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(PEEEEREEG AEt R fe 9T RARGYISEEY IS DR X E G E st 100050)

WE LRI BN SRR ) 5O, BA FeClye6H,0 by A b T AR IDE S AR AL BRI Y, 3RAF T 2 ASHM
SE PRI AR R AN BT PRIE ST A 4-[1-(2,6- B IEHIE)-2-(3,5- R FLIRIL) £ 5E]-2-[(1E)-2-(3,5- FF IR IE)
LIRHE-1,3-F T EQ), 2-[1-(2,6- ~FRFEFER)2-(3,5- R IFER) L H)-5-[(1E)-2-2,6- FH AR L HFE]-1,3-5
(2)F 4-(6,8-— AR IL-2-250k)-1,3- 28 I (3). N HIBG A AT T VAR E T eI S5 M, JE50Aie T e ml Be it B
LB, Ho, (A& 1 F1 2 0O N LA ) 2R SRR SRR, WS TR SRR, (AW 1, 2 A1 3 WoRA RIS
HUAATENE, L ICso {43518 6.29X 107, 4.19X 10 F1 2.96 X 10> molsL ™", &M 2 16 b7 AG B KT 28 15 k.
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Preparation of Active Gnetol Dimers by Oxidative Coupling
Reaction and Acid-Catalyzed Dimerization
Lin, Mao™ Yang, Qingyun

(State Key Laboratory of Bioactive Substance and Function of Natural Medicines, Institute of Materia Medica,
Chinese Academy of Medical Sciences and Peking Union Medical College, Beijing 100050)

Yao, Chunsuo

Abstract Oxidative coupling reaction with FeCl3;*6H,O as oxidant and acid-catalyzed dimerization of natural gnetol in
methanol afforded two new gnetol dimers and one new phenyl naphthalene derivative: 4-[1-(2,6-dihydroxyphenyl)-2-(3,5-
dihydroxyphenyl)ethyl]-2-[(1E)-2-(3,5-dihydroxyphenyl)ethenyl]-1,3-benzenediol (1), 2-[1-(2,6-dihydroxyphenyl)-2-(3,5-di-
hydroxyphenyl)ethyl]-5-[(1E)-2-(2,6-dihydroxyphenyl)ethenyl]-1,3-benzenediol (2) and 4-(6,8-dimethoxyl-2-naphthalenyl)-
1,3-benzenediol (3). Their structures were elucidated on the basis of spectral analysis, and their possible formation mecha-
nisms were discussed. 1 and 2 were new linear stilbene dimers synthesized for the first time. Pharmacological tests showed 1,
2 and 3 to exhibit potent anti-oxidation activity with ICs, values of 6.29 X 107°,4.19X 107, and 2.96 X 10> molsL !, respec-
tively, and 2 was shown to have potent anti-inflammatory activity.

Keywords gnetol dimer; oxidative coupling reaction; bioactivity
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PRI AVRE 1, ASHIETTBE T 0 DA P A SK JRR 6 Hh 3R A1)
SRR T T FRLAR TR SR 5 SO EATIEST. B FeClye6H,O 4
UL, SRR AT P I R P R AT S8 AL AR IEG S N R A
P AN BT B SRR T 2R A 4-[1-2,6- FRHE IR )-2-
(3,5- AR IL) LKL ]-2-[(1E)-2-3,5- “RILAAL) O
F-1,3-ZK (DA 2-[1-(2,6- —FeFERF)-2-3,5- ¢
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FERIE) L HE]-5-[(1E)-2-(2,6- - FRIEFHL) 2R ]-1,3-7K
TR 1), SRR TR M A A N A P 3T R M A
RE, RNIBEWE T BRA— N RIE Z5AT R
4-(6,8- " A IE-2-2500)-1,3- 2K I (3) (K 1), W PR
SHTEI T (L% UV, IR, MS, 'H NMR, “C NMR BL K
2D NMR %) T eI 1m4it, JEanlithe 7 efin
REMIERHLER. J0r, 159 1 A0 2 AT R AR
WAL, e RN LA U 2K SR =R k. ke
B0 3 0T LI SRR I T SRR IR D AN R B 2R
FEZERTEY). G TR SE R W], (AW 1~31 %
TN BRI PR, LAY 2 38 BoR T BRI &
T

1 &R5E

PLIAIRL SRR (Gnetum cleistostachyum) ™ 73 53k 145
(1) SR S JRR TR 1% 4y J5URE, FeClys6H,0 Sy 8 Ak 71 F i rh
SN 10 d, VIR G YLK Z N5, 3k
BIABIRR = (& 1 A& 2. 5
Ab, BRI S% i IR R InFAmliR 48 h,
SREAJZ T 70 BRAS — AN s M 28T A4 318 1),
BT AL 23 ) S e R

WEw 1, KETLEEHAK. L% FAB MS m/z
(%) T ML RUE 7 5 T 489 (IM+H], 17), & F
76 488 (M7, 10), 454 "H NMR i F1 °C NMR %%
PER 1), HEWHHL G 1153 70N CsHauOs, R IA
Y11 AT — S RRIERE 6 2R AR 1 (RIS Ao
(log €): 226 (4.59)F1 312 (4.42) nm AWM, BoR0T
SR A BRI R GAAAE; IR D61 B AT FEHE (Vinax
3340 cm "), FRIRFIXVE I (vinaxe 1693, 1597, 1464
em ). LAY 11 "H NMR i B~ —A 7a r BRI
AR RRBEE S5 R BT 6 6.35 (d, J=7.8 Hz, 2H, H-3a,
5a)f1 6.78 (t, J=7.8 Hz, 1H, H-4a)l{|—EJE T3 A 1
AB, &4¢; 0 6.25 (brs, 2H, H-10a, 14a)f1 6.08 (brs, 1H,
H-12a)[f) &8 T 38 A, ) AB, 2G5 LA A 0 4.86 (t, J=
7.2 Hz, 1H, H-7a), 3.67 (dd, J=7.2, 13.8 Hz, 1H, H-8aq)
M1 3.43 (dd, J=7.2, 13.8 Hz, 1H, H-8ap) ) =M HIE A 11
JEWF S . Ak, tba4 1 (1) "H NMR 3 ik i 52 51
FiA—A> 3b AR SRR B RE (AR 5 6 7.46 (d, J=
7.5 Hz, 1H, H-4b)#1 6.42 (d, J=7.5 Hz, 1H, H-5b)[{] —%&
J& T3 B, [ AB RELEA 5 5; J 6.48 (brs, 2H, H-10b, 14b)
F16.21 (brs, 1H, H-12b)/)—EJ& T-7F B, ] AB, R4 A
{555 AW, {£67.38 (d, J=16.8 Hz, IH)A1 7.50 (d, J=
16.8 Hz, IH)A WanfA WA GERF1ES.
EH1H PCNMR BB RAT 20 M 510K 28 ANk
(13 N, Ho 6 AMBE AL, 14 N0 DS —MTk).
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B1 &1, 2 f3 g
Figure 1 Structures of 1, 2 and 3

g5y LA EOGiEEAEHERT, A1 A Ta fLEUR I —
KRR REAN— > 3b A7 AR 1) % R TS T A T2 B2 1) KRR
e AR, BH KRR =Y artogomezianol( M HH 4
Artocarpus gomezianus 53 &5 3R 1) H A AH [F 149 7 + &
ZAUOL S T 3 — 20 W P A % R R I 5 A B G 1) 3
frE, #4777 HMBC 525K 2). Hrp, H-7a 5 C-2(6)a,
C-9a, C-2b, C-4b A%, H-8a 1 C-la, C-10(14)a #H%,
H-5b 5 C-1b Hil C-3b AHIGHE— IR SE YA K R 45
il 7a-C 5 3b-C AHE. I, EW 1 1450
WiEh 4-[1-2.6- ~FEHHEH)2-3,5- “HERE) L
F]-2-[(1E)-2-(3,5- ZF2 BRI L0 K6 0-1,3- IR I, 1
2 R R TRE AL

EW 2, KETEEHMAK. HHE FAB MS m/z
(%)Z5 ISy 1 B FI% 489 (IM+H]", 25) A KAy T8 1
I 488 (M*, 17), &4 'H NMR i1 °C NMR i %4 (%
1), HEWTH 53000 CosHauOs, 1RSI ED) 2 TTHEN —
A SRR 2R, UV K BIRAE Anax (log €): 226
(3.48), 313 (4.33)F1 324 (4.33) nm AWK, Worsr 145
IR AEAE SRS HE R S, IR il B A R (vnax 3320
em ), FEFFIUE I (Ve 1697, 1614, 1464 cm V).
LA 1AL, A2 /9 THNMR % il ¢ 38—
Ta LRI SR BRRE £ PG 5 6.43 (d, J=38.1
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1 ALEY 1R 2 #) HNMR Al C NMR 3540 ¢
Table1 'HNMR and '*C NMR sectral data of 1 and 2
Position 5 L 5e Position 5 2 5e

la 117.2 la 117.3
2a 154.6 2a 156.1
3a 6.35 (d, J=7.8 Hz) 107.9 3a 6.43 (d, J=8.1 Hz) 109.3
4a 6.78 (t, J=7.8 Hz) 127.7 4a 6.82~6.91 (m) 128.5
5a 6.35 (d, J=7.8 Hz) 107.9 5a 6.43 (d, J=8.1 Hz) 109.3
6a 154.6 6a 156.1
7a 4.86 (t, J=7.2 Hz) 35.8 7a 5.12 (t, J=7.5Hz) 34.6
8aa 3.67 (dd, J=7.2, 13.8 Hz) 376 8aa 3.59 (dd, J=17.5, 13.8 Hz) 373
8af 3.43 (dd, J=7.2, 13.8 Hz) 8af 3.50 (dd, J=17.5, 13.8 Hz)

9a 144.6 9a 144.5
10a 6.25 (brs) 107.9 10a 6.23 (d, J=1.5 Hz) 107.6
11a 158.6 11a 158.7
12a 6.08 (brs) 100.7 12a 6.09 (brs) 100.9
13a 158.6 13a 158.7
14a 6.25 (brs) 107.9 14a 6.23 (d, J=1.5 Hz) 107.6
1b 121.3 1b 112.5
2b 155.1 2b 157.3
3b 1123 3b 6.43 (d, J=8.1 Hz) 106.9
4b 7.46 (d, J=17.5 Hz) 121.8 4b 6.82~6.91 (m) 128.2
5b 6.42 (d, J=17.5 Hz) 107.1 5b 6.43 (d, J=8.1 Hz) 106.9
6b 155.1 6b 157.3
7b 7.38 (d, J=16.8 Hz) 128.8 7b 7.38 (d, J=16.5 Hz) 121.1
8b 7.50 (d, J=16.8 Hz) 1314 8b 7.46 (d, J=16.5 Hz) 130.9
9% 142.4 9% 139.9
10b 6.48 (brs) 105.1 10b 6.61 (brs) 107.6
11b 159.1 11b 156.1
12b 6.21 (brs) 101.8 12b 115.9
13b 159.1 13b 156.1
14b 6.48 (brs) 105.1 14b 6.61 (brs) 107.6

“ Measured in CD;COCD; at 500 MHz for 'H NMR and 125 MHz for °C NMR.

B2 a1 2 g REk R HMBC AR 5
Figure 2 Significant HMBC interactions of 1 and 2

Hz, 2H, H-3a, 5a)#1 6.82~6.91 (m, 1H, H-4a) 4 — &5 T
KA AB, RGi 555, 0 6.23 (d, J=1.5 Hz, 2H, H-10a,
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© 2013 Chinese Chemical Society & SIOC, CAS

142)#1 6.09 (brs, 1H, H-12a) 45— &8 T3 A, 1] AB,
REALGT, 05.12 (t, J=7.5 Hz, 1H, H-7a), 3.59 (dd, J=
7.5, 13.8 Hz, 1H, H-8aa)# 3.50 (dd, J=7.5, 13.8 Hz, 1H,
H-8a8)Jy 3 M & IR A (5. /LAY 2 1 '"HNMR
WA S N AFAE 55— 120 {7 U ) SR PR RR R 45 84 TG 6
6.43 (J=8.1 Hz, 2H, H-3b, 5b)f 6.82~6.91 (m, 1H,
H-4b) 4 —EJ& T3 B, [ AB, AL &5 S, 6 6.61 (brs,
2H, H-10b, 14b) Ky —/MHIERERIN B, M NEfGE S, L
M 67.38 (d, J=16.5 Hz, 1H, H-7b)F1 7.46 (d, J=16.5 Hz,
1H, H-8b)H /M A AU 715 5. [FIR, (&)
2 1) °C NMR i on AT 20 M5 5403E 28 ANik(13 AN
e, L 8 MPARAL, 14 ASBURAS 7 LA R — AR5 ).
XSS EOR LAY 2 A% A SRR R
&, ‘&5 RKRFEY) andalasin A(MAEY Artocarpus go-
mezianus 53 B HAF) HAT UK 73 7B 40 ££ HMBC
b (& 2), H-7a 5 C-2(6)a, C-9a, C-12b, C-11(13)b A%,
H-8a Lj C-1a, C-10(14)a F1 C-12b #1155, #F—BAESZp A
SCRRRERE 45y Bt C-7a 5 C-12b AHIE. NI, 1k
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G 2 M85 HRfE R 2-[1-(2,6- —F LK HE)-2-(3,5- - F¢
JEHEIE) 2, HE-5-[(1E)-2-(2,6- - FRIEHIE) LI HE-1,3-%
TE, i DK IR RE B.

WEW 3, WEREIEERAR. HE FAB MS m/z
296 (M"), iy "H NMR i f1 °C NMR (3 2) % 5
P 737200 CisHigOs, #7870 THA 11 DAL
JE. A 3 1) UV G BIRTE Amax 224, 257 F1 304 nm
WE R, $R 7 A RERIN LR A e, IR
T G R AT I (Vnax 3370 cm™ YA IR (Vnae 1601, 1500,
1454 ecm WL 1bE4 3 1) 'H NMR 3% B oRAiAE—
EJETH CIW ABX RHEAF 5[0 7.79 (d, J=8.7 Hz,
1H), 7.67 (dd, J=8.7, 2.1 Hz, 1H)#1 8.28 (d, J=2.1 Hz,
IH)]; —&JE T3 B 1) AB, REGEAE 5[0 6.36 (t, J=2.1
Hz, 1H)A1 6.73 (d, J=2.1 Hz, 2H)]; M4NE 13K A 141
A7 HELE 50 6.87 (d, J=2.1 Hz, IH)A16.58 (d,
J=2.1 Hz, 1H)]; VLM E T RAENEE S0 4.01
(s, 3H)F13.90 (s, 3H)]. &4 3 11 °C NMR E/E1E
X 6 98~160 Wonf 16 4 )5 &kfs ', 1 656.1 F156.6
BoRE WA FEIL IS S, 6 UL EBdEHEN 3 24—
AN 3,5- R AR ZE AT A D). T e A
HAE LRI IUAA &, 3E4T T NOE S25e(K 3). 447l
S H-3 FUH-5 1, PIASFESRIEUSE 5200l T 1 4,
7R A TR L BB AE C-4 R C-6 {7 L. HMBC 1%
(K 3)h, H-10(14)F1 C-8, C-12, C-11(13)AH%, H-3 1
C-1, C-4, C-16 A%, H-5 F1 C-1, C-4, C-6 Azt — Ak
ST LA RHERT. Bk, A 3 ISR A 4-(6,8-—
AR L -2-253)-1,3- 0K B2, 3 9 — B R IL 250 A4,

AW 1 F0 2 S AN IR SRR M — SR A, TR
(T OVLERHET a0 N . 7SR IR S B R v, SRR T
P B FeCly»6H,0 A A0 JE il 6 4 F H 561 [A]44 Rye, Rse,
Ry F1 Rype. b, (A7 HIMYFEEE A i3 Ry AEEE S
BB DL K oy — AN R BR P2 AR LA, DRI AR e PRI,
S NIEPEAN S ABAT YR IE [ AL Rye HLAR BB -5 XA
T AR AR AL E A, AR s AR,
ST H TP R A 5 R O A R BEAE L, KR
R T % PR T T 0B 1) S NG 3% T (FE DR R N4 AE T,
A2 P I A e P OB AR L), Sy — 7T, PRANARAT
PRI A AEAIAS AL F HR L Ree M1 Rype S INARE, DAL,
SR A H R ERR SE S A BNE TR A7 B
(1) C-8a A (SBAV F&JE /= A v BELAS FL A LA BRI C-Ta fr),
M F=2E Rye H HIZE(JE] 4).

BT LU, th B 1R 2 (A R T AR
(& 5): H AL Ryl Ryl A2 ANAEE 16 R X ]
1 a, a WTEEBAER T SMRENLED 1. [,
S Ry Fl Ryp 6= A AR (B P E] 44 b, b 57
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#2 L&Y 31 "HNMR Al °C NMR i @
Table2 'HNMR and C NMR spectral data of 3

Position oH oc
1 122.5
2 135.5
3 6.87 (d, J=2.1 Hz) 98.6
4 159.5
5 6.58 (d, J=2.1 Hz) 98.8
6 157.5
7 8.28 (d, J=2.1 Hz) 120.1
8 136.3
9 144.2
10 6.73 (d, J=2.1 Hz) 106.3
11 159.9
12 6.36 (t,J=2.1 Hz) 102.3
13 159.9
14 6.73 (d, J=2.1 Hz) 106.3
15 7.67 (dd, J=8.7,2.1 Hz) 126.9
16 7.79 (d, J=8.7 Hz) 127.9
OCH; 4.01 (s) 56.6
OCH; 3.90 (s) 56.1

© 2013 Chinese Chemical Society & SIOC, CAS

“ Measured in CD;COCD; at 500 MHz for 'H NMR and 125 MHz for 1°C
NMR.

B3 et 3 45k T2 NOE (a)fl HMBC (b)AH5K A 5
Figure 3 Important NOE (a) and HMBC (b) correlations of 3
PR SR RE KAL) 2181 5). 2P KB N &
PRSI TAAAERA R R IL AR, T < Jm AR AT
AR 252 5 P FEAN R G5 AL 2R B A bk () 44, A
M=) 52 %, P AL 22000y ST JBRJHE il /3ot 437
FRILRILHUAER], [, ABALESIE= A BN B A Al B
AL, ZERIRERI SN, RN s SEHEAT ARG A), 1My B
PR S P AR R D, T S o
LERIE

WA 3 BTG G R m] AR Sy 1931 S PR T - B A
it Diels-Alder J0RG™ A2 — SR AATRR L IR L
JR R IEZEATAE D). WA 43T I ORI I I 3k R AR (¥
Ji BB AEATE AT O P A ¢, e LK X
PN RFR A T RS I AT B R R AL &) e
[, A2 R R, AR L T o ) YRR3R 4748
B THED) 3(K 6). IRWIE, MBI EEFERI A7
FENEAL T 530, AEAF AR R AR ¢ A1 d AR 1 B AR,
IR S R ZPIN B BT E S e BURAEAR
RN, e R d 39BA 5 B3k
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Ryqe

Ry

Bl 4 SRR AL ARIEE SN P T RE MY A e ] 44

Figure 4 Possible free radicals in the oxidative coupling reaction of gnetol

R7e + Rze ——

R-,O + R12. >

B5 LGP 1 A2 TR RE b Al AE K b A

Figure 5 Postulated intermediates in the formation of compounds 1 and 2

MWAEY 1~3 FAT T YL FEENAER 3),
LRI, 75107 mol/L &4 R, A 1~3 X/NEIE
i BV AN M 5 1 TNFa A RAMEIR 58 —
17.43%, 40.26%AK1 7.34% (HZEAKAA M BHVEXT I, Foxt
TNFo $71#) ICso {24 1X 107 moleL ™). [Ai, fb&H

3 LA, 2 F1 3% TNFo fl MDA [ e @
Table 3 TNFo and MDA inhibitory activities of 1, 2, and 3

Compound 1 2 3
TNFa inhibitory rate’/%  —17.43 40.26 7.34

MDA inhibitory activity
[ICs¢/(molsL™H)]
“ Dexamethasone was used as a positive control for TNFa with ICsy of 1X

10® molsL ™", and Vit E was used for MDA with ICso of 1X10"® molsL ™.
b Concentration: 1 X 10> moleL .

6.29%X107° 4.19X107°° 2.96X107°

316 http://sioc-journal.cn/

© 2013 Chinese Chemical Society & SIOC, CAS

1~3 XA EE(MDA)AE AT 1Cso 23704 6.29 X
107, 4.19X 10 LA f% 2.96 X 10> molsL ™" (Vit E M BH Tk
TW,ﬁﬂ?MDAﬁHﬂ%H$MEﬁIXIUﬁmm{fﬁ LA

SRR, A 2 AEMRMNPIA I, haY
1~3 A B IBUAALTETE.
2 %

LL FeClz6H,0 AT, TAR I IBR I I 5 A Jit
R, AE R P AT A AR R SN, 3RTF T WA
SRR BRI B ARAT AR LR 2. BT A AN c—C
LT (VI 11 S BRI T — 2R Ak AR, e o R
A RAFEL C—O SMHIERIAY), W IR 4
RIS SR N eV USE Sl SV NE T =

Chin. J. Org. Chem. 2013, 33, 312~318
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HsCO.
MeoH/H2804 ‘O

OH
OCH3; O

3 OH

B6 LG 3 G Rl RE M ) 44

Figure 6 Plausible intermediates in the formation of compound 3

FEFREIAT R, W3R C—C B C—O BAHEN 45
RIS AR Y. 78 SRR I 1 SR A AR DG B i, A7 BH
T ORBEVE. AR RN 2 IS O, T B AT
SRS, DAE RS T 22 (1)1 O s W36 2 R0 R L
PRUEHE. 34h, KRR REAEOR IR AL A A N AT R
RN, RAG T — N8 B R I o3 P AN RS (R R B 25 AT A2 )
3, ULHILEIRME A SN b, SRR B 55 (1 2 ) R R S )
KB 2 AL s AR5, A7 BHL A I S5 3 HP 1) %
BRI, S 1~3 B RAR =), ek
TR PR IE TR . SR AR —
R IR S N AT & 1S Y R SR &7
e M E P EARABE L 5%,
3 XEIHN
31 XEHIKH
125 55 FH Kofler HB ¥4 5 A 5E ; Jie 6 H Perkin-Elmer
digital polarimeter FEJGAUMIE; IR J6iH] Perkin-Elmer
683 ZLAMEIEAIE, KBr &/ UV Y] Shimadzu
UV-300 GG 2 ; NMR #EH AM 500 FUAZ g I LR
5E, TMS A WHr; HPLC 24 waters 411 Y, fid45 waters
2487 K3 A K waters 515 %%; EI-MS #1 HR-FAB-MS
BILE QB-200 JFiE 4 Ll xe.
32 LWHE
3.2.1 A FeCly*6H,0 *# RALF| 89 F Rk B fALABEL
BiFE R, 3.88 g FeCly*6H,0 (14.34 mmol)fI /K

Chin. J. Org. Chem. 2013, 33, 312~318
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R 0 3 S BRI (2.70 g, 11.07 mmol) ) VA,
FEWBFERNY 10 d. NV IRA DI IRAE, IRAEY)RTF
Tk, LLEtOAce 2 3 1K, & IFAIUK, Na SO, T4,
W IR 4. P IR A RE AL Z T, BN E(V -
V=>5:11~4 > DB G1~G3 =5, Gl #3 hR Kk
I JEURE SRR BRI (1.40 g). G2 34> MEAT Tk IR AE J2 T,
CHCI;-MeOH (V' : V=25 1) Wb &4 2 (64 mg,
FEE 5%). G3 A SRERAE AT, CHCL-MeOH (V
V=10 : DIEWAEY 1 (115.7 mg, 77K 9%).

4-[1-(2,6- “FRIEAIE)-2-(3,5- " FRILRIEL) 2, 3K ]-2-
[(1E)-2-(3,5- “FRIEFHL) LI HE]-1,3-28 WE(1): KAk
SETEMR, 77 9%. m.p. 212~214 °C; UV-Vis (MeOH)
Jmax (log €)1 226 (4.59), 312 (4.42) nm; 'H NMR F1 °C
NMR E53E £ 1; IR (KBr) v 3340, 1693, 1597,
1464, 1340, 1290, 1238, 1147, 1063, 993, 833, 791, 683
cm '; FAB MS m/z (%): 489 (IM—+H]", 17), 488 (M",
10), 365 (8), 282 (11), 245 (8), 185 (64), 93 (100), 75 (24),
57 (53), 45 (33). HR-FAB-MS caled for C,gH»Os4
488.1471, found 488.1492.

2-[1-(2,6- R H A EL)-2-(3,5- R EE IR I L B -
5-[(1E)-2-(2,6- — AR HL) 2R HE]-1,3- K | (2): K
TEBHAE, 77HE 5%. mp. 201 ~203 C; UV-Vis
(MeOH) Anax (log €): 226 (3.48), 313 (4.33), 324 (4.33)
nm; 'H NMR 1 *C NMR ¥ W2 1; IR (KBr) vy
3320, 1697, 1614, 1464, 1338, 1236, 1161, 1055, 995, 829,
777,717 cm” ', FAB MS m/z (%): 489 (IM+H]", 25), 488

http://sioc-journal.cn/ 317
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(M*, 17), 391 (18), 365 (27), 282 (12), 245 (18), 185 (54),
154 (47), 137 (57), 107 (27), 93 (100), 57 (31). HR-FAB-
MS caled for CogH,405 488.1471, found 488.1489.
322 BRAEAREY K RREE R R T

SERRBERE(259 mg)is T 40 mL 5% H,SO, H I
o BERE N INARI 48 h. fE b ROV, OIS N
A 150 mL 7K, EtOAc ZH{(50 mLX3), HHLZEIH,
Na,SO, T, WEWE. iR 5 R EE R A E T,
CHCl;-MeOH (V@ V=500 : D)JEMifF 4-(6,8-— FH4 k-
2-Z5HE)-1,3-7K T E(3) (60 mg, 38.2%). RBO I E K
R, mp. 162~164 C; UV-Vis (MeOH) Anma: 224, 257,
304 nm; '"H NMR Al °C NMR #5404 W3 2; IR (KBr)
Ve 3370, 2935, 2827, 1699, 1628, 1601, 1500, 1454,
1402, 1342, 1286, 1207, 1159, 1111, 1045, 997, 926, 833,
696, 671 cm '; FAB MS m/z (%): 296 (M", 100), 185
(10, 132 (17), 93 (24), 69 (14). HR-FAB-MS calcd for
C1sH1604 296.1049, found 296.1088.
323 EAIRBALE MR T

PR TP AT PE I 2 S STk (11, 12]32 4L
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