EIBELH
2010 £ 8 A

MR R KZF 4R (B RBHER)

Journal of Hunan Agricultural University (Natural Sciences)

Vol .36 No.4
Aug . 2010

DOI:10.3724/SP.J.1238.2010.00399

5-O-+/\EtF-1,2-0-F A X ERK AR HERY
BREEEMERR

X =, B/, B, XK, A
CUmRIL R WEFE , AR *BM 450002)
 ZE. LADCCHZ K , £ 4-—HEEMIEL-DMAP)EIL T AR T LAY 5-0-+ /\BtE-1,2-0-R AR AWK E
A¥E . ZLAWENZ IR, 'H NMR, MSHITE ST BRWIE , Fi{T T ARBNSAME LR  FTRERRK
B, RN ZILENTURFERES AT BB IEES .
X B 3 5-0-1)\BHE-1,2-0- A XIENRIG AR ; B ; BREE  BRNE
HESES: S572.01 MEkRERD: A N EHS: 1007-1032(2010)04-0399-05

Synthesis of 1,2- propylidene-5-mon-octadecoic acid xylofuranose ester
and its effect on cigarette flavoring

LIU Yun, JI Xiao-ming, ZHAO Ming-qin*, LIU Le, LU Ye
(College of Tobacco Science, Henan Agriculture University, Zhengzhou 450002, China)
Abstract: The compound 5-O-octadecanoyl-1,2-O-isopropylidene-a-D-xylofuranose was synthesized using 4-DMAP as

catalyst and DCC as dehydration reagent. Its structure was confirmed by IR, *H NMR, MS spectra and elemental analysis.
The pyrolysis of the precursor and the application of the compound in blended cigarette flavoring were studied as well. The

results showed that the synthesized compound gave off typical flavors of hexadecanoic acid to the smoke of cigarette.
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1.2 EERFIRALEE

1,2-0-RAXE-o-D-KKWAFEALEY )RR
XER[12]%1% ; BWAEE., AmB, ZBMZEE. -8
R, W_FEEME. NN-ZHESER-TR
(DCC), MEREW. |LMMELKREBRPIINE>™
DGR

DPX-400 E#z 4t #RR L (400 MHz , 3m
BRUKER 24 7)) ; Pirkin-Klmer341 BO A DK HKE
IT(KBr EF) ; 2400 B tRDHN , ZAB-HS ik
1% ; Agilent6890N/5975 S 51 Bk L (EE Agilent 23
7)) , CDSPyrobe5000 # R (EE CDS 7)) .

1.3 LEY3IHIANSLE
131 A%
FFRE AR (0.823 g, 2.89 mmol)FIDCC (0.651 g,

3.16 mmol)EF 6 mL=EREZAB S B 30 min

A 1,2-0-AX E-a-D-K¥E 0.5 g(2.6 mmol)F
DMAP 0.016 g(0.132 mmol)$it 3¢ , DMAP, DCC,
WAEER. 1,2-0-F A X E-o-D-k I A FE /Y ¥ 5 H95R

EBHR005:1.2:11:1 EBBERERM 20N,

TLCR N 12-0-BAX E-o-D-% W ARKERNT
B RMNEREMASEKEBRRN 1 h, T3

L IAKKL IR KERCBRZEREE 2 X,

EHEEE D B FABNNaHCO K BRER 3 X, 18
HMNaCIKBBER 2 )R , BEBESRET4% |, kKR
2R, To/kNa,SO, FI& . = iSiR4E |, FERR
REM(BHBREZB ZENAIRLER 4: )P
BE. .TRBBAE®%RKRLI0 g, 91.6%). mp.
49~50 ‘C GZHR[13]7 50~51 C) .
132 Fen%br

(1) #REX0.1 g&E A , M A B F# 2R
(Pelletiser) , BETE AT HFMERENRBEF
&, 28I4E300, 600, 900 C N THRAIRE K=
fRIFE $1.03x10° Pa(B T SMABIEELESD) , &
FRIRSK R IRIBES0 °C |, 5 °C /M s2 B FZE300, 600,

900 C Q0 s) ; #EMIRE280 C .

HB=YHFESEESAGC | MSHHTHE
MEE .

(2) RANIST, WILEYFRHERIEERREM .
SHEBESZYE  HP-FFAPEM AXEEAER
(30 mx250 mmx0.25 pm) . ##EOBE250 C . 8N
He(#EE 7999.999%) , FiE50.6 mL/min(SME &1k
HLEHH7.24x10° Pa) . FHERRF 1 50 C RiF
1 min , BA5 ‘C/minAZE300 C , £330 min . 2%
tkm10: 1.

FL&M - EIETR , BFHEE70eV ; HiETE
29~550 amu. ; ZHILIBEE280 C ; MMITBE
150 C ; BF{ZEEHEL 106 V; BEFREE
230 C ; FAFIHER BFE] 2 min .

14 EEMERITR

5 BIFRER0.001, 0.002, 0.005, 0.010, 0.015g
ERILEYS , F95%H Z B2 A ## 5 BT T 50 g/
- WMeEEBRIEERE((2241) C HXEE65%)
hE#48 WEHIREE , HRAHEBNER TR
RBEMZABENSEENR , REHTIER .

2 ZER5HH
21 LEMRETRIA

ELEWIM IRBILH |, £ 3 440/cm &b HIR
PRV E R YIE | 1£ 2 850, 2 920, 1 377/cm4ibiH
I C-H R Uki# | 1070, 1162, 1 249/cm FE4LTR
Wg S C-O B8 45 1R 3 R Uk i

£'H NMRIEEF , #ER EHM LR BEE
4.09~5.92(% 1) , HREBHIED BN M FERE W L
W ; FEE S [M+Na] RfET L 479.1 ; H{LZER
HCH06 , XD FREN 456.35 ; TRDWE
$£79C68.36 ,H10.58 ,021.06 ,IRZE %57 0.3%0(C).
0.9%0(H). O 2%0(0)) , EIRETE A , AT LAHERE
BRIV .

x1 ARLEY 3 E'HNMREEF B Z1F

Table 1 Data of spectra and elemental analysis of ‘H NMR, IR, MS and anal of compound 3

{LEMEHR LZB(On , 10°°)
12-RARES5-B 0.88 (t, 38H, CH,CH3), 1.25 (m, 28H, 14CHy), 1.32 (s, 3H, CH3),
+ J\ B Wk g 7 K B 1.52 (s, 3H, CH3), 1.62 (t, 2H, B-CH>), 2.35 (t, 2H, a-CH,),

3.15(s, 1H, OH), 4.09 (d, 1H, H-3), 4.14 (dd, 1H, H-5a),
4.24 (d, 1H, H-4), 453 (s, 1H, H-5b), 4.56 (dd, 1H, H-2), 5.92 (d, 1H, H-1)
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22 SHFEYMAIMER WILEY7 $rEREER RIS 3 7 300 . 600 .
900 'C THRARMEY , HERYIT xR 2, Hit1T

EHHREM GC/MST &4 T 4 BI4E 300 .600 .
900 C FXHtE&# 3 #1THRAAIAE . A NIST02 M

*2 {k&% 3457 300. 600, 900 C T HIMEIRTH
Table 2 Pyrolysis products of compound 3 at 300°C, 600°C and 900 C

EMNFEEERDN .

BEXNEE/%

R &8 i /min ELY Yoy x5 FEEUE/%

300 C 600 °C 900 C
4596 GiES 000108-88-3 94 0.779
4.899 JR=-1-T Bi(B)-2-RERF KR 038851-69-3 93 0.133
4.905 (2)-2-¢ 1% 007642-04-8 87 0.441 1.273
5.713 Ik I B 000098-01-1 95 0.056 0.087
6.390 2-8(R)-ABE 2B 000617-35-6 90 0.021
6.419 2% 000100-41-4 94 0.505
6.538 13- T 000106-99-0 92 0.258
6.883 2- IR I%-1,4-— 000930-60-9 90 0.012
7.073 1-F4 000124-11-8 94 0.592 1.750
7.156 ZIR[4.2.0]%-135-=5F 000694-87-1 95 1.650
7.542 THEE 000096-48-0 98 0.025 0.056
7.720 2-IK g B B 000098-00-0 89 0.016
8.350 4-BRE-2-HEKE 006148-37-4 83 0.486
9.027 IR -3-2 1% B 1000132-06-8 89 0.827 0.126
9.116 2-It R 000504-31-4 91 0.215
9.128 —&-3-AX-2,5-1k 1 = 002170-03-8 90 0.482
9.550 Z19-+RKE=%F 1000245-71-3 93 0.089
9.787 1-R5% 000872-05-9 95 1.821 3.698
10.025 FB 000124-19-6 94 3.480 1.135
10.054 12-=RERXAFK 014309-32-1 94 0.940
10.060 13,16-+/\Bx — BB P 85 056846-99-2 95 0.739
11.236 4-FR 000123-19-3 94 2.198
11.290 2-IR R ER 000088-14-2 98 2411 2.146
12.044 K ZH 000098-86-2 93 0.615
12.733 1-RE-2-FE- ALK 074663-91-5 97 1.329
13.470 KZE 000060-12-8 95 4813 1.326 1.568
14.770 KR 000065-85-0 94 5.790 2.239 1.386
15.133 KRR 000093-89-0 90 4277 3.261 1.668
15.436 = -7-+ 8 (8%) 5 -1-B% 040642-43-1 86 0.547
15.673 1-+=% 000112-41-4 96 1.842 2.479
17.538 8-THE 031642-67-8 89 0.261
18.506 1-+ =@ 002437-56-1 96 1.296 2.799
18.821 1-2-FEE)1-FEZEE)2-RE 020324-32-7 82 0.312
20.211 9-XIF 014436-32-9 93 0.015
20.395 T—RER 000112-38-9 97 0.807
21.126 3IRE-I-FE-THFAR 006149-45-7 97 0.404 0.673

21.209 (E)-5-+ M (8R) & 041446-66-6 94 3.084 0.465 2.887
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R &8 i /min RER S x5 HEEUE/%

00 °C 600 C 900 C
22.165 3K (H)2-RER 000621-82-9 97 6.534 1.160 0.896
22.777 T-BER 000112-38-9 91 0.825
23.199 (BE)-3-FEE)-2-AFBE ZB 004192-77-2 95 1.360 0.862
23.638 1,6-F57K-.B-D-Mt i (B B E ¥E (L HE ) 000498-07-7 94 0.892 0.463
23.662 P &0 002595-97-3 93 1.612 0.452
23.763 1-+E5E 013360-61-7 97 0.973 1.693
24.494 3,4-0- RS R REE R §E 1000130-02-6 98 0.076
26.186 1-+R4& 000629-73-2 93 0.749
26.578 1,2-0-FA R -5-0-2 &R Bt -D- Bk M A ¥ 029836-12-2 92 0.480 0.600
26.584 45-—FE-3-FREE 019549-76-9 95 1.046
27.511 Z-11-+ &R 1000130-83-3 92 0.056
28.247 3R (B)-2-RERTBR 1000163-71-0 93 7.374
28.485 (2)-3-+twE 1000141-67-3 97 1.230
29.916 + R 000544-63-8 98 0.408 0.651
30.700 6-FRE-3-FRE2 018720-66-6 93 0.086
31.181 +AE 000629-80-1 94 0.556 1.719
32.043 12- K= -2- R EREE 000084-69-5 83 0.265 0.120
32.874 2-+ £ KR 002922-51-2 94 0.731 1.721
33.949 TE2-ZECE- 12- X ¥R 000085-69-8 90 0.025
34.127 n-+ A8 000057-10-3 99 25.431 56.074 45.934
34.704 +AB®Z B 000628-97-7 93 6.376 1.800 1.150
35.274 Z2-+ 1\ -1 1000131-11-0 90 0.964
35.280 ++ (k) B 000506-12-7 91 0.330
36.610 WAV 000112-80-1 98 6.620 0.596 0.056
36.658 3-HRE3-HKOE-1-B 053783-91-8 95 0.710 0.637
37.697 ToRERRER 029379-42-8 91 2.141
38.125 EREEE 000629-54-9 95 10.702 2.842 0.068
38.416 EhE® 2 B 000111-61-5 96 6.012 1.134 2.641
39.491 4-ZHmERR 001075-49-6 98 2.385 1.026
39.865 E-11-+ABEER 2B 1000245-71-9 94 1.503 2592

Mk 2 AALLEY |, (L&Y 3 5 5I7E 300, 600,
900 CHRMHTHME , XS EH 17, 39 M 54 R
RS, 2Rl EERAMESR 96.30%, 97.03%
M 96.61% ZILEYERBI B AT URKEEH
BRZE, BR3E, BE3E. /M. MBS, BENmAEEX
RMEFREFNYRE . £ 300 CREBRF , BT
BN LAY SNRBEETRNEELSSEE
B RMR) , ArBY . BEE(REE 34.127
min) A n-+<E& , EXNEERN 25431% ; RELE (R
EZ A8 38.125 min) A EEAEER MXIEE & 10.702% ;
1£ 600 CHRMBRNH , TEF~ YA 2t 300 CH
L2 UHRBEELRAZ , EEHENAY
A n-FABAREBH BN 34.127 min) , ENEE

56.074% , B REZR , WAEZBEETLEY 3
HMEERTS ; £900 CHREBRNT , EFE
NEZ AN EN INRERD  BEERER
BR 34.127 min)E#R n-+A8 , ERREFR
R, ZRE-LEHEENYR , ZRETLEW 3T
NEHRMBIRE K MATEEEER. HL, Tk,
REERMNEE BHKY  EERBEENHAS ,
HFYHZ K HoBREER , HREFERE
EBYR ,BEINEETRBHEASPERSH
BENERYE , WEER. n-+-B. +-BIE.
RZE., FRY, EEMRIEE  n-+ABE 3N
BETHSEHEYANESE . AltTH , BEFF
ey 3 sel FAMEES BRI E SIS .
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Table 3 Effect of cigarette flavoring of compound 3

ERMA R/ HRER
0.000 BESBER  BRR-K, RWERE  BRXS AREYK , B
0.001 EEBEAR , RIME , RIRERE  REE , RBERD
0.002 BRFMAR , HEAEEM , RKKE , BB
0.005 BEEMAR , SRR, ESEEM, ALY , RWRLESE  FEMRYT
0.010 BEEM , MERKE , BRSAMEE , RKEEE , WRESEER
0.015 ESEEMN, ABMEX, ESSTERE , T8, RREE

HARBERLUEL  aRTYHRETLS
¥, EEMNRETEENBERSENEENAR
B, FERRBEYEREZERTREREN N D
TEE, B, B BXLEYW LEYWINEIRIE
o RERER. n-+/AR., TAKRZE., 2B,
KRR, EERIES . n+ABRE 3 MNEETE
SAHESANEE , AR ZILEY DR
MCCHBHNMA , HARZCEEMNBEET. RE
MPHES .

AN

% it

=A

B 12-0-BAXE-o-D-BkWAREFMEASER 1
F#, LLA-DMAPR L5 , DCCR KA RAt
NEAFER , £25IR, 'H NMR, MSHIJTE 2 i
RTZILEMNEN LAY 3 #1T T RANBES
W, ROZCEVEBRBEBISHEERS . 1
SHERAMEBRBTEAEMERRBE .

3

(5]

(6]

[7]

(8]

(9]

[10]

[11]

[12]

S 3CHL:
[1] 8%, 8548, #5l, & . X HEBRERTRN
BR[N] R KREEIR - BARRIEEAR |, 2006 ,

32(3) : 309-312 .

[13]

21 P& E, BEH , HIl% , % SReEAMENE
BHREEEESEN] . HERLAZZIR . AR
ZRR , 2007 , 33(2) : 177-179 .

[3] B, WA FRX ,F . BRBFEF(M] LR
BEFE AR |, 2008 : 220-229 .

[4] Severson RF Arrendale R F Chortyk O T et al. Isolation

and characterization of the sucrose esters of the cuticular

waxes of green tobacco leaf[J] . Argic Food Chem ,
1985(5) : 870 .
Severson R F , Johnson A W , Jackson D M , et al.
Quantitation of the major cuticular components from
green leaf of diferent tobacco types[J] .Rec Adv Tob Sci
1985, 11: 105.
KBE JIXRABELAEUNERRNARRED] B
B ZEARENALFER , 2004 .
Chuman T, Noguchi M . Acidic aroma constitutents of
tuskish tobacco[J] . Agric Biol Chem , 1977 , 41 :
1021-1030 .
Matsushima S , Ishguro S, Sugawara S . Composition
studies on some varieties of tobacco and their smoke
[J] . Beitr Tabakfor Int , 1979 , 10 : 31-38 .
Garegg P J, Stefan Oscarson , Helena Ritzen . Partially
esterified sucrose derivatives : Synthesis of 6-acetyl -2 ,
3, 4-tri-O-[(S)-3-methylpentanoyl] sucrose , a naturally
occurring flavour precursor of tobacco[J] . Carbohy drate
Research , 1988(181) : 89-96 .
BHER  BFR , BHEH 2,3 ,4, 6-BERERK
BRENEHEREESRFHNADN . BEREK ,
2006(11) : 32-34 .
2itE , W, BF . EREPRSAERESENS
REEEREFHMEFITN] . WEREL , 2009(3) :
33-39.
Rich JR , Bundle D R . S-linked ganglioside analogues
for use in conjugate vaccines[J] . Org Lett , 2004(6) :
897-900 .
Owen P W , Fang Jianwen , Li Zuyi . Lipase-catalyzed
synthesis of a sugar ester containing arachidonic
acid[J] . Enzyme Microb Technol , 1997 , 20 : 52 .

TR X B AT
FL A TR



