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Synthesis of new cinnamic acid xylofuranose
and its application in cigarette flavoring

JI Xiao-ming', LIU Yun?, ZHAO Ming-qin'", ZHANG Yue'

(1.College of Tobacco Science, Henan University of Agriculture, Zhengzhou 450002, China; 2.Baoji Tobacco Company,
Baoji, Shangxi 721000, China)

Abstract The target compound 3,5-O-dicinnamic acid-1,2-O-isopropylidene-a-D-xylofuranose was synthesized using
DCC as dehydration reagent, the structure of which was confirmed by IR, 'H NMR, *C NMR and MS spectra. This
precursor was pyrolysised at 300, 600 and 900 ‘C and applied in cigarette flavoring. The results showed that there
were 51 kinds of aromatic aldehydes, ketones, acids, esters in the pyrolysis products of the target compound. At
concentration of 0.01%, this compound could enhance the aroma quality and the volume of smoke, reduce irritancy and
improve the aftertaste.
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(DMAP) N,N-
(DCO)
1 (8]
DPX—400
Pirkin— Elmer 341
ZAB-HS
CDSPyrobe5000

2400
Agilent6890N/5975

1.2 H &
ot 2 896 I ABAE
1) 0.94 g(6.3 mmol)
1.52 g DCC(7.4 mmol) 6 mL
05¢g 1 (2.6 mmol) DMAP
0.016 g(0.132 mmol) DMAP DCC

1 005 28 24 1
TLC lh

1.2.1

30 min

20 h

2 NaHCO;

4 1 (1.03 g,

86.9%) 'H NMR (400 MHz, CDCly) J: 1.32 (s, 3H,
CH3), 1.57 (s, 3H, CHs), 4.44 (dd, 1H, H-5a), 4.50 (dd,
1H, H-5b), 4.65 (d, 1H, H—4), 4.67 (d, 1H, H-2), 5.45
(d, 1H, H-3), 6.04 (d, 1H, H-1), 6.43 (dd, 2H, CH=CH),
7.36-7.52 (m, 10H, Ar-H), 7.71(dd, 2H, Ar—-CH=CH);
C NMR (100MHz, CDCLy): 626.2 (CHs), 626.7 (CH),
561.6 (C=5), 676.3 (C-3), 676.5 (C—4), 677.0 (C—4),
583.4 (C-2), 8105.0 (C-1), §112.3 (C(CHa),), 5116.6
(CH=CH), 6117.3 (CH=CH), 6128.1-6134.2 (Ar-C),
5145.5 (CH=CH), d146.4 (CH=CH), 6165.6 (C=0),
5166.5 (C=0). IR (KBr) v 3429, 3 029, 2 990, 2 934,
2899, 2 854, 1 720, 1 641, 1 282, 1 255, 1 161, 1 074,

1047 cm™ MS [M+Na]" 4732, 4729
2) GC/MS 0.1 g
2 (Pelletiser)
300 600 900 C
GC/MS

1.03x10° Pa(
) 50 C

5 C/ms 300 600 900 C 20 s
280 C
NIST WILEY
HP-FFAP
(30 m 250 mmx0.25 pm) 250 C
He( 99.999%) 0.6 mL/min(
7.24><10" Pa) 50 °C
1 min 5 C/min 300 C 30 min
10 1
EI 70 eV
29~550 amu 280 C 150 C
1106 V 230 'C
2 min

1.2.2 B@ini
0.002 0.004 0.010 0.02 0.030g

2 95% 100 g
(22=1D)C) ( 65%)
48 h
2 HBR5HH
2.1 L&Y 2 MEHITRIE
IR 1720 cm™
C=0 3029cm™ =C—H
2990 2934 2899 2854 C—H
1074 1047 cm’ Cc-0
'H NMR 5736 7.52 ppm
10 5643 5771
4 BC NMR 5165.6
51665 2 (C=0) MS
[M+Na] 'm/z 472.9 Ca6H260
C 69.30% H 5.85% O 24.88%
1,2-0- -3,5-0

2.2 BRFFMIRARMBER
GC/MST 300 600 900 C
2 NIST02 WILEY7
2300 600 900 C
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Table1 Pyrolysis products of compound 2 at 300, 600 and 900 ‘C
| o, 1%

/min 300 C 600 C 900 C
4.57 000108—88-3 95 0.83
5.72 000098-01-1 95 0.5 0.26
6.42 000100-41-4 95 0.85
6.48 000108-91-8 91 1.37

6.78 000536-74-3 95 0.62 422

72 000100-42-5 97 1.27 28.3
7.97 000098-82-8 94 0.15
8.56 2- - 000300-57-2 93 0.21
9.37 B- 000766-90—6 85 016
9.58 o 000098-83-9 94 0.17
10.09  3- - 000100-80~1 86 0.41 31.24 18.71
11.45 000095-13-6 95 0.28 1.1
12.58 5- - 023074-10-4 98 0.34
13.48 000060-12—-8 96 30.23 423 125
1379  (B)-1- - 001005-64—7 97 0.27
14.21 000091-20-3 98 03
14.53 -  -lH- 000767-59-9 95 0.31
1474  3-  —1H- 000767-60-2 89 0.25
14.76 000065-85-0 93 1.46
14.81 1- —1H- 002471-84-3 87 0.33
15.03 1,2- 000447-53-0 90 0.78
15.13 000093-89-0 90 0.21 0.59
15.67 000275-51-4 97 225
16.49 12- —4- - 004373-13-1 94 0.21
17.11 4— ( )-3- - 017488-65-2 89 0.24
1844  (E)- 014371-10-9 97 0.27 0.48 0.61
18.61 14- -14- 004453-90-1 87 0.42
19.23 1- 000090120 97 0.23
20.37 (B)-3—-  —2— 001896-62—4 96 0.27
21.03 000092524 96 0.64
21.10 000103-26—4 95 1.86 2.00 0.41
22.06 1,2:3,5-2-0—- (1- ) —a-D- 020881-04-3 93 6.6 6.31 175
22.78 000621-82-9 95 2.45 477
2321 000103-36-6 60 0.87 1.03 0.36
23.72 - -L1- 000643-58-3 86 0.23
24.39 1- - 000673-32—5 95 0.28
24.58 000103-29-7 92 0.22
25.44 -2 001866-31-5 93 0.16 0.09
25.61 000102-94-3 90 0.22
27.92 000501-65-5 95 0.13
28.33 1000163-71-0 94 20.75 21.89 12.68
2869  9,10- - 000776-35-2 97 0.18
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LS
1%
. %
/min 300 'C 600 °C 900 'C
29.07 000103-30—0 98 0.26 0.82
29.31 o— 001754-62—4 85 28.38 1.21
30.26 3— ( )-1H- 001961-97-3 95 0.22
30.68 000085-01-8 97 0.4
30.78 12-  -1- - 016606-46-5 91 0.44
30.91 000120-12-7 95 0.12
31.41 12- —4- - 007469-40—1 98 0.41
32.19 9— - 002444-68—0 96 0.65
32.39 2~ —1H- 004505-48—-0 95 0.27
32.79 - —1- 4 33— 003230-69-1 93 0.11
32.99 2-  -3—- ( )-1H- 035099-60—6 92 0.13
33.11 11— (1,3 ) 004165-81-5 99 0.17
34.02 - -3- 007379-12—6 86 0.83 0.81 0.48
34.15 2,7 001576-69-8 97 0.14
34.55 2- 035465-71-5 96 0.72
354 4 001075-49-6 96 1.17 0.97
35.59 (EE)-14-  -13- 000538-81-8 97 0.46 0.44
35.68 000644360 86 0.35
36.08 2- 000614-99-3 85 0.92
36.14 000129-00-0 90 2.08
36.6 —2— 000122-67-8 90 2.20 233 1.13
38.7 017719-70-9 90 0.88 0.45
39.55 (E)—-4-  -3—  —2- 001896-62—4 91 1.14 15.05 3.69
1 300 °C 900 C
2 58
14 96.04% 98.61% 28.30%
RE — 18.71%
30.23% o— 12.68% 600 C
28.38% 20.75%
3 1,2:3,5-2—-0—(1—- )—o—D—
6.60% 600 C
25 97.24%
300 C 300 C
600 900 C
3—
31.24%
21.89% (E)-4-
-3- —2— 1,2:3,5- -0—(1- )—o—D-

15.05% 6.31% 4.23%
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Table 2 Effect of cigarette flavoring of compound 2
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