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#E it 'H-"H.'H-"CHXi¥(COSY), 'H-CiERE4#*i#(COLOC)R NOE
TR IR(NOESY)SFM MM itIREARRE TRAFILAMA LR TNRE AT BRI,
XXMM ATWFAN A FEHTFANEB, £%; HFB, 2D NMR

#E [ Ganoderma lucidum (Fr. YKarst] RPERRIE AW EM Y, TERRFRZEH
ST BFRERLAYW, KPR RA —EMIEH" -, T. Kikuchi %"~ "}if 'H-'H,
'H - "C #X#(COSY)FBli b R TARZ P23l + A HIR =Rt A e
B BRNARZREFBP2AT AFHERZBARLAY, MBAFERFANE
A (ganosporelactone A) f175 Z f8 /8K B (ganosporelactone B), H &R kgt &
Bt 2D NMR AR #E.

FRERTHEEARMBHEKIT:

Ganosporelactone A R=0

H
Ganosporelactone B R= < OH

4 30

FRZHFNREADAGERE ., mp 238 ~240 T, [a] B+ 74.5 °(¢ 0.057,.CHCL,),
H1 G4 B R i TR C, HyO, (M* 512.2777, HH{ES12.2773). UVANOH 252 nm
(loge3.60), EBHGLE o« p AtuFBE. IR(KBr)em " 3400 (OH), 1765, 1720, 1700,
1660 (C=0), 1050, H2 FhEERENRE. RER AN AN HNMR(LE 1)&
W FhEFETANAPER 2MBE(RE'H-"C COSY ifE#), BHHE1TAME2HAE
#. HhHPCNMR (WE2)IEMsy FFE7E 30 18, 4 74 CH,, 57CH, 7"CH &k 11
R,

FEHF A AR CCNMR LEBR 'H-"C X (LA 1)IEH C,AEF H. £
—ANER, f£'H-"HAXEHRBALHMXN HLE 2). AN KEpE): 7-O0H
-7-H-60—H-68-H-5«—H#HX. E-H:12-H5 12-OH #x%. F=4: 16a-

#3XF 1990 4% 2 1 28 HICH.
*EX AR EETBEN.
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Tab 1 . '"HNMR spectral data of ganosporelactone A and B*
A B
Proton dppm J=Hz dppm J=Hz
la 1.25ddd 13.7.12,6.6 1.64 m
18 2.75 ddd 13.7.6.6.3.8 2.57ddd 13.7.9.8.4
2 2.64 ddd 15.5.6.6,6.6 0.88m
28 2.32ddd 15.5,12,3.8 1.64 m
3 3.19dd 9.3,7.3
5a 1.37dd 13.8.2.2 0.84m
6 2.14dd 8.5.2.2 2.25ddd 11.7.8.2,3
68 1.77 ddd 13.8.8.5.8.5 1.68 m
Ta 4.62dd 8.5.2.8 4.60t 8.2
7-0OH 4.80d 2.8
12 4.35d 2 4.3s
12-OH 3.684d 2 3.7s
162 3.344d 12.4 3.55d 12.3
17a 2.80dd 12.4.7.9 2.82dd 12.3.7.8
18-CH; 0.90 s 0.86s
19-CH; 1.445s 1.31s
20 2.43 dqd 13,7.9.6.5 2.43dqd 13.7.8,6.4
21-CH3 1.18d 6.5 1.21d 6.4
Ra 2.17dd 13.6.5 2.19dd 13.7.6.4
28 1.67 dd 13,13 1.72dd 13.7.13
24o 2.48 dd 13.9.3 2.49dd 12.7.9.3
248 1.93 dd 13,11 1.95dd 12.7,11.2
25« 3.20dqd 11,9.3,7.2 3.24 dqd 11.2,7.3.9.3
27-CH3 1.24d 7.2 1.27d 7.3
30-CH3 1.07 s 1.02s
31-CHs 1.09s 0.90s
32-CHs 1.57s 1.61s
* Ganosporelactone A was taken at 600 MHz. CDCl3; Ganosporelactone B waw taken at 500 MHz. CDCl; -
Tab 2. '> CNMR spectral data of ganosporelactone A and B*
Carbon A B Carbon A Carbon A B
1 35.2 35.0 12 78-1 79.0 23 87.0 §7.5
2 34.3 28.3 13 49.9 50.5 24 40.6 40.4
3 213.2 77.0 14 63.3 63.0 25 4.3 34.3
4 47.0 38.6 15 215.5 215.0 26 178.6 179.0
5 49.8 49.6 16 60.4 60.6 27 15.6 15.6
6 27.9 27.9 17 54.2 54.0 30 25.8 28.5
7 65.8 66.6 18 12.8 13.3 31 21.3 16.0
8 157.8 156.8 19 18.3 19.2 32 25.2 24.6
9 140.9 143.0 20 33.0 33.3
10 37.8 39.2 21 19.2 19.6
11 199.4 200.5 22 52.5 52.3

*3CNMR spectrum of ganosporelactone A was taken at 150.9 MHz. CDCh ; Ganosporelactone B was taken at

125.5 MHz. CsDsN.

-
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Fig 1 . Contour map of the 'H~13C COSY spectrum of ganosporelactone A in the upfield region
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Fig 2. Contour map of the "H—"H QOSY spectrum of ganosporelactone A .
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Fig 3. Contour map of the 'H—"13C COLOC spectrum of ganosporelactone A.
gy Ya

L o5
L ]
[] ]
[ 5.0
A
B0 A5 40 a8 s.'o"; YRR T R AR Y il

Fig 4. Contour map of the NOESY spectrum of ganosporelactone A.
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H-17a-H-20-H-22-H-21-CH, #iX. fW4: 25«-H-24a—H-24f-H-
27-CH, #i%. ¥ H4dl: 1p—-H-2a-H-28-H-1a—H#X. ©i'H-'H HXi¥"TLL
R E C, REE—/TH. MiZHR5 C,-HHxX, BHC, REESHI AN FEH
¥, ' H-"CERBRAMER_/BEZ/2)HEXES(RE)NERE 24-H 5 Cy,
Cig» Cou Bt Cyy #83%; 16a—H 5 C,, Cpy» Cig» Cpy & Cy #%, MTHES T Cy 55 C,, $E
#. REWFARE A MAEMEEREE NOE Z8i%iE8IM. 2 FhERSEENEFZE
{ENOE _“#i# E¥HHBHXES (WA 4). 16a—H 5 17a—-H % NOE , 8 =& A MK
a— ¥%, 12-H 5 32-CH,. 17a—H Z @4 NOE ##12~-H & 32-CH, F & « ¥
&, 16—-H 5 32-CH,,24a—H, 17a— H ZEIf5 NOE ¥ C,, BIFMTFEMERR 24a—H
5 160 —H Wi, MMiEsE T8I E. 17a-H 521 - CH,, 32- CH;, 16a—H, 120 —H
Ziafy NOE R 248-H 5 27— CH, ZIEIfNOE if# 20— H k27— CH, #48- WX,
Tﬁi25 HX%a— #%., £ NOE —#i%pthEBRT 68-H 5 31-CH,, 19-CH,, 6a—H
CLRIMARHE, B -BUEM T X SR TR ZE RIS,

HREMRTFHEHAMBMNGERREEL CD RIEYIA. ﬁ%ﬁ?WEﬁAR‘J CD i1
295 nm % fiCotton (Ae—4.5), 252 nm ECotton (A ¢+ 12.5)EAK 209 nm i Cotton
(Ae—5.5). XEHE S0 MR R Y = fganoderic acid C # CD i# Cotton Bk
FESHR?, NHIEHRZRFHEE A HEIHE,

HREWTARE B HPGERES, mp 235~2377C ,[o] 2+ 68.8 °(c 0.083, CHCI, ).

‘"RaERRRER S TRN CH0, (M 514.2930 HRIE 514.2930). UV AESH 263nm
(loged.0), EEAFLE o, p AWMBE, IR(KBr)cm™": 3430(OH), 1770, 1730,
1665 (C = 0), 1040. ZWFREWTFAMB FFRERMTNEEA —#, TENSREMLS
#. 3'HNMR (R%1)63.19(dd IH)HEKAEHRFABA 2T -AHMHES, ZHA
Co—H™, BRI FAEE B C, LisdmRERE. #HiE "CNMR #(IL% 2)iE¥ 2
F oA 30 A8, h INEPT #IEBI 3 727 74 CH,, 5°CH,, 8 1~ CH & 10 1~ 8%,
EHRSHTHEEALLE 6 213.2 &S (C, B )WL, WHH 677.0 HES, FEMC,
RMER AL 2.7 ppm., i C,, MIEHAE 5.3 ppm", H#—FiE#] C, LEFRE. KZ
BFAAE B CD i#fCotton BM 5K THWTANE A —B, RU - HexTME. FHETE
HHRERFAR B REREEATHERZHRTHEE A M RI{EMFB(RS0. 32, CHCI),
LHMEB AENBES LR, FLrmt IR LiERERERTHE A HRE.

ZEFR, RERTARAAMBRCAFHAERZMNLAY, AR LATRENRZ

PR =85ilid Es C 5 C, BETEME.

X B B &

£ £ Boetius {5 A {UME, REIE. UV i#EHSE UV 240 #E. IR %A Perkin—
Elmer 399 {35, KBr FEf. MS AIMAT 711 ®%. CD i#f#:EIobin- Yvon CD-V
MsE. [o] APerkin— Elmer 241 3 . NMR i% A Bruker AM - 600 K& AM — 500 ¥l5E,
TMS $WkR, CDCL b, 2BABAEBEFRLET ™. AL RURZR
FHR 4.,
— . FERFAEAMBASHE
FREBFBBEIEED 1 kg, UL 4%KOH /K& 2.5 1 4R, Et,0 FHL, Et,0# H,0
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bk, WG S Pk 152 g. MiEELL HCliEF.pH 2, Et,0 XM, Et,0 #& H,0
bk, WaE13 245 g MU . BMEE200 ¢ 250 g RERCHER:, AR R DRI
iS00 g kEBE, MARESJEULT B, Et,0, Me,CO, MeOH Xk EI ¥R, EL,0 Bt
15 14 g, BRB(1kg)HE#H, CHCL,—MeOH #EH#B, M CHCl,—MeOH (97 :3)
BB BFRERFHNNE B64mg. HERGHBRSRBEFE AL, LA
FRERTHE A FTABAKRZRTFAREB. 2K GF fl&#%E2, CHCl,— MeOH (95 :
5)BH, LIEE MeOH 3B, McOH B&E, BREMFNAE A10mg.
—.E%F

RERFHEEA EEEHRES mp 238 ~ 240 T . [} +74.5 ° (¢ 0.057. CHCL,).
IR (KBr)em™" :3400, 2960, 1765, 1720, 1700, 1660, 1450, 1415,1380. 1300, 1280. 1190, 1150,
1050 . UVA M1 n (log ¢): 206 (3.5), 252 (3.86). CD 2 MeOH nm (Az)295 (—4.5),
275(0), 252 (+12.5), 224 (0), 209 (—5.5). MS m/2(%): 512.2777 (M* .47; %
{512.2773), 494 (54), 476(7), 466(20), 397 (10), 317(7), 302(20).301 (40), 272
(24), 181(25), 167 (76), 149(68), 121 (67), 105(32), 93(100), 79(30). 69 (28),
55(29). 'HNMR L% 1. " CNMR L% 2.

HFEZHRTFHAEB HEHREH mp235~237T, [«] 2+68.8 °(c0.083, CHCL,).

IR (KBr)em™": 3430, 2930, 2870, 1770, 1730, 1665, 1450, 1370, 1310, 1270, 1200, 1160,
11001040, 975. 930. UVAE®H nm (log ¢ ): 210(3.5), 263(4.0). CD i MeOH nm(Ae¢)
295(—5.8), 274(0), 253(+11.4), 225(0), 209 (—5.0). MS m/z (%): 514.2930
(M*, 81; H B 514.2930), 496(60). 468(55), 348(13). 303(31), 302(20),
274 (67). 181 (44). 167(100), 149(75), 121 (92). 'HNMR % 1, "CNMR L% 2.

HREMTHE BRI BES S mg BT CHC, 3ml, MAKE— CHN ( &#&
100 mg ¥ #t B CHN Iml &), REKZEKE 2h, 1 H,0 S ml, CH,ClL, ¥K, H,0
%, Tk NaSO, T#, WEEHBaL. IR (KBr)em™": 3400 2960 1765, 1720, 1700,
1660, 1450, 1415, 1380.

BiM 748 Bruker 22 FID.Moskan §1:3E — B tiRiE, FPrRBEXEIN K LA 9 (2%
SHERMUV.IR.CD:H @R Z B RRY.
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APPLICATION OF 2D NMR TECHNIQUES IN THE STRUC-
TURE DETERMINATION OF GANOSPORELACTONE A
AND B

RY Chen and DQ Yu
(nstitute of Materia Medica, Chinese Academy of Medical Sciences » Bejjing 100050 )

ABSTRACT Structure and stereochemistry of ganosporelactone A and B isolated from
the spores of Ganoderma lucidum have been elucidated by the use of 'H—"'H COSY,'H~-"C
COSY, 'H-"C COLOC and NOESY 2D NMR spectroscopy. Ganosporelactone A and
B are two novel nentacyclic triterpenoids which may be biogenetically derived from
lanostane skeleton through the construction of C,, and C,; bond.

Key words Ganosporelactone A; Ganosporelactone B; Ganoderma lucidum; Spores; 2D
NMR '





