5539 45 10 M ¥ @ 4t T Vol.39, No.10
2022 4 10 A FINE CHEMICALS Oct. 2022

B ARE-p-D-HEEET S R A EINE A

keker !, B, RAEa 8 k', %R, & £
(1. FMEBETA R M5 TR, M M 450002; 2. WL RTALARTAEAHR, Wik &
™ 430000)

FE: DIOBR-o-D-E4%0E (1) M@aIRE (1) AR, 25R AR R ML ARE ik,
E T ARIARER-2,3,4,6-V0-0- 2. T 5e-p-D-4i 4585 (1 ); w2 2 BEE5 31 T B bR 9 8r 8 K 1 -4-D-
AT (IV), dafk K =44 'THNMR . CNMR. FTIR #1 HRMS #iik . @3 TG-DSC FIUEE PEM 4351
TR IV A RFCE RN AR, S5 R, 3 Floryksgal g8 m iR I, BFRAEt TSR AL
FORIRE . BFRRE IR BN 12T 2-3-F ke PO IR AR ( [bmim]BF, ) M#fLs], JoK K,CO;3 A
WK, AR EER], n(ID) : n(1) : n(HAEFND=1.0 : 1.0 : 0.3, ZEISIN 4 h, 7EIZSM TR I RUeR Ny
52.6%. HEH TAE PP el A Bk R v i 25 B, 158 BARBEF IV, UK 77.4%, TG-DSC Z55REH, M IV
228.0 °CLAFEABIFRHFRE T B IVIR I T 50 P s 3 S i

KR WEEL; B AARE-g-D-EEINT; MR InE

FESZES: 0629.13 XEAFRIAEG: A XEHS: 1003-5214 (2022) 10-2099-06

Synthesis of guaiacol-f-D-glucopyranoside and its flavoring application
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Abstract: The target product guaiacol--D-glucoside (IV) was obtained from deacetylation of intermediate
guaiacol-2,3,4,6-tetra-O-acetyl-f-D-glucoside(1ll ), which was synthesized from 2,3,4,6-tetra-O-acetyl-a-D-
glucopyranosyl bromide ( [ ) and guaiacol (II) by silver salt method, phase transfer catalysis method and
ionic liquid method, respectively. The structures of intermediate Il and product IV obtained were firstly
confirmed by '"HNMR, "CNMR, FTIR and HRMS. Then, the thermal stability and flavoring effect of target
product IV were investigated by TG-DSC and sensory evaluation. The results showed that intermediate Il
could be synthesized by all of the three above-mentioned methods with ionic liquid method superior to
phase transfer catalysis and silver salt methods. The yield of intermediate Il produced by ionic liquid
method reached 52.6% under the reaction conditions: 1-Butyl-3-methylimidazole tetrafluoroborate
([bmim]BF,) as catalyst, anhydrous potassium carbonate as acid binding agent, dichloromethane as solvent,
n(I1):n( 1) :n(catalyst)=1.0 : 1.0 : 0.3, room temperature and reaction time of 4 h. The glycoside IV obtained
from acetyl group removal of intermediate M in sodium methoxide/methanol system had a yield of 77.4%.
TG-DSC result demonstrated that the targeted compound had good thermal stability below 228.0 °C.
Moreover, adding glycoside IV to cigarettes improved the aroma quality.
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2.08 (s, 3H, H-Ac), 2.04 (s, 6H, 2xH-Ac), *CNMR
(150 MHz, CDCly), d: 170.66, 170.33, 169.45,
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H-5"+H-4"), 3.4 (d, J=5.4 Hz, 2H, H-6'), CNMR
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FERAETK ST, 528 (7) MIXFSEE (2~4) H
Ui, WCRAE TR, O] AR Y R D R AR ) A
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120.90, 116.76, 112.39) KA 2 i b () H & He
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76.80, 76.45, 73.53, 69.95, 61.10). L& 4 1N A
VX BT, A5 T&H 4 4 LB C=o0, 5=
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Fig. 1 TG-DSC curves of guaiacol-#-D-glucoside

M 1) TG & vT LLE ) HE S TE 25~700 °C
FEAE 3 R E BB, BiL A DSC £ 2k 3 ANl .
551 ANRIEAE 90.3 °C, X TG i<k ERYEE 14
REREBE (62.3~114.4 °C), XK HE & EKER
12.1%; % 2 NMIHIETE 149.4 °C, XTI TG #h<k I
B 2 MR EM B (132.5~185.2 °C), XIAJZeHE b
BRTER 10.1%; 55 3 AHGELE 248.3 °C, XfI
TG &k Em5E 3 MR ER B (221.6~350.3 °C), X
] R 5 R E Y 63.6%. 1P BER 1,
A BB R H TR ST K A SR B A R 1 2K K T
My, 25 3 APrBORE I, RFE IS & A AR
ff PR AR, X AT REH TRE S A iR B . 0
AR R A W B . 3 B BE E AR BE Y
RER A 85.8%, 340 °CJF HZE 700 CHEM B
W NG i P B . IE TR, HARHET
228.0 °C (ISR SRE ) DT &R, K
WS 228.0 CLL L, FEMARARIZI 2, K

FOl . AT, FAREE S 545 R R A AR B
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AR AV A IS P AT PR, 45 R ANER 2 B

K2 USRI KR IV 09 B A0 45
Table 2 Effect of cigarette flavoring of guaiacol and compound IV
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Fad, RURECETIE . BSINIV R 0 0 S22 F Al g
AR ESFA Y, BEEc), FFEW. 4
Ji, ARWRALEETE . AU, IV B B RS AR A
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