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TAEAHA OHERRTEMEKY . XM EHBEEL( X]L) ,

R- S0l (1)
A RRFAL —10MBEFHRE, — ISR EREE, KFR
ﬁﬁ?&ﬁmz)lA(wl—3A)mﬁ%mﬁ%%£,ﬁ&mﬁ£ﬁ
HEREF. HE(HAWC, ~ Cy ki3t . EE(

C.~C4ﬁﬁ%)ﬁﬁﬁoﬂ*Rﬁ4ﬁi£%m$$£ﬁﬂoﬁﬁﬁ
e P T, MR, RAEAZHIRASAT, AN, N
- ZREHACEMEAEN- T RS EAN, S-HTFAXEHEEE



AT (3) SaBt AT R CER A8 C6 - OHM C

11- OH, A% ¥% C7 - OH.
KEBEOGEE @) P B () FEALERE( A1) &

7,

AN
CH- NH, (1)
7

AP R WR* BHRIHARKERTFIFAL ALEA (W1 =3 4)
HAAWELE, KAETUAL —4 MRETF. BAHEWE( AL) Z4-
AKX - FREFR.

4% 1

10



(1
0 H 0 o
0 H
% N
UM s (O JOI T
NH ¢ =
R'—Ch-gr* Ho oH 2 0 44 Gy

0 oH 0 M %/ -0|\
Q= — ey

“z"‘ Q 0 COH 6”
1

7
BEBW)  WLRPWIE( RS ) AZRTBRETETAES /o,

11



Bo4—BETENC6)o FE (e ) WERMRETUALEHR
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. &-PFEEEEHENQ)

ERBET, TRAKES, 1.5 MWW, @15.04 g (378
miol ) R (1) BEHEMN] 4 L-RPRBERF2KANS2 8¢ (39
6.4 mol) TAANE. RERAWEIRK] P, REXERN. BAN
AP PAFaMA2 8g (25 dmmol) EBRE200 nl KV HERFE0 THE
W, REWEEERTRY A, SRR EBREFAALR. FUTEL
HEML. HPLC( BBAHEH) 24T RA, HEFEH3Y .

HPLCAH:
£i¥B: MERCK RPI8/7 um (250 X4.2 mm)
 £=F i
A- 0 CIMERRSA/ 0 2M#HR

LH
B- HE

LI
HEME: 25209, K20k BET% B
HE: 1.5 ml/min
RRE: 254 nub9EMRK.
TLC( EEH) :
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Rf = 0.58( Kieselgel WEM F254 ( Merck) »
A5/ HE, KA 12)

2, 4-APR-1-ZAEHEEEHEHFO)

Wl FEE4-HF AR EERH Q) BRAE00 nl K0 ZFHK
PNl B0 3 g APXHAR. FREBEGWERAG HHIHE
kA, AHEER, DEAREEGK, AAPIBLRE, THRE, /3
I13%4&aw@G) ( HPLC: 98.3% , #¥REZEALD. ket () &
RS H70% .

'H- NMR 300MHz ( CDCly) : 6~ 1.42(3 H.s ),
1.94( 1 H:.dd) »2.42(1 H,dt) »2.75(1 H.d ) »3.18(1 H,
dd) , 4.04(4 H-s ) »520(1 Hodd) » 7.25(1 Hsd ) » 7.65
(1 H-t ) »7.84(1 H-d) 1218 (1 Hys ), 1292 (1 H,
s ),13.52 (1 Hys )

M. S. :w/z-48 (M, &),

TLC: Rf = 0.52( Kieselgel #E F254 ( Merck) .

At/ W, AR AR 12)

B3 4-H P H-4-p- FRABE-13-—ENHEEEEELH @)

i — ——— ——— A—— ———A— ei— V———— ———————— i it S—— YT — oa—re—— —— T— " t— O S

M11.3( 26 .4mmol ) &P (3) + 22.6ml ( 132 wmol ) ZRHE LK
0.65¢ (5.3 mmol) 4-ZHIEEIEMEFI30 ninkrg AR B FH T,
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25 P AEAS 54 ( 29mmol ) FHPREBEA M 25ml vbvE i, BET
WIS ER T ER, MEWEERATT—FR M.

dy-NMR 300 HMHZ ( coCtL z Y: & = 1.45 (3H,s), 1.92 (1H,dd),
2.18 (1H,s), 2.40 (3H,s), 2.34-2.52 (1H,m), 2.70 (1H,d), 3.5
(MH,dd), 4.06 (4H,m), 5.10 (1H,d), 7.28 (2H,d}, .7.53 (1iH,d),

7.74 C1H,t), 7.82 (2H,d), 8.28 C(1H,d), 13.15 (1H,s), 13.48 (1H.s)

M. S. :m/z =582 (M™, £1&)
TLC: Rf =0.62( Kieselgel ®EMK F254 ( Merck)
247/ W, BELHS 2

B4 4-JREH-4- NFEEFRERE-DB-—ARFEEEEE

RFFEIST, WH3 FRERT WAL 0l ( 792 mmol) X FEEF
B HRERAWEISTHHIONN, RERFE T, BimAd LR
FreAn2 LI0% SlR. 2%, AVVRRARAK. BiskB EMTkkk.
BRRARRNTRSE, BREELREERN. AAWEHEAT TP RA-
4H-NMR 300 MHz ¢ - COCly ) : 6 = 1.50 (3H,s), 1.95 (1H,dd}, 2.45
C1H,dt), 2.78° (3H,d), 3.20 C1H,bs), 3.23 (1H,dd), 3.80 (1H,bs),
3.84 (3H,5)} 4.08 (4H,s), 4.53 (2H,d), 5.24 (1H,bs), 6.93 (2H,d),
7.03 (1H,d); 7.31 (2H,d), 7.48 CIH,t), 7.63 (1H,dd), 9.80 (1H,t),

13.47 (1H,s), 13.72 (1H,s).
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TLC: Rf =0.70( Kieselgel #EHN F254 ( Merck) >
At5/ WE, KPUkys 12 )

M. §.

Dwlz = 547 (M7, M)

- BEEEFRH( 1)

. —— —— o — —— —— — . S T T i s i e

W4 BREBRERETIO ol ZAZERY, FEZRTHE M.
BBtz PmlERENGEEREGL, GELEHG6) -

{H-NMR 300 MHZ (CoCtx ) : 6

2.14 (dd,

J=4.8,15 Hz, 1H, 8 ax. H),
2.35 (ddd, 3=2.0, 2.0, 15.0 Hz, 1H, 8 eqg. H),
2.45 (s, 3H, COCH3 ¥,
2.92 (d, J=19 Hz, 1H, 10 ax. H),
3.17 (dd, J3=2.0, 19.0 Hz, 1H, 10 eqg. H),
3.74 (d, J=4.8 Hz, 1H, 7-0H),
4.54 (s, 1H, 8-0H3J,
$.32 (ddd, J=2.0, 4.8, 4.8 Hz, 1H, 7-HJ,
6.80 (broad, 2H, 4-NHj3 ),
6.83 (d, J=8.0 Hz, MH, 3I-H),
7.46 (t, J=8.0 Hz, 1H, Z-H),
7.64 (d, J=8.0 Hz, 1H, 1-H),
13.52 (s, 1H, 117-0H),

14.00 (s, 1H, 6-0H).
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M. S. :w/z =383 (MT, #i&).
TLC: Rf =0.50( Kieselgel 2K F254 ( Merck) »
A1/ W, A ks 12)

e (6) WoRATBBERPIMAN2 LZAFHAT00 ul K, #EAH
Z0 C, BA0.93g (13 .5mmol) ERHBRY. L9 E, EAHEL
Bk, A100 ol ZEF KK K, B30 nl 50 % KBR300
ml ZAFK. EET, BREBAWHIE Ao, KELEHELIEF. &
PABR A AL #frNa HC O, Fokikik, AmBHTH., AFREL
RbpEER, %31 .6lg (4.37mmol) 4-HFAXHEEEH( 1) ( H
PLC92%) . i EERBITE, SWEhH1.5% .

{H-NMR 300 MHZ (CDC\.S Y: & =

2.19 (dd, J=4.8, 14.5 Hz, 1H, 8 ax. H},

2.37 (ddd, J3=2.0, 2.0, 14.5 Hz, 1H, 8eq. H),
2.43 (s, 3H, COCHz ),

2.95 (d, J=18.6, 1, 10 ax. H),

17



nm»
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3.20 (ddg, -

J=270, 18.6 Hz, 1H, 10 eq. H),

3.83 (d, J=4.8 Hz, 1H, 7-aH),

4.55 (s,

5.32 (ddd,

7.84~7 .86
B133-~8.36
13.30 (s,

13.60 (s,

AR ( TEE) ¢

imax = 252 nm.

A ( K Br

[ 21 (C-90
M. S§. wmiz-
TLC: Rf =0

ati/

iH, 3-0r),

J=2.0, 4.8, 4.8 Hz, 1H, 7-H),
(m, 2H, 2,3-H),

tn, 2H, 1,4-H),

IH, 6-0H),

TH, 11-0H) .,

A= 208 . 252 , 257 » 285 , 480 , 500,514

FY : = 3450, 1715, 1625, 1585cm.
A Z®R) o156

368 (M7, Hif)

0( Kieselgel #EM F254 ( Merck)
WE, AR HS 12 ) .
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