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Abgract :One known ent-kaurane diterpene ,ent-16t ,17- di hydroxykauran-3-one ,were i olated from the rootsof Euphorbia wal-
lichii for thefirg time. Its sructure was e ucidated on the bassdof gectrd methods. And the NMR assgnments of the cormpound

in CD;0D were gven for the firg time.
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Euphorbia wallichii hook. f. is a traditionad Tibetan
medicine used for curing furuncle , exanthema and cutar
neous anthrax. Our previous invedigation on the gecies
resulted in the iDlation of 24 compoundsi ™. In our con-
tinuous gudy ,an ent-kaurane diterpene ,ent-1® | 17-dihy-
droxykauran-3-one (1!) ,was obtained from the acohol
extract of the roots of the plant. In this paper ,we report
the iglation and gructure e ucidation of the cormpound.

Results and Discussion

Gormpound 1 has a nolecular formula of Gy HsOs as de
termined by EIMS and ®C NMR gectra. The 1D NMR
gectra sowed dgnds o three tertiary methyls, eight
methylenes, three methines, three quaternary carbons, a
carbonyl © ¢221.0) ,aprimary (0 ¢70.5) and atertiary
(0 80.6) hydroxyl groups. These features are dnilar to
thoe of ent-16 ,17-dihydroxyatisan-3—one[3] and ent-
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16 , 17-dii hydroxykauran-3-one'*!. Conpound 1 was de-
tected in CD3;0D ,while the latter two conpounds were de-
tected in CDsd or GiDs, ® it is hard to corfirm the
skeleton of compound 1. To determine its skeleton and
dve the NMR assgnments, HMQC , HMBC and ROESY
Pectrad 1 were tesed. Qorrdationsin HMBC (see table
1) from H14to G7,G8,G9,G12,G13,G15 and G
16 ,H15t0 CG7,C8,G9,C13,C14,C16 and C17,
H17 to G13,C15 and C 16 reveded that compound 1
i’ t an ent-atisane diterpene but an ent-kaurane diter-
pene. The rdative sereochemigry of the conpound wasfi-
nally determined by Roesy gpectrum ,in whose NOE inter-
action between H9 with H5 ,and H1f ,H20 with H
o H13,H14 ;and H17 were observed. Thus 1 was
elucidated to be ent-16t , 17-dihydroxykauran-3-one. In
conparion with the reported data of compound 1 in
CsDs! !, the *C NMR ectra in CD;OD provided in-
creaed dgnd ,epecidly C3,whose chemicad shift was
bigger than that in CsDs © ¢ 215.6) by 5.4 ppm.
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Tablel 1D NMR data and HMBC o compound 1*( CD3OD)

Oy dc HVBC
1 1.93,1.35 (m each 1H) 40.4 (1) C2,.3,65,66,69,510,G20
2 2.39 (m,2H) 35.0 (t) C1,C3,C4
3 B 221.0 (' s) B
4 - 48.2 (s) -
5 1.39 (m,1H) 55.5 (d) C1,G4,66,67,69,510,C18,G19,G20
6 1.37 (m,2H) 22.3(t) C4,65,67,69,G10
7 1.38 (m,2H) 42.0(t) C5,C6,09,C14
8 - 44.6 (s) -
9 1.12 (brd,J =8.6 Hz,1H) 57.2 (d) G8,G10,G11,CG12,G14,G15,G20
10 - 39.7 (s) -
1 2.05 (m,1H) ,1.49 (d,J =6.3 Hz,1H) 20.2 (t) G8,G9,610,CG12,C13
12 1.44 1.74 (m,each 1H) 27.7 (t) C9,C11,C13,C14,C16
13 1.96 (m,1H) 42.1(d) C12,c14
14 1.01 (m,1H) ,1.85 (dd,J=1.9,12.2 Hz ,1H) 38.8 (t) Cc7,.8,09,012,C13,C15,C16
15 1.34,1.31 (m,each 1H) 52.8 (t) Cc7,C8,09,C13,C14,C16,C17
16 - 80.6 (s) -
17 3.31 (d,J=11.2 Hz,1H) ,3.20 (d,J =11.2 Hz ,1H) 70.5 (t) C13,C15,C16
18 0.96 (s,3H) 27.7 (q) C3,C4,C5,C19
19 0.92 (s,3H) 21.4 (q) C3,C4,C5,C18
20 1.00 (s,3H) 18.2 (q) C1,C5,09,C10

21D NMR data were measured a 400 MHz ,and 2D NMR data & 500 MHz.

Exper imental

Apparatus and plant materials (see previoudy de-
cribed!!)
Extraction and isolation
The air-dried roots (10 kg) of Euphorbia wallichii were
extracted with BOH (95 %) four times at room tenpera
ture ,and the combined extracts were evgporated in vaclo.
The reddue was supended in H,O and then extracted
with CHO 5 for three times. The CHO 3 layer was concen-
trated in vacw to gve 200 g of reddue ,which was chro-
metographed over slica gal. The column was € uted with
petroleum ethe- BOAc (from petroleum ether to
petroleumr BOAc 1:1) . Acoording to differences in conr
postion nonitored by TLC (GFs4) ,17 fractions were ob-
tained. Fraction 11 (6.8 g) was subjected to CC on dlica
od with petrol-Me,Q0 (from 17:3 to 7:3) . Fve sulfrac-
tions (are) were oollected. Fraction e (1.2 g) was sub-
jected to CC on dlica gd with CHO Me,QO (90:10) to
gve three sulfractions ( - ). Sediment from fraction
(140 mg) was washed intendvely with petrol-acetone
(10:1) and recrygallized by MeOH ,then it was washed

intendvely again to &ford 1(45 mg) .

Identif ication

ent-18x , 17-dihydroxykauran-3-one (1)  CypHsOs,
oolorless needles;*H NMR and ®C NMR (CDs0D) e
table 1;EIMS m/ z 320 [M]* (1) ,302(3) ,289(100) ,
271(47) ,259(11) ,253(4) ,247(25) ,229(13) ,216(9) ,
203(16) ,189(18) ,177(12) ,171(4) ,165(7) ,159(10) ,
151(13) , 145 (21) ,137 (15) ,121(21) ,107 (28) ,97
(11) ,91(32) ,81(29) ,67(29) ,55(53) .
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