0 A
BB RAE S FERET LS 2- O CRTRIEN
5 B 3K B e KAH O 104 098,
2.4 FHEZFEM
241 fRMEMR KRS s R SR AR #EAT
FE RSN DL HARL G W) vk B2 D B Ak . & H AR L &

E3)
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Yy 5 AR P 1 e TG B LG S A Al Al S AR E 4R SR AT R
P B 2 T 09 O AR RH G AR B A B A b BEAT IR
MG FEC ALY I 38 A5 1R T 40 4% 3 AR MR L (S/
NOFI 10 F5 15 M b (S/ND 8 11 Fh B 45 4 09 4 1 B
(LOD) K B (LOQ) . £5 3R WL 11 Bk & 9 i 4 5C
FEH KT 0.998, K PR A E BN B4 B8 0.052 7~
0.524,0.172~1.684 pg/g. & A/ LML HE . 77
T M BB s BR AN B R BR A2 5 TR

FEEMER

Table 5 Method evaluation result

Hor LMW HE/ (mg » mL™ 1) Il ) 5 R*  LOD/(pg-g™ LOQ/(pg-g™")
LR BR 0.019 7~0.727 Y=0.624 5X —0.084 2 0.999 5 0.092 1 0.283
P i ik 0.025 6~0.621 Y=0.675 9X —0.067 5 0.999 3 0.102 0.316
2-H 5L T BR-3- B 3L T Hg 0.027 5~0.665 Y=0.729 2X —0.038 4 0.999 6 0.135 0.435
2-2,. 32 3 L R TR 0.074 5~1.572 Y=1.124 5X—0.192 4 0.999 4 0.524 1.684
L1 0.025 4~0.821 Y=0.985 2X —0.066 5 0.999 5 0.161 0.512
K- 0.016 8~0.584 Y=0.752 3X —0.045 2 0.998 5 0.112 0.351
[y 0.021 5~0.670 Y=0.892 2X —0.034 2 0.999 5 0.052 7 0.172
7% % — W g 0.022 5~0.542 Y=0.595 4X —0.087 4 0.999 6 0.124 0.401
e 0.023 5~0.842 Y=0.852 1X —0.054 2 0.999 5 0.105 0.342
2, 6-RUT REXS Y By 0.035 6~0.752 Y=0.762 4X —0.028 9 0.999 6 0.185 0.574
32 T i it s 0.089 5~1.275 Y=0.659 4X —0.012 4 0.998 7 0.482 1.512
2.4.2 PR SKEEE  CRAVEMAL R 6 M ARMEWETE 2.7%~6.000, U612 7 vk B A 5w i i i

A 25 R A T R AR 3 RS TR R BE K (2.5,
20.0,37.5 pg/ml) bR AT 6 YOIAR B K 5 . [
W A< ARG 2% B 1K R 45 2R IL Ak 6, AR ARWIL 11 B A AR
Y1 25 A [ W 3R A 85.2 %6 ~97.6 %, T R &5 S 1Y) A Xt

®6 EKRERSBTELER
Table 6 Recovery and precision results
414y B/ % KSR/ %
LR B 85.2 2.8
T 91.2 3.8
2-H L T IR -3- W L T I 97.4 6.0
2-L IO I LR 96.9 5.9
T 86.4 2.7
o nt- 4 93.5 4.5
[t 85.8 2.9
X R T BR 90.5 4.2
R 89.2 5.1
2, 6- T S Xk 92.4 5.3
3-Z Tk S g 97.6 5.8

T O -HETR-3-FETER. - KB
Pi ST L 20 60T X A T 3- 2 T A ik I Y
I 3 R BE 435y 2.5,20.0,37.5 pg/mL. LR
i TR A T L D R G R R A v IR
3 Bl B 4 iR E S 0.125,0.750,1.500 pg/ml,

FIKG %5 B2 L e W 2 8 B A BT I oK .

2,43 FILMEIMYE R T HE LN E I 40 B
A — R AR R B 12 M 7 A 1 A AR 56 A 1
THHATIE AR MFE 7 PR, B R R A A5
P4y 0 T L £ A X A ofE R 22 (RSD) e KA 29 8. A
10.3% sdie /D Y J2 3-Z BEFE ML IS, O 350, - HIfEH N
5.6 % . Ut I 7 2 B RAF A E B .

2.5 HEEMEIESHHNMUL

I LES B R B H BRI AR RN 76 # R
TORBERE LEERMIE T, LUFE &M o S
05 A B RBE 4 KT filE I it Rk 8
Jis s 85 RN 10 iR .

B3R 9 LA, MR R 40 r/min, K TR/ N
90000t R B RERK, HPZmRAER.2-HIET
fR-3-F I THE.2- 2 3L O3 G MR TR L 0 R — W IR %5 I 2%
PPk Bl KB . 33X 28 A 43 B 0% 1 0 45 8 A A Ul 2D il 0k
FRF 1) SR S A T R ) A A T A R . BR IS
AT LA RS 00 R O R A R R Y TR b SR AR VR R
B A 40 r/min, KUTTR/NA 90 Y6 i & it 35 3 fe K AE L 5
F 0.526 pg/g. HMERENE EIRGTFS 1A 2,/
TR AR 30 r/min, KT K/ A 85 061 95 Yo Bt P B
B AR TR MR R R . HE R RO R R R
30 r/minlff , 40 22 77 46 ] 08 k45 B 4 A7 2 R ¥ 5
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Table 7 Reproduce experimental results ug/g
as WIS
1 2 3 4 5 6 7
R 3215 3010 2 981 3157 3361 3610 3 542
P i 19 464 19 375 18 579 19 287 18 402 19 994 20 171
2- I T R-3-HY T iR 54 978 55 383 58 165 52 095 53 107 53 107 55 130
2-2. 3 03 LR R 106 108 107 086 107 575 100 730 102 686 108 553 106 597
7 9 281 10 009 11 010 9 372 9 736 10 191 112 83
R 2181 2 311 2071 2 325 2191 2 265 2 365
N 1427 1536 1514 1473 1739 1881 1529
%R R 2 973 2 936 3018 2 942 3159 3252 3418
W 51 487 48 704 51 951 49 261 51 487 53 807 54 734
2,6 RUT X H A 7 294 8 050 7791 7 560 7 630 7 700 7 945
3-Z T S i g 128 947 130 603 142 963 135 190 139 523 134 171 132 260
i ki) RSD/%
8 9 10 11 12
LR R 2990 3 668 2 981 2 952 3539 8.6
T e 19 110 18 933 20 525 17 871 18 402 4.1
2- I T R-3-HY L T iR 63 728 59 682 55 636 55 231 58 165 5.8
2-2. 5 3k R TR 110 509 99 752 109 531 98 774 10 7673 3.7
R 10 464 10 009 9 554 9 827 10 737 6.3
R 2 391 2 307 2 345 2 043 2 421 5.4
N 1514 1851 1816 1533 1461 10.3
% R W TR 3238 3322 3299 3125 3364 5.4
i 54 734 47 313 52 879 51 487 5 0467 4.5
2. 6- T B X 8 064 7770 7 350 8 155 7 245 4.0
3-Z TR LM 142 963 134 171 138 248 139 650 131 432 3.5
F 8 Wikt
Table 8 Test design table
F%  EEBR/(remin D) KTTKAN% | FS O EEHER/ (e min D) KR/ %
1 30 85 5 40 80
2 30 95 6 40 90
3 35 85 7 45 80
4 35 95 8 45 90
x99 HBER
Table 9 Experiment results ng/g
414 W5
1 2 3 4 5 6 7 8
LR 0.195 0.201 0.225 0.235 0.251 0.262 0.228 0.232
PN ik 1.102 1.154 1.258 1.287 1.322 1.452 1.284 1.294
2-H R T RR-3-H & TR 6.598 6.621 7.105 7.152 7.354 7.384 7.415 7.384
2-Z T H ORI 12.521 12.340 13.541 13.754 13.818 14.152 12.525 13.125
7k 0.382 0.367 0.421 0.435 0.461 0.526 0.392 0.412
K4 0.295 0.304 0.315 0.324 0.351 0.387 0.309 0.321
N — — 0.087 0.088 0.095 0.102 0.089 0.920
%R g 0.324 0.354 0.352 0.362 0.385 0.394 0.335 0.351
mE 3.569 3.450 4.015 4.024 4.255 4.185 4.087 4.105
2, 6- 0T S XS Y By 1.014 1.054 1.192 1.201 1.295 1.358 1.065 1.121
3~ Tk K vk 9.524 9.671 10.524 10.625 11.334 11.856 10.524 10.857
IS 35.524  35.516  39.035  39.487  40.921  42.058  38.253  40.122
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FI B BERGE T 5 B0 AN £ 57, AT RE & 43 MR 42 I &
R, FECRA S, 45 G R 8 A MR A R >
40 r/minZ J5 . TE RS T B R R AT AR
TR 6 % Bl A 3R 5 R kL O B RS %, S B S ) Tk
Kf B BAEML o KRN RS /N R R T
FERPERAY B WTREKUTT RN/, HEWH RE J BEAIR . &
KE LT FHWRITREAES ER. KNITRNTR, FKE
HR RS LA BT RE S BUR R M R B . B
GEHBAFE R RFEMZ 40 o/min, KITK/AN K 90%
B AR I T2 24,

ST AR A R T A SR AT b, AR
P 25 000 3 2 2R A DG UIE A T I N B 8 44 AR 4
GB 5606.4—2005 X} 8 £ Ff i F AT CE W . & LI A
SRR FEMR R 40 1/ min, KUTTK/N K 90 Y0 B HF S A4
. B HS-SBSE-TD-GC-MS ik 0] LA S A I 4 4
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