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Tz - b - * o BEETES W FRERHVERTN IR 120

T 7)1 T.’- °
MeQ
’ z
—— > decomp.
S
56

—+5 0
Z 1)Bry(2.2eq.) A\ .
2)NaHCO3 | S CHO

3 20%

58 17
MeO o)
Z \
| —#— | D-cHo
S S :
74

Rz o R 2> OIRH /- 120 -7 451547
STANC I RIS FETY (o FEBo BRI ERE Mz
KRB THROBM L) . DN EYK 2RIBTH L 113 of
ABoni | FAMBETF )V AAGER cIET 3y . B
7aRyg I FIET S G VNERINTE=(99%) « 2ok

77



33 118 113

rh REEMA BT, AT ) Y Ad T ()L LT BRE
LTuwdtZE e %%, @o-| =i EBILASL v FT
N 'H NMR 2~ 7 FILIz§, TIFIFER I 8 e LeFE L2
B-Y oS isTze ARFSHEZE Q) VAZLRELM
A EBn KL i3, 'H NMR ZAN7 kL7 51d Fre
YiroAdAAr 192, S baRILEL onN, STHBET Y

But

Hp H3 He

ion

CDHCl, .

ppm

=
b
-

MA-1 148 o 'HNMRZATFIL ((DzClz, 0°)
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"MeO M
7
I Brz
S
8

yellow needles
mp 166.0~169.5 *C (dec.)
Mass(FD) 261(M*)
IR 1735 cm™!

119a 119b

NaHCO;

120
TLMBRECWIZ L T VIRFE G < BUR TR 2L 1ECF5 95 [0
SORFCERVERTCFTIL . MEr c R B oS SavATR LT,

20HERRIFI R AN FIL. FABRZATZFIL B4 -2 23 L

E'H NMR 2~ FL 205, S>7 0~V 5) yofEBLE 55

I\CHo

13

D) O AT HBY (122053 2r Do, =0 A, 7 .

BALFAECY )Y ULdA Y (1], 120) e 7 B mA =& T

Hg H,0 COHCN
Hz H3

['Iﬁ | But

T™s

B4-2 1200 HNMRZANT FIL (CD3CN)
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/71:1/\ Y9I FA Ty ~b-FrREELELEZSVY,
LHAEINR LAY YT AAATYOREMEEIRIF, CINIFT 1= HFY

b N1 FLd, —BlL > 7 Y Ic s BEILR i kab N T 11D 0

Hehs,
) M0z ,
‘S 7 1 ol CHO

ey O, e

i\ m&ﬁ-ml;mn £ ,:f);%:rm1 n30°, HF) LY iEL
FEOEEC . 31270~ 9 [v1 $AE T o0 BENaBA L
lﬂ% bhf/%xw%f;ﬂo

< MnO

,\_+) n 2 Q-Mno {/ 5 y H. {/ 5 cHo

5 CHO
/Ny WA B ) Elﬁmﬁ'{tﬁﬁ‘lm\ {HrmmpnNTBY. 2-
T 79 B2 - TNF A T YRR BE 5

Ak D

R’ R
H20 z -H*
O DLt T,
2 0 o* 0 (9}

RR-amw o
Ar Ar Ar o
Ar \6, A ArTNg T AT Ar2)Izorcur Ar\g T
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L L.fin“'u‘«; . T7uanN JhI T > (%)/:Btrlz T 2o & 518
BALR o Wiz Z< @b nT . B8 2% s EWT ¥ 3 ¢ 12
oMIZ 7-7O0F% - 4 - LR FUAFER) 7-FTnE - -
TOEXFNE (122) i Hntze 78R T STE T >
BoBMERT . &~ 75 NE 0 BE T 3 o iz EBEETIRE: £ < 5E
Lo vy LntEo s, Bkps BEAERELEZ Db,

. CHpBr  _l.g  CHBr

7 ~

| |
0]
Br Br 0
121 122
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4 -3 HE

srb Ry bIFFE I vEERIFs BRibim Fo T U8, /20
DEFEY YT LA T o BL NIz L. RICHBE Scheme
4-1 ag>1=ELoNnA. “/'7121/\"/7[)7]7’-71‘12"7‘-/(/,2,,3)1:7
BF2tmx3: tizf> T ETHFAECN YT A4 T > (/25 0°ERK
L. 2 TESQI s % OH aFACY Y 7A4 A D2/~
HEwER:) BPBET EFalmizs s T /26 €Y.

X R1
=z
I Brz
S
R2

123 X = SBut OMe

R
O R1Br O 1Br
_H"‘
-- m(wo @f}“
4torH
R, R, + O
128 127
-HBr -
0 Ry
| —cHo
S
R
2129
Scheme 4-1
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ANT =T LR Ty (1ZDERT (- SKEAnTZIL, % | TRLRIE
KEISE VERTIL B30T hho I2nE 512 RAILE= VA
VERIBEMENRFT. RS IbvI5 A7z SHEELR BT
’Ei?;u BhsNnd. 3-70E-|-F77A2: > 48 13013
KIAFY  wemBE T rizf> T, 2-7:1%)(-)—11,/\//'

(b 5% 7= vEHIF (B2)E 5230 loBaLIF /27 & BlIfE TR P

Rl 131 zﬁa LAz OnTU M 3 ——'r:r7n—z></,zs)
| 2R
130 B )
31: :r?Cl,l-iOITe 131

— . CH,R?_ cH
Me H* Me Me
P HY Me

At m el

Me S Me Me

133 | 134 Qy 135
R = H, Me

Y 1345830, 2- 470 EEUARZ DI ST 7 (135 345
23 roBErnns. | -3A4703y - 4- KX 88 %
(7136)%, 3-7B%-1-F72739Y ((39) o 7iILH 1) DOKS

BRIT. BIL YU RARBBIE< . R4 T 72 LE8E (13,
[40) & 52 3,%
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S” “0Ac " tosH ~H
136
0 oH OH 0
— ) %ﬁ%"—?@:;&cno + @:LS:CHPh
137 138

QL e

Scheme 4- | EFLEFY 1=, 5S4zt - T35 AL D3
wak%>gsﬁaa>7n&>7£w41657ﬁw\iiﬁ
VEEY BT I LIS, T, 2-mnInya~> 9 bl
FATz v -b-FERTE, S i- LT A BoB
A Bae BEiT Sz ), ¥ urE E< 129% 5 X3 v
S A L3> EoBAiE, ot sitoERrbE 2 T b T4
REILTBRETS =0, RESIGOLELONY ., Fr. t-7
NS X BRI 15Ty 12 P ERRBRELT B30, 2L
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¥ %m AT RER T2 12 /20 0 EDT2 HIL R =L S lr =%
MFrt=0 BF0 BErf> T TL74 0 BE iz Y0 T
CIrY), S BRILTNE ARG BLNLLE L DN D,
FTLFILERL (<55 BinEx . BE O FAEY ) 744 T
Y 240 RIcMoZECcib b nemsd. Do LfLo
L-7FBEaBF a3 YUl T ITRE ¢ 45< OH O
REGBLAY 25 E L onDr, X5 EaiT. 7
FAVIFIFLEECTE<, 3T OH 0L BL 4411&@ FL Yz
FALAZB LI, THHT - ¢ F3 .
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2 ¥E n EP

BRE. 1+ Mettler FP- 28 Bok Qi Ee Hut 5802 L. 4E % Ine
$AHE ¢ B3, GBI (MS)o 817, BAES TMS - 018G~
2% EBEHAT=e 'H NMR ZA7FiL o 781217, Varian XL —100%
R (100MHz) , B A- 608 5%% (60MHz) , BAEZ TNM -
TX- 100" %% (100 MHz) , TNM-FX- Q0@ # %% (QoMHz)
Proe BLIEE REEE R-24% (60 MHz) T /E@L. %27
Me TMS & REREE - Hlut $i8 v HELE. PC NMR 2A7FIL
I7. Varian XL— 100 S¥%B . BAEZ TNM-FX- o0 R %5 77
" TNMU-FX-90Q % 94K T BAut JBIRL ¥ 27H7 TMSE
REEA =R 0T SIETRBELE e HER 7. off resonance SEIE
(253 —a FEBIVY-V ¢ FL. FEEREF « non oecouplmg SRIE
127 185 tbonst TB1: boizr0tan Tl LToo FH7HBEUR R/
L (IR) 17, LA E%EE EPI-G3H® ZT=1F 18] EPI- S%
EAREL, 2o 9004 B2F (KBr disk) 17 #AE (neat) ¢33k
Lo %4-9178 2A°7HIL 17 B BIEE¥AET EPS-3TH ¢ Bu
7 FRE Lk, ' '

THFI1Z2 &% THypas B L1 ZBLEtner B 7HivakT
Bowk MEBL. JEMHI 1z LiMHs T M ER Lo TRAER4LUT
BRI Yo n B A BH b EFG Letant AV, LErfert ok
HAMTLIT 9L tiBLt BBl (e toslut=0 BE a2k 7774
217 Merck kieselgel GF 25w (Typ 60) PFu’ Merck Aluminium-
oxid GF 254 (Typ BE) E4RBEAL , RNy} b1z UVF:7° (254
mm) , IVERE Prv 2N FRAGLVER 42 10BNHB =R 4T
Ti-Teo VI4AT0RET574- |5 Merck kieselgel 60 prFu" Merck
Aluminiamoxpd Qo (act L-T , Brockman) & AL, hE=je T BXK
B (et e Bul-o JohUs BB n %XE 1217 Bk FREL
RTR2OLC A2 Bk SHER AT n-79- INFEL-9- & ANT
%9 1D mm Hg & #7150
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L= 74N 4AE 2L/ (3)

200ml @ 7Z B 752312 Fh- T2H-IHR Tx-9-ppoL-§- 24T,
EFa$ 10 1019 (0.08 mel) & E-THFLAnT7°9y 9.6 ml
(0.09mmel ) 0 BERNT 1SOmL 0 FFH 1= - TsOH -Ha0 029
Loz, —JETR mBIRI L. BAKRIR Y T4 € na 2T #7304 P8
TR LT gL BE T BB SRRE SRE RS (< 1Fon- K
ot AF Ty rh B LT L- THLAAE L FEy (3) oY 13,39
(R%E 8u-%) 15Nz,

mp 2.y ~ 899 °c

Anal Feund : C, 5.8/ ; H, 10,08; S,1579

Calcd ;m, CuH200S : C, 65.95; H, (0.065 S, [6.00
"H NMR (C &)

FF>RAE D LN(QH, s, £~ Bu), 1.47 (9H, s, S-1-Bu),
653 (IH, d, T=(5Hz, CO-(H=), 7.85 (IH,d, J=15H,
=CH-6)

SRA4E: 109 (9H, 5, £-Bu), 1.33 (qH,s, S-4-Bu),
6.6 (1H, d, T= 10.0Hz, CO-CH=), 7.80 ( IH, d,
JT= I0Hz , =CH-S) ‘
(FF>2): (ZR) = 83 : 17

IR (KBr dich) 1663 s (C=0), [f50em™ s ((=¢)

St -7 EFOFS FEI-IL (&)

E-THNT 4y FLFER SAFLTELI-IL (L) 6.3%3 (34 T m mel)
& BK THF 100ml = ol BEATMT —u0Ci1= RpLro 15N
= Buli o ANFTY B 25.0ml (38 mmel) & IDH B3 F
R ABBABA T 0 —b0oC T (0P F82E4% L- 7741
FAEN L (3) §,008 (25.0mmel) 0 Bk THF S0ml 57
% —b0°¢ 12T HTLE. WA miTT 5o Fe BB, Tmiz 304
TEPE LT AR Ao NHL U K § BIF L. BB S ITBkL KB %
I-Fntien b BIRE T bt T REARIBAK TR (T, B MgSOs
TR Lo BE R LA ONTE S0IRPIE TS F 2009 T 2@
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Dozl BE Lo 50% Nty = AF Y 2 b (00 % Ny TIER
AR METRH L0 S RAE 0 2.209 0 BEMIFT LT, 1009 N
1 0% I-FiL - Ny €'y O Ewd S2E ¥ 152245088 0
0.2190 TEMATW) LT, THIZ 10% 75 50% L-FiL- AL 0V/58
0 FFLRAF DY 6,209 0 BRAFY LLT FHT=.
= RAFE
MS (M/z) 382 (M%), 351, azt; 243
'H NMR (ccw 107 CaH, 5, £=Bu) LT XA L ouen,
(9H, s, £-Bu), 1.38 (QH, s, S t- Bu), il
3,28 ( 6H, S, 2 OMe), 350 (IH, brs, WCHS—l—
OH )X 511 (IH, d, T=7.0Hz,Hi), 5.64 OH" ¢
(IH, d, J="70Hz, Hz), 5490 (iH,d,
J=105Hz, Hy), 6.29 (IH, d, J=10.5 Hz, He),
IR (neat) 3440 wm (OH), 1626 an™, m ((=C)
352 A%
MS (M/z) 382 (M) 367, 351, 325, 293
'"H NMR (¢Q®4) .06 (9H, s, £-Bu), .18 (qH, s, £-Bu),
.37 (AH, s, S-4-Bu), 2.41 (1H, brs, OH)¥ 327 ( tH,
S, 2 OMe), 5.3 (IH,d, J=70Hz H.), 571 (IH, d,
T=170Hz, Ha), 545 (IH, d, T=|5.0Hz, H?), 6.69
(IH, d, J=15.0 Hz, Hs).
IR (neat) 3430w (OH), 1622w, 1598w ((=C), 67 o »

(c=¢)

X D20RTRI1=2F3 >7'FIL o> SR © BERLI= .

3,6-Y-k-THNATI -2, 6~-T b=/ =],8=2TL
D TFHET=I~AIFATELI-IL iFE (3)

ZHRAMT CFoFS T2yl (&) 2,183 (5.70mmel ) & AILITR
A5 6oml 1= ol —$3°C 1z BEP L. W70 AT WERE 0.6 mLE
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FATTIL BT R0 T B UTiatze 1 BBt —15°C 3T Kk 1z
s Ed", —50¢ T 2. 5BEPAIEH T3, BERR L ThoTe Sos
FO7iLAG BEBRE 0.6 ml LB r0LT IBEPARAS v T2 1% B ~ot'>
50ml THI LT=o WA L1z BEADEEK Soml & HFLT T =
bel, AREE BB Lz KB s I-FILTdmbL, AIEBRL A nit
REAEEK, BAoBIBK T .7, B MaSO4 T BOHE LT=0 RE
BIEOE L5k BKTILST © pozkL. 1929 o BrEE A
FIeLT 3L ¥ 45 (IRE 85 %), |
MS (M/e) 396(M*Y), 381, 365, 339, 307
M NMR 1,27 (I18H, s, 2 t-Bu), 1.38 (4H,s,S-£-By),
' 3.29, 3.32 (9H, % s, 3 OMe), 5.23(IH,d,T=".0Hz,
Hi), 563 (IH, d, T=@5Hz, Hs), 575 , 5.77 (2H,
Bd, T=70, 95 Hz, Hz, Hy).
IR (neat) 2185 w (c=C¢), (630w, 1615w, w (¢=¢)

Y. 7-Y'-% = 74IL-5- ALF>o 907 [bIFTE T (R)
TEI-I-ASFE TLI-ILA4E (3] 0219 (0.53mmel) § AW 384
AHIL 2.5mb ¢ BKIBIAFLY 25mL 1= oL, TLT Y EEEL T
kAUze FYTILADEEDE O.5#L T FTFFIL Bui= BERER (=
b Lt=0o 0°¢ T |5 BP0 1. BNy 30l kL BTF0E
TR EU0LT HA&B L T Lo 4Bt T-FiLT Mk Lt BB
o Linht  BPIEY K | BAn RIHAK T I LT B UT2e SBEB AR
LT. 1.5% &Kk Pt e 7ovk TEELT. Zbmyn B 2 BEEOFE
o BALLLAF: (IRE |7m)o L-Fu-R9/-IL ph BFEF LT XEW
12dlda € 15 t,
mp [17.0~ 0T, q°¢
MS (M/z) 276 (M), 26l
Anal Found : C,7381; H, 873: S, 1147
Caled for CiwH2408: C,73.86; H,8.75; S [1.60
'H NMR (Cl4 -CD3COCDs) % 2-1 ¥ 2z-3
C NMR (cbds) 225 (g, (4C(CH3)s), 313 (%,
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C4aC(CH3)3), 32,8 (s, (C(CH3)3), 375 (s, Cal(CH3)3)
56.9 (g, 0CH3 ), 105,8 (s, Ca’), 108.0 (d,Ce) 1157
(d,C3), 9.2 (s,(+), 128.2 (2¢,5,d,Cr, C2),
146.3 (8, Cs), 155.4 (s, Ce); 'Tz2 =177.3Hz ,
3 =162.5 Hz , 7, = 108.0 Hz

TR (KkBr dik) 2460, 1550, 1365, /290, (190 , 1170,
1100, 1060 oM (238 0BUR '

52 (KBr ish) 14108, 1570w, 1380 m, 1285 m ,
(190.0m , L165m, QS , 980 i’ m

ES (%Mw) 273.0 (€= 14000), 349 sh (3340),
364 (4210), 785h (29.40), 634 mam (61D), R2-2

( (H3CN) 2798 (€=13900), 352sh (35uo),

365 (4390), 388 sh ( 2050), 63U mm (631D,

b, 7--t-THL-5-x 3270 >F [PIFAET> (&)
o NxrA4E (28)

8% NMR 72700 $2—7"t HIBI X FL Izl —78°¢ 14
P4, BN 7ILAO WEES 1B ez . LIFH IR ¥ T3 BB Rz
CTérTze 2T -30°¢ T 'H NMR RA7RIL o SBNR & 45775120
SRR St koA LT ARAnE Bk Tt ek |, SRR, FokRlR TlT
= 703k BB LT 'H NMR AT FIL 12 £2T 8 o 1BIR & AEER LTz

'"H NMR (¢F3CO00H-CD®2z , —=30°¢) Lk (s, (s-£-Buw),

164 (s, Ce-t-Bu), 3.87 (d, T=2.5 Hz ,He), 4ol
(s, OMe), 6.24 (d, T=25 Hz, He), &78 (4,
T=90Hz, Hs), Quy (d,T=Qo0 Hz Hz ).

4,7->-4- 7"+1L— - ApFoo70~y9(b] $4E°7> (B

FKEA

8 112mg (0,404 mmel) o B THF 20md BHE BHZN

~

T -850 [cREPL, 1.5 N n- Buli onFH>EHk 0.55mL
(0.83mmel) ¢ FAFTILHHLT —70°C Ft 5K o~ LG L=V €0

90



BACIF [FEAL 3RS ORIED Too —80 °¢ F1 BEY LTE 05 154 A
3% L= 4%, Bk (D BE 99.75% ) 2.0mL & BT LT 1B TR B Us,
SNEBZFN NHa K (=3t . BB ¢ /0Bl 7 A74n NHalL & 827
BB T ETHL KR L1=e FREFABLT L5% BRKTILET T 782
FTEERL, lDé‘rm? DRHER nFERRT By L ([EURZF 93 %),
¥ (M/2) 297 (M*), 262, 206
'‘H NMR* (4~ CD3COCD3s) 142 (QH, s, (q-4- Buw),
.52 (QH, s, C4-£-Bu), 3.89 (3H, s, OMe), 6.46
(1H, s,He), 7.2 (IH, brs, Hs)
IR (KBr dick ) B8 ¥ lzeat BEbnirpoTz,

¥ MS, 'HNMR udhti §1F g2shnnds DitEx 9941k ,

3,6->-A- 74N ATIY9~-2, -1V -4~ A/—l 9—~/7~)L

D FTLI-N-G5ATPI-ILAE (32)

EFa*> 7L (%) 2.829 (7.37 mamek), k= THULAILHTY
VLS mh (13mmel) v AILEF BE X5IL ZOMZE BAIGAC AFLY
S0ml 1235l FERAFTF -/5°¢ 12847120 iz FY)71LAv
HEESE 1.0ml & B TFI2r FHRE t5ot1ze —15 9B -3°% T HH
PA M REI BRBERE HBorh HBE . BB A K
LTze Tniz kAT 15 A fie et Banry S0ml
SRt REFuEEK somd € BT LT ARB L HBELT-. KB T
T-FL Fahit ABL bt . B E8Kk iR tEkT
/;E v GWEUER  BRERMLT 1S% TILs T vav - rBEL

o LHERDD 390mg 0 K& FEEH iEf LT (UF 19 %), T
z.zzg n 3t FRGE I L LUBT (R 6b) 0 3213, REA
P FET I | Skt X)L vh BAER LT CRa R 1= AvTze 7k
I izF To1e ARy v BAESR (2 BT BB FEIKes B 1z,

mp 56,9 ~ §7,3 °¢

MS (M/z) usi(MY) , 368
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" Anal Found - ¢, 68.49; H,10.433 S, 13,8
~ Called fom C26Hae 02522 C, 68,665 H, 10.19; S, w10
'H NMR (CQas) 127, 1.18 (181, &s, 2 t-Bu), 1,37 (24,
s,S-4-Bu), 3.25 (6H, s, 2 0Me), 5,02 (IH, d, T=
(LoHz, He), 519 (H,d, T=70Hz, H), 572, 573
(zH, Zd, J="70, 1.0 Hz, Hz Has).
IR (KBr dish) 2175w (¢=C) 1630 m, 1603 i, w(c=t)

U 7= - A-TH-5- X - THLGFT 778N [b] $re°5>(33)
GG -l AT (32) 0.51% Cllmmel) & F b3 Bk X411~
Badie 25l (135 YA ) 60l 12 3F0L FLIVFRIATR
BLT. MI7ILAD B 2.504L % 309 o TT JMTFI2L R 1T E
ST By aT-e D¢ T ZBERIEFETRL. LE 12 FRB LFY . Iz
Fo23c | M A cerr  BHRBE LT o Bo KR LT, &AN
S 30wl T BREAS | D AR EEK S TATLT ARt TRE
o KB ET-FILT kLT ARBrpbe . ALMBRAC AEFa
ARIBKT 5L TIRASRE B U120 FXE e 1.5 B TILST
77azk GrL 163 mg @ FFBIDIH) YLT 32 27 G T (HRF W)
3312 At fEfibL. S0t I-F-xTF)-IL v BfERR LT
REBAFELHL LT,
mp 757 ~47.5 °C
MS (M/z) 334 (M*), 278
Anal TFound - ¢, 7455 H, 2035 S, 1919
Caled for (aoHoSz: C, 711.79; H, 904 5 S, 1917
HNMR %2-2 , 8 2-4
BC NMR (CP®s) 284 (¢, Cyp C(CH3)), 30.9 (§,SC(cH)s),
32.6 (§, CaC(CHa)s), 32.3 (5, CqC(tH)), 387 (S,
CeC(CH3)3), 48,1 (S, SC(CH3)s), 1065 (5, Cut), 1184
(d,C3 )*, 122.0 (s, Cs), 126.2 (d, Cz)*/ 131,17

¥ ‘}%,&,n;‘se?zoabe olecoupebing 2FY B orate .
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(z¢*, s, Hy, Hy), w28 (d, ¢e)™ /567 (5,C4) ;
'J2= (826 Hz 'J3=163.1 Hz, 1, = (63.1 Hz
IR (kBr dick ) 2960, 1561, 1364, 1313, 1215, 115D, 1099,
952, 77/ cm” ’
ES (cgd&ﬂuxm) 23,4 ( €=]3400), 206.4 (6400,
362 (4110), §92mam (10%0) ; 18 3-2
(CHs CN) 2417 (E=I3500), 245, ([6000), 362

(43200, 585 nam (11G0)

X (3.9 STrF B 7ol PYerF i31.9 £ 132.2 0 2F 127005,
YF 158 1% aeloctive oocoupling (=51) FEDHT-

4,7- 4~ 7HIL- 2- AAF T 27BA Y (BT FALT Y GE)

TLGAL- FATEY L (32) |\ 40§ (3.08 mmsl) = AL b3 k%
$IL - &'?-7]<751.de—’)—},> (l:10 VA ) Liomd 1= Bl ERZRT
—I5°C [28%PLT. P LA HrE 250 EIRIT LR, —15%
1005 , 0°C T 3.5 BFR I LR 4. BA ATy Soml THFE
L. kR RBAREH A j00ml T (0°¢ IXF T Tt AR s GHET,
KBy T- FIL T gk LT BHERE L obt, ATia B Al BrE
kv 2EF LT B L, SREEMLT LS% BKR TILIT T
7Ok LE. AFToT BELEFRBATET, BE LT 40
RELT. B 2200mg (RF 20%) | FEBHER LL7 320" /260y
(IREe 1.6% ) IFHRT 0 20% ~30% Ny £y — AFT 255K
T3 vy 0w9y o 320 EHRTINT . ((E4RE BRLE URE
1% 33 4¢33%, ot 2.3%) 34T T-Fi-X7)-L b A
Fa LT FLEBEHLE E F =,

[32.6 ~ (33,§°¢C

MS (M/<) 276 (MY, 261, 248

'H NMR %2-3 ,T82-5

IR (KBr diek) 2960, 1585, 1498, 340, /228, 1077, 300,
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1753 em ™!

ES ((yclshorane) 234.3 (€=15500) , 2717.2 (9380)
37y (1u70), $25 man (11009)

£, 7= = k= THIL=-5- £~ TFLFF>7AN T (b FFET
v(33) ¢ 4, -S-k-THL- 2- A3 7a,2 9 L] FAE
T (38) o N4 A AFE (35 & 38) _

Qo ks L EIFR e F)7LA 0 BEBE - 70 246 LT 3 D ED” 389
EEIRGLL BT (BB) TEAEL. 'H NMR ZA°7 FILE SRR LT=o
A oo L7 ETIBLE. TLC ¢ 'H NMR Zr°7 L (2557 3%,
35 n 1BUz * FEEE LT=0

'H NMR 3% %2-2, ®Hz-4&
35 %k 2-3, ¥ 2-5

4,5~ k= T~ 5= A~ 7T 70~ [b] F4E%7> (32
- EKE

32 124 mg ( 0.372mmmel ) » Bk THF 200l 3BHe 12 BF AAT
~q0°C T )5 N m- Buli o AF4 > 3BH 0.50mL (0.7¢ mmol) E
SETUE o —95°¢ 0 - 760¢ v 5 B TEHTHE . bT ol KRBT
e FEEL vri. e D0 20m0F FBTLT ER= bLL, BLAL
NH4 O K 1= 317 BAER t hyisk L7, 4248 NHa(L K . AZFa R TBK
AR EERE L. RIEBREo R, 5% BR TILIT T ot
L. 119mg 0 RFBoAESE [HUR U= (EUzE 95%).

‘H NMR (¢a- CD3C0CD3) LID (QH, s, S-12-Bu), 1.49 (9H,

s, Cg-4-Bu), .12 (9H, 5, C4- £-Bu), 744 (IH, s omdd,

T=9.0Ha, Hs), 1,56 (1H, S, He), 773 (0.6H, d, T=9.0Hz,
Ho)*

% Heo @AZBRETD DIt 17 40%

94



SAFIL ERGES T gL (49)

3-RFIL- 2-NLTFY = A= ATl D SAFILT G-IV (32) 3, 00%
(214 mmel) & Bk THE SOml 3B CELAT —60°¢ T 15N
2= Buli o "FH SEAR 15.0ml (22 mmel) E5HTLI=0 | 5T
PHT —20°¢ IS RA L, B ~560¢ 1= REPIE AL FACIL

kv (38) 3.403 (21,5 mmol) g §d< THF Somd 3% & FHTFU=.

IS BERE v -20°¢ 3 BET L 1745 . K 50ml | RuT /f¥4u
NHe A< €50 F LT A% € /r il Lt o KRBt 1- 7Lt 3mh L7
BRRR « font | BBAU NHa &, AEARIEK T FEH1% . LI
LT SRR RMB UL o T5,0 04000 [ 5% Bk Tii T (2009) T w2l
ITRE (AFYS ~ AN ~ T o) Lo ANR9€y ~ 0% I-7iL- A= T
P 777733 B) ZFEATH LT 4,863 o0 40 ov* 48odnt= (IRE: 6% ) .
MS (M/2) 298 (M), 283, 267, 28], aul, 223, 209
'‘HNMR (cocs) 136 (QH, s, S-1-Bu), 1.60 (3H, s, CsMe),
.92 (3H,d, JT= 15 Hz, C3Me), 3.4 (IH, brs, OH)¥ 334
(6H, S, 2 OMe), $.13 (IH, d, T=7.0Hz, H,), $.72 ( IH, dg,
J=70, .5 Ho, Hz), 591 (1H,d, T=150Hz, Hy) ,
670 (1H. d, J= 15,0 H. , Hs)
IR (neat) 3420 brm (OH), 630, 140b o  w (C=C)

X D0 x4 125% 27 F1Lo BE ¢ B vart=,

3.6 SAFLFTY = 2,6—- VL~ U~Ao=[,8=-IT-IL D TEY -l
ASHFATHE Z-IL 4B (U])

EFOFS TR I-1L4E (42) 2.389 (7.9T mmel ) O TLFF BHE XS IL
S5oml ZETRE EH T AEIL. —15°C 1= 125, FIInAu@Eds |.omd EF
TI3L FHEB eiit-0 —j50e T SOTPETETE T3 £ PR, etF, 2
NE B~y oml T BEEAE KEBLIERK DL T SEHTFLT
::—/M.I"E)Z-L IR t/mdg Ltz KB EI-FILT fhk LT HA%R

LEhe | AL B e 57 SEw | Th 1z BIR/EIEK T, T IR L

S5
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BERT a1k 1.5 % Sk TLIT (100g) T Ta 2k (AFH )
LT . 2.099 o HFB AT vit H o {Font: (4zZ 889 ),
Ms (M/2) 312 (M*), 223
'H NMR (cpts) 4z (9H, o, S-£-Bu), [.95, /.97 (6H,%d,
J=15H2, 2 CMe), 3.3b (QH, s, 3 0Me) ,&/z (iH, d,J=
78 He, Hy), 658 (CIH, d, T= 9§ Hz He), £.94 (dg, T=
7.5,1.5 We, Ha), 6,95 (dg, T= 95,15 Hz,Ha) Mk 24,
IR (neat) 2830 m (-0Me) , 2190 w ((=C), n30 , (077,
10bos (C(-0), 790 8 (C-S8), 765 em™, m (-C-8)

§-2- FThnFA-4,6- SAFLFIB A>T [b] £°7 (42D
TG - AYFATEI-IL (&) [40mg (0.4t mmel) o ALF+ B%
LI~ @K IBACLAFL> (153 viv) jooml & BT A%PL. BRI
F FNILADEEEE |l $nb%. #9307 BATEHFE AR 1=0 RjTR
hF i §k oo BEE B = 15, =X =52 JHI % ko APAUBE XK £
X, 2R5BE L=, APFEEK e 2L FlE (teh T TT T )
B (AF> ~ SUIBAELFL ~ AT H) L, 33mg 0 BEFEFESR
YAT 423 4B (IRE 30ve), I-FiL - Ag)-1L ob BESE LT PEH e

RALE t BE.

»p 0.6 ~ &l b°¢

MS (M/z) 234 (M*) |, (4§

Anal Found : ¢, ulhl s H, 795 5S, 13.88

Caled for CwHis0S: C, 70755 H, 7745 S, 13,68

‘HNMR ~ % 2-4

% NMR ((DE3) 1593 (4, CeCHa), 8.44( g, CalHs), 3036
(4, SC(CHs)s), 48,03 ( s, SC(CH3)3), 96.5(d,Cq7), 785
(s, Co), 109.9 (d, C3), 1284 (S, Cs), 144.9(s.Ca),
.2 (d,C2), 7503 (s, Cp'), 1527 (S, Ce); 'T2=1985.
Ts =166 6 'Tp=170.7 :

IR (KBr dick) 2990s , /825w, 1635s, |§75s , [4b0 m,

/340 s, 12608, 206 0m, [170s, (08D cm” , om .
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Eé (%c@oﬂmw) 23/ sh (E=10800) , 264 ( /¢3ook), 27%sh (8300),
329 (9700) , 468 o (610) ;3 [H3-3

E-b= 7HUFA =4, b- KXFILS7aN T DI E°F2 (42) n 15 A >
AFE (43)

42 0 TBACAFLY B A 12 {658 T s HIL A BETBT TOL 3 L
T2ob BB =B Bl LTz YPhpizdn 42 ov [B4Z 3th3 zbiz TLC
(2F-1 FE P A= 0

H NMR ;iz—é«-

3.6 SAFNKIT =2, b-3T = G4-AL= 1.8~ 27—l p TEF —IL—5F
T2 - 4% (4%)

EFaFs 7e7-1L (42) 2,28 9 (754 mmel) é-BuéH 1.770 ol
(.G mmel ) & FILFF TR L4511 —

-
-

BAIBIAFTLY (1210 v/v) ol
oL, FEART - 70°C 1z AEPL, P70 A0 BEGE 1040 58T
3k, FEEE viiol=0  —70°C T | BEPATETEAE . S BT PH o e 15T
FoaRr e FB L, kAP EE KR boml TETFL. ~NLE S Dl E
puztze HFEB s DBEL. kBt 1-F7LT JhLt FHEB L Bhit
RIATEGA, RIGuBIEAK 031 Tk Liz o SRERIELL 1590 B K
FiLdF (1203) T 782 (AFY > ~ §50YPo A€~ AFye) Uzo
AT BREISBY 3Tmgs BEFE B LI 20N T (0] €5
> (42) 2% 3T7mg (URZ: 2.1 ) , AFts ~ 20% NS =AFTY R E™,

0.959 o FHFREIHDINTD LT TR -IL - FATRI-ALIF (44) D7 Y50 hTe
(ngl: 3¢ 79) °

MS(M/z) 370 (M7), 339, 313, 28]
HNMR (b3) [yo(I18H, S, 2 S-£-Bw), /.91 (3H,d,

J=0LSHz, CH3), 1.97 (3H, d, IJ=|.SHz , tH3), 3,36 (6H,
S,2 0Me), &0l (IH,d, T=1l.o0Hz,H8), &, 14 (IH, d, T=

7§ Hz, Hi),§.73(dg , T= 76, 1§ Hz , Ha) , §.75 (dg, T =
/1.0, 1,5 H=, Hy), XXE 2H.

IR (neat) 2190w (C=C), jbuo e, w (C%C)
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T 7L - FATeT-IL (44) 0 FEAL ARt

BRAHAET TeI-IL - FFT7LT /L () 0.863 0 FILIHBE XFL 7.Sd
v BKIBAE XFLY TSl o ide 5 BT AEPL —15°¢ =4k Tz, FI7IL
oo BEhR 3.0mL 3 MTI3E BB LI 120 TLC k2 Ebr Ffta 5%
LAk, LBREEs Ao KR RpHONIF 05T o —I5°%¢ T 30738
TEo 1% kA G/ EEKE FHTL Nt 022 AR ¢ DBE (=0
kRt 1-Fue fahl. AR Bkt ATRE G AZRIKIEK ST
PIRELGELTe REEME LT T TBEERRAATE (157 8K TILET
309 , AFTr ~ ') O R b 1m0 ) T ARG 0 TRR TS ERTY
(7476 45 Hntivs1-,

L= 751L- X4l ePn#s 727-1 iF (¢8)

-7 T2A> Tl SARGLTEI-L (L) £503 (30, 20mmet ) BK

THE [ooml SEE BERART —60°C 1= B%PL . 1.5 N Buli o A4 33
H 20,20k (30mmel) T 1847 T LE EEE), 1553 orie 257
G BETLRIe ik (HMR), BE —t0°¢ 3o BEPLT X451 44
2l k> (32) 3.429 (21,6 mmet) @ Bk THF Boml #iE T MFLE,
18P (0% 3o B3R L. K, 20t BZ40 NHet THFLZ BBt
Pt AR L 5B LT, kBT I-7uT bl AR L Aht B2
Ao BV KT .2 Bl Ul=o BMRIE 5% BK71LET (3003) T 7u b
LB (AT ~ A~ I-FIL-AES) L, AR~ % T-FiL -
A n TEnhE EFpFs 7rI-niF (¥8) ¢ 6.8u3 o0 FR I
Lie %t (1% 939.).

MS (M/2) 340 (M*)

H NMR (Cctle) [02 (QH, s, 2-Bu), .37 (qH, S, S-t-Bu),
.57 (3H,S, Me), 3.28 (7H, s, 2 OMe, OH ¥, §.1¢ CIn, o,
J=65H: H.), 668 (IH, &, T= 65 Hz , Ha), §87(1H, d,
J=tboH,  Ho), 6,69 (IH, &, T=15.0Hz , Hs).

¥ Do %k 15) BEERLE
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IR (neat) 3400 s (OH), 1627 m, 160% e, w (C=C)

B-L -G —b- A5 AVY~2.=VT - 4 - LB - 7L TRY-IL -
NI GATEF-LAF (W)
u"a#-‘/ 727l (48) 2.209 ( 6.46 mmol) ) TILLF BB ol SBH
t BRAAT EH ¢ AIPL., Ly7AD TEBE 1.0.LE SHPA AT LT (4
B, 2PFPRIEH L=0 BR A2 Dl tonx. ALSEE K 100 ml E
Hrrve BB T BEL, Bt I-TiT Hb Lt AXAE L bt Rtk
<. BPaRIEK T JE57 18 Bkl L o FREMMELT 5% Bd 7T
(1503 ) 2 982 L (ARY >~ BOY% N -AFHY) . (D%~ 80 AU~
AF s BB ob 2.0¢9 o XEB At iz W 45 (4B 899.),
M8 (M/2) 3%¢ (M*) 339, 323, 297, 265
H NMR ((Ua) |04 (9H, S, £-Bu), .33 (QH,S, S-t-Bu),
.99(3H, d, J= l.oHz ,Me), 3.30 ,3,32 (9H,%s, 3 OMe),
5.6 (W0, d, J= T.0H, H, ), 5.60 (d, J=10.0H., He), 5.0
¢dg , J=10.0 , 1.0 Hz, He) , §.73(d, T=70Hz , HaJue3H,
IR (neat) 2080w (C=C), (625 em™ , br w (C=2).

3-A=7G0-b- AFILAT7Y=2. b= YT -4—f -, 8 -3T-IL D A TR
7-L 4% (52)

EEFRT €PoF2727-L 8 2.02m9 (.93 mmel) £ E-THL07%>
1 70l (1. Qommel) o FiLb FAZAFIL = BIcHBAELFLE (12 10V ) §Eank
EAM = —40°¢ 1= RILADTETE lomd ¢ 5Bl BT LE (BFFER).
1.5 BEPE vrie —15%¢ 1= SBRA T LI, —15°¢ 305 HHLEIR (BERB),
Bkt 30ml 2 BER LT A REEKEHTL BB te iz A0kt
GRbLEe kBt I-sLT TR L BB LB bt APwER K, Bi4R
RABK 722 BElE LT=0 R 157 Bk TLiT (2009 ) 2+
naz FLT (AFt ~ §0%0 A>T ~AFTT) 150~ §DYo ASTE>— AT
>0 TBEBE Y Bk it (1503)2 B L (AT ~ 0% AT
AFH= ), (0% ~20% N> -AFY> DG5E L 0429 0 B EEpY
BFont: . 2z~ i 729 oo S7nACLy Szs E5EHE(E) L TR
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(42 F17) 20% A~ 50% N8 - AT B DE b o.s?gwﬁ%%@x”
KL 7+9-IL- 5ATE G- 4G (2) & 45 1= (Y2 F 2390 )0 §013 79-1-
e f3Falt Litro SNE 0% I-FI- X9 )-1L T BEELT BE I 45k,
5\9; mp &,3 ~ &1.6%¢ )
MS (M/z2) 41z (MY, 381, 38%, 323 .
Anal Feund : C, 67.01 5 H,9.63 58, 15,64
Caled for C23Ha00252: C, 66.9¢ 5 H, 9.77 ; S, 15.5¢
'HNMR (cbcs) [1® (9H, s, t-Bu) , |.39 (18H,5, 2 S~
£-Bu), 195 (3H, d, J=1.5H:, Me), 335 (4H, S, 2 OHe),
§.0l (IH,d, J=1l.oH2 He), $.21 (1R, d, T=1% He,
H.), §.72 (I1H,dg, T=1.0 , LS Hz, Ha), 5,96 (IH,
d, J= 15 Hz, Ha)
IR (KkBr olisk) 1427w , 1614 em?,w (c=0)
52 BESHATE omp 78,4 ~ w.s‘c*
MS (M/z) 412 (MY, 381, 35%
WP PERE 412 .2484 */ &m mace Ca3 Hao 0252
'H NMR (CD3COCDs) A22(QaH,S,t-Bu), 1.27 (qH,s,1Bu)
139(qH, s, £-Bu) , 2,22 (‘?H, s,Me), 3.5(3H,s, OMe)
325 (3H,8, OHe), 3.45(2H,s,CH), 4.6l (IH, d,T=
8.0Hz, CH(OMe)z), 5§82 (IH,d , J= 8,0 Hz , =CH).
IR (KBr disk) 1t80 w (CHOY* | (640 cn, w (C=0)

¥ 82 ¢ vokSER (< AT TL 8% E TUFE4F LiFd, TILF"
eFido '‘H NMR (CDU3) 1320 €S ¢ .20 (18H. S, 2 1-Bu), 139
(AH, s, £-Bu ), 2.4b (2H, s, (H2). 6.28 (IH -d, J= &.0Hz,=CH),
944 (IH, d, J=8.0Hz=, CHOD).

AiL-k - THL EFbF - 7H29-1L 1% (§])
BRART 3-XF1L- 2-~°2 50 4= 42T-1L @ XL TR -1 () ik
THF r00ml 3% & -60°C 1= 252PL . 1S N Buli 0 A% 452 16,04l
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(zll-m;ol) t 15T SETF L= (TERE). 26FPv1Te —26°c 3252
L LR T4k, But—60°C iz AEPL. FAL= Ty (B 4353 (2.7
mmel) & BA< THF Jooml 33174 200 7+ T Ueo 2.5 BEPR otz —I5%
Frv ez 3Bt LRI 12, Kk ol 30T B74n NHall ¢ 50l T35
Fre B2 ', ABRBE SR Llzo HBE1-F1-Fohr AR L
B, BEBIE KT 2 Bl U= SEBHELL 15% Bk 7iLsT
(2003) T 7072+ PBE (AT o AR ~T- FL-AZBL) L. $0Y6 AL
V- AFTL ~3:o«y., - F- ALty 0 H&ivh tloF>-7e7-1LZ (8D
t 6.873 0 EE AL Lt B (423 93%),
MS (m/z) 340 (M), 309, 283, 252
'H NMR ((D®3) now (9H, s, - Bu), 137 (9H,8,S-4-Bu),
9% (3H,d, T= .5 Hz , Me), 2.¢3 (IH, brs, OH)¥*, 3,30
GH,S, 2 OMe), §.10(IH,d, T=T7.0Hz ,H:), £.68 (IH,
ds, J= 170, L.5H: ) Haz) , «92(IH, d,T=150Hz, H1),
£,64 (IH, d, J=15.0 Hz , Hs ).
IR (neat) 3430 brm (OH) , 1638w, 1602w, 159 e’ w
(C=c¢)

¥ D,0 T =& e

b-t - 74 = 3-A4NA>G - 2,6 -T -4 -4 -, 8- V7L & THY-IL-
ASTATELI-IL 4% (52)

BRAMT €FoF2T2I-IL (50) 2219 ( 3.55 mmel) O AL bR A 710
tomd FEAeE BT BEPL —15°Ci1= #kY. 7L Ao WFER /.Sml t
BT GXERZ). -15°c LSBERATEN 0 4% , Bk Aty Soml
tREL KD BIANEGK 1ooml Tt TiB1mL L0 AR ES
SR, 7I</§ $ I-FiL DA EB ANt | RifnERac, R4 BABRKT
Mot BHECE o REASE LT 1.5% Bk TIL3T (2009) T 70+ bl
(NFH>~ P RA2) I s AFTY A5G N E - AFY o BN O 6-2-
FHL-5- ke THILGF - - XFILLIBA LY Db E°F2 (81D 9" Fbamg
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SFIE BlE ¢ L2 (”7%" L§9e) , 1090 N>t =~ AR ~ TS o HE S
TEYL- ATTATRI - AF (R) v 25290 BFBoHILT Ll Foh
= (4% 836 Do Sl 7-9 13 43 . 5213 >RaXY),
MS (M/z) 354 (HM*) , 323, 297, 26§ ‘
'H NMR (CDW3) (.17 (9H, S, £-Bu) , /.4l (9H, s, S-£-Bu),
2.00 (3H, &, T=1.5Hz Me ), 3.40 (9H, s, 3 OMe), &.20
CH, o, J= %.5Hz ,H,), 5§69 (IH,d, T=95 Hz, He),
$.73C dg, J= 7.5, 15 HE, H:), .49 (d. T~ 9.5 He, Hy)
KE 2H.
IR (neat) 2180w (C=2C), /636 w, 1613 en’!, w (c=0).

b=k -4 -3-XFNANY -2, -1 -b-4>-1,8 -7 Lo
TE9-L- FATE7-L 1% (53)
EFBFSTE - (8L) 1303 (3.82mmel) k 1-7%LRL17° 7>
1309 (1.4mmol) & FILFH BH X5 — B HBAELSLE (1110 v/ )
b5l (=3Bl , BRAMAT —60°c = AT HILAD WEFR |oml t
SATFLE( e T8 )0 hé BB —15°C 3 BE L ' (BEHRE ) BX
AR 30ml THFRUE 4% KALTAERK T v A& S HRELE,
HBt I-5LT Fhk Lt AAhE v Aht BPATER K, APARITRK T TR
1§70 ZA TIL 3T (1503 ) T 70 (AFT> ~ SO AL - AT ) L,
20% ~ §0% NSO -AFHL D AE vh 0,769 0 GHRE Ay LLT 72
GL- 5AT7CT 1L AF (§3) v ot (1% 28 o) o
MS (MN/z2) iz (n*), 381, 355, 323
'H NMR (CDU3) 1.16 (9H, s, t- Bu) , 1.38 (i8H. S. Z S-4-Bw),
.99 (3H, d, J=1.5H=z, HNe), 3.33 (6H, s, 2 0HMe), .05 (IH,
d, J=1w.5Hz ,H3), S.5CIH, o, FT=7.5Hz_ H,), §.70
(dz y J=7.5,15Hz ,H2),5,76 (o, J=10$ Hz , Hn JIE 2H.
IR (neat) 2180 w ( (=C), /649 w , 1633 wa\,w (C=0).
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L-t-THIL- - 2L -5 - XbFi7aA T CY] $ALT> (5%)

FI7ILAD BEBR 2.5ml o0 Bk IBAAFLY SOl 5B E RENTHA
EPL. BEAART . At ATLIL 0578 (1.bmmel ) 0 TILIF TR A5
no1omd JEAR t o5 BT BT I BERYEB B ML Toc 205K
FETE e . BEAD BB K 100snl ST LTF0H BESR 12370 . NO 25
T o0 A% AR« HRE Lo KBt 1-FLTTRRL. BLREEL P2
fn VB 2 7EN TR LT REARME LE o 157 2K TiLyT (593) 2
nORb (AFT)L 103mg 0 HE @F %t HE(RF 27%), T-FiIL-
A77-1L »5 Bibka Lz SFHR ARIKSB & 15 1=

mp 6.7 ~ 69.3°C

MS (M/z) 23¢ (MY, 219

%/ﬁﬁ;ﬁE 234, (08§ 0,bmmase CiaHip 08

'H NMR ((®a~-CD3C0OCP3) [0 (AH, 8, L-Bu), 2.22(3H,
s, Me), 3.86 (3H,s, oMe), 6.32 (IH, S, Hg), 7.07 (I,
d, J=10,0Hz, Hs), 750 (|H, o, J=(0.0Hz, Hz2).

B¢ NMR (Cbtls) /3.2 (¢ ,Cq(H3s), 31,2 (3, C(LHs)3), 37.3 (s,
C(CH3), 871 (g. 0CHs) , 109.0 (s, Cu’), no.o(d, (o),
04,8 ( 8,C1), 6,4 (d,C), n9.3(s.,Ce), 128,24,
Cz), 1¢5,6(s, Cs), 155,2( s,Ce) s 'B=177.0Hz , 3=

1617 He, 'Jo= 1b3.0 Hsz, |

IR (KBr disk) 2950 , 1570 ,/szol, tqu2 , 1280 , 23] ,1195,
{100, (063, 818 , 9b2 ,.690 , §83 em L,

ES C L?MWM) 268, 3 ( €= Ig200) , 35|, Tsh (3600),

363,0 (4200), 375,85 sh (2950) , 633 (62¢) , 670 nm ,
sh (589) ; E3-]

Y-t-3%-5-t- 7FILFH - b~ A5 70~ Y [bI £ (55)
SLEMT TET - AIFATCT AL ({U2) 0.603 (1 Mwmmel) 2 HLIE"
B - Bk IBA AL (12) V/v) somd 55l E —$0°C 1= BEpL, Pt
A0 BEBR 10wl ¢ $9PAT T GKERE). 1 B5RI 12 O°¢ 320 78R
gL' 0°C T |BF PR UR (FETR), RV ALY (7 QT4 EEK (ooml
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EHTLE . AT 20ml § Toiz BB trl. HRLE ¢ 4 BE L.
ARt -0 FRL ATLE - She APIERAK 7 28 , 40l E K
T3%.7 BLIELE o SFE 4B LT L5 BKTILsT (50%) T o= L ( Ade
S0% AL - A )L, AFYL T SE RT3 HB b 2.20m9 & PER 20 BiF
LLz SpASg Th] £°55 (55) € 45 (RF 0.59),
(30’/0 A0 AU -AFHY N T F5Tard *}%%‘-’E’J%& I?mgmﬁéag#f\
¥DS 4F 0. 452 FHBAEL, —FPE 27029 I3 (%) 1= BiE L.
52 1-51-X9)-LT BEEE Lt SEFRELHOR E 45 1=,
mp  J2.b~ 75, 2°C
MS (M/z) =276 (M*D , 219, 187
LA PERE 2761683 35 momoga CigHua 08
'HNMR (CD2(02) [s2( 9H, 3, S-1-Bu), Lb% (9H, S, S-1-B
2,54 (3H,s, Me), 6.9 (IH,S.Hyg), 6.82 (IH, d, J=55
Hz, Hs) 7.66 (IH, d, T= §5Hz H2).
IR (KkBr dick) 2985, 1608, 1570, 1330, 78%, 4D on™!

H—t= 75— g-A5iIL- X FFI290A°>F (BT FAL°72 (56)
BHAMT FI7LADBEEE 2.5ml ¥ BITBAE A 5L S0mml 03550 T
EF)e AEPL, —15°¢ 12 4B TLI-IL- ASFATE J-IL(52) D.563
(168 mamol) o ALEFBHAPL Ol JEHES 1577 P T St LT (PEF2D,
—15°C = 55 PATHTE 0 5\ AARIHTEBK 100 ml ST LT S0 Hhh L
BlRk s 1RRAIES 457551 . 1SS AR TILIT (T08) T 783k (AFY>)
LT (Blwmg 0 RFEEDIF LLT 270G IB]1 5AE°T: (D245
(2 49% , §T 1 Img X F)e I-FAT)-1L T B bk L2 SRR
BEBﬂ\",’(gfad'\T:o
MS (M/2) 234 (H*) , 21%
Anal Found : C,7.665 H, 7.72; S, 13,55,
Caled Jor CuHs0S: ¢, 71,755 H, 1.7¢ 5 S, 13. 68.
'H NMR (CD3COCD3s - CRa) (.38 (9H, S, t-Bu), 2.64(3H,S,
Me ), 3.81 (3H,s, OMe), 6.23 (IH, s. He), 6.61 (IH,
o, J=9.0Hz ,H3), 732 (IH,d, J=9.0Hz, H=).
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BC NMR (bW 210 (9,C4LHs), 29.9 (8, C(CHs)s), 33,1
(s.C(tHs)3), §7.3 (g, OCH3), r02.7(s, Ca’), /08,9
(d,Ce), 20,0 (d, C3), /21,9 (s.C7), 128.6(d, C2)

7296 (8, Cr), 142.0 (s, Cs), 128.3 (S, (&) 51T, =
/76.4 He, 93=164,2Hz, Ye=/b3.0Hz- :

IR (kBr dick) 3050, 2470, 2950, 2925, 2900, 2865,
2820, (1846, 1bi¥, 1556, 1173, Soo, TuS cm.

ES (¢deherane) 228,6 sh (€= (2000, 270, | sh (/2400)
282.8 ([3300), 3¢b, 4 sh (2930), 353.0 (3140) , 3675
(2380), §99 mom (620); B 3-],

6-t = THL -5-%- THNG A -4 - AFuiyaAryg LbD 25> (5D)
FRAMT TL9-1L- AL GA 7RI §2) 0,553 (/.55 mmsl Jor HLHE'
R AGIL - BRIEAEXFLE (1] v ) SOmd 5559 T - 60°C 124 %7L.
F)7nTo @@ foml BREU GEEE Do 4oz 0°C 22 5BRT LR
I (EHREB), o°c w3045 ML (FMB)o KALAERK D
TRTh A ot ATRBLREL. KRt 1-FLT ALY
BB Aht. A2 %k, A24uR B K v 2 LML o L5
AR TILIT (104 ) T 702k (AFT) LT, STo A>T b] €952 150D
oY Tmy SEFERUE L LT BT (TR e 2T 59 lmg 2
S7paeY b1 FAE° 52 (58) p° SFHE 0 B4F et Btz (425
0.3%)o §1% I-Fil-49)-1IL T Bits LT FFEARIEB 1B T-0
 mp 70,9~ 73.]°¢
MS (M/z> 219 (M*), 203, 1&6
Anal Found : ¢, 7263 5 H, 8T 5 S, 1148
Caled Jor CnHa0S : C,73.86 5 H, 8.76 5 S, 11.6D.
'H NMR  ((p-tz) /20 (9H,s, S-t-Bu), Lug (4H, s,
1-Bu), 2.9% (3H, s, Me), b.20 (IH, d, J=5.,0Hz Hs),
6.23 (IH, S,Ho), 7.69 (H, d, J=5,0Hz ,Hz2)-
°C NMR (PUs) 9.2 (g, GCH3), 313 (g, SC(CHs)),
32.7 ( %, CeC(CH3)5), 35,9 (3, Ccll(Hs)s), 474 (s,
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SC(CHs)s), 96.2 (d,Cr), 9.8 (5, Cw), 110.2 (&, C3), 1304
(S, Cs), 1w2.5 (s, Cqa), 144,2(d ,C2), 1#9.5(8,C2) 1635
(s5,C6); 2= 197.8 He , 'T3=164.8 He , Tn= 169.3 He,

IR (KBr disk) 3100, 3000, 2670, 2455, 2925, 2900, 2870,
1225, 1bw, 1578, (317,476 cm ™.

ES (C?MMWL) 234,pch (E=10boo) , 268,6 (/2500) 3274
( jok00) , 476, 6nm (701) 5 183-3, '

Ly - A7 g-11E (50) 0 Tt agiot

FATLI-I 52 270m (0. 854 mamol) O Fil b3 WXL — BAIBICLS
Lo (110 vv) 27.5ml ¥3578 T 'BEAMF —140¢ 1=284PL, b)LAa
HElR 2.0ml e SHAI T BHFLUSNRR) , —I15% T 304 . 4otk o°C 2
So TEHELE (FARE) . sk AAZAEEK 1004L ¢ HTFL. At 10ml
tvoxt AR L HBHL kB T-7ut Fok LT AB& e Abe. g4
Bk, APARIEK v .7 BEME Ul SREFERELL 1590 Bk TLET
(609 )7 ML FIE (AFTZ~ 50 % Nt AFH), ATFYTIHER
43 B E 15 3.3mg 0 FFEACYY 1v Wornter”, Fedalte T Kot o
PEER G 0 FTivaTo0 20% ~30% ~ti'> —AFH T SEhF3 5d, 7h.
3bmg 0 PR Es0AT IO IO (0% T-FUL- A9 )-1L T FEBAE LT, %%
BB Bhntce 2atard. TRAAT L Iz F-2.A 3K 338 LIRE
Ttz 'H NMR 2~°7HIL, IR 227 HiL (1590, 1578 um~!) o BN EI=
T22b TBEITIR T3 IZCFTE 00Tz ) FT 4o Yo ~ 0% AL -
AT 0 HB1Y Sbmg o EAGE AP0 WEir Wlp™, e AL BAHZ
Mo I UE o o0 BRME WYz, 517, 843 (33 1ER
Y=o 'H NMR (C(R4) 1494, S, t-Bu ), 1.2¢ (9H, S. 5-1-By),
2./2 (3H, s, Me ), 3.60 (3H, s, OMe) , §,20 (IH, d, J=18 Hz,
C=cH-0Me), 6,25 (IH,d, J=1(8Hz, CH=C(H-0Me), 635 (IH,s,
k-Bu-C=CH), 6.70 (IH,s, thiophene /'uirt‘?).
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T-k- 7%~ 5-k = FHNEA-4- XS 70 AT Cb1 FFE° T (58)

BHAMT T9-1L- $A7CT- () 0.70 3 (1. Tmmel) AAILIT

B XHL — EAKIBAATL ([210 vv) §5ml SEFt B3|z B %y LIST
I1<4%t, FI)71LA0 B¥B% Loml t (05 B 1 AT LT (BEHE ). —15%

| B5REl, o°c T .5 BFPATETEL, Kk ARZFTBRK 1poml & HIF LT=0
AT Dl ¥ D0 X2 '3’351:%2“1..75%%2 HRE T <BE T-FILTIh
L2 AR L Bone | BEAEBK . APinAie Koo BMELE - SRR
FRIE. LS B TiLeT (1009) T 70 LT (AFY> ~ Sdon> 2
AT ), 328mg 0 FFFEEGF LLT 2 TB Ay (VI FAET> () »Y
Font (1R3 66% ) JME I-F1L- L7)-IL T BEES LT IFEE
ALt B,

mp  [o5.2 ~ 107. & °¢

MS (M/z) 292 (M*),6 236, 235, 22]

Anal Found : C,69.85 5 H, 8265 S, 21.18

Cadcd ﬁo't CmH24S2: C, 49. %0 ; H, &27; S, 21.93

'H NMR (CDsCOCDs) 120 (9H, s, S-t-Bu), .47 (9H, s,
X-Bu),3.18 (3H,8,Me), 7.17(1H,d , J= 9.0 Hz, Hs),
7.40 (IH,s, Ce), 8.04 (IH, d, T= 9.0Hz Hz).

PC NMR ((DW3) 224 (g, CaCHs), 29.8 (§, CrC(CHss),
3017 (4, SC(CH3)3), 32.7 (s, R (C(H3)), 464 (s,
SC(CH3)3), 108. 4 (s, Cw), 119.0 (s, Cs), 122.§& (d, (3)
127.5 (d,C2), 131.3 (s,C2), 133.5 (s, Cqy), 143,.5 (A,
Ce), ws,0 (s, Ca); Ye=/b4.2Hz 'To=177.6 e,
'73= /163.0 Hz

IR (kBr oiek) 30485, 2965, /583 1473, /362, /348,
1338, 1146, 1131, 973, Sbb, 810, 47, b5b el

ES (wyclshsrane) 224.4 (&= 17¢00), 289,64 (18900) ,
294.,7sh ( 16800) , 349.0 (42¢0), 586.§ ,um (1210);
A3-2,
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t= 7%~ AFIL2TBAST LbIFAL T HFv" £°5 o 755> 4%
(49 , 60, 61, 62,63)

SOAY [bIFAL TS P EV LT 0 BIBRIEATLE HH 1= {858 T
Fo7n Ao WEht 102, B 05 A 4E 0 S50 Ll ' H NMR R~e7HLE
SRk, ANEIE JERT AEAEBKHT. T-FLz Fohie STare>
GV FALT: H3e1F 507 EURINB ZLE TLC H3uir ‘H NMR
R~ TV 12827 PRER LEo

H NMR ( (FsCO0H- CD=2W2)

58;(0) 116 (3H, S ,E-Bu), LL65(3H, d, J= 75 Hz, He),
4ol (3H, S, 0Me) , 4.09(|H, J=2.5, 7.5 Hz, Hy), 6.20

(IH,d, J=2.5He ,He), 819 (IH, o, T=9.5Hz , H3),
937(IH, d, J= 95Hs , Hz).

60 5 (-30°¢) hLob(9H, S, S-t-Bu), 1.6b (9H, 3, 1-Bu),
2.72 (3H ,d,J=1.2Hz, Me), 4.36 (IH, d, J=1.2Hz, Hs),
70 ( IH, guintet Like , T= 1.2 Hz ,Ha), 2.70 (IH, d,J=
§1Hz, Hs) , &70( tH, d, J= 8,1 Hz , H=).

5 (-30¢) 7.6 9H, s, 1-Bu), 3.13(3H, s, Me), 3.85 (IH,
d,J=25 Hz, Ho), 399 ( 3H, S, OMe), 604 (IH, d, J=
2.5Hz, He), 848 (IH,d, J= &5 Hz Hs), 9.5/ (1H,
d, J= &% Hz, H2)

62 4 (-30°c) (ob (QH,S. S-2-Bu), 153 (9H, 83,4~ Bu),
2.79 (3H, s, Me), .82 (I1H,d, J=)0Hz Hs), 7./1& (H,
d, J= I.oH2 ,Hq), 7.68 (I1H,d, T=4,5He, H3), &80
(H, d, J= 4.5 Hz ,H2). .

83 (-30°¢) /48 (QH, s, S-£-Bu), 156 (QH,S,t-Bu),
3.07 (3H,9, Me), .84 (|H ,d, J=20Hz, Hs), 7.45
(IH, ol, J= 2.0H=, He), &30 (IH,d, TJ=9.0He, Hs),
918 (IH,d, J= q.0Hz, Hz).
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2-- FHEFAFLY STaAF T ) (68)

EFBFSLFLY 27T /2 (D) 40.25 9 (0.319mmel) b £- TSI
AND7°9> 44,0 mL (0384 mol )t N> €'s 500mL 1= 7B»L , 2-T0H-
H20 0.903 EN0Z , 94 -9- w°L-9- $4T . &R no B i1z,
BB =t (1. BZAERK T /712 S v AFoVa KT Ko 44 B
Mo HYERNETIL A5 or TR LRaT . St ATH> 1542 27,438
NGFFE2 TS B0 BRLARE 3% B 2Y17iLT 7oL
(50% N B> =ARTS A 5% T-F1L N2 €'y ), 4EbnTE Bt ASS-
AFYs ob Bfbigs LT b= 7.903 o [kt 45 (4xE 35,339, %
§6%: ) « BIB =7°1F T-FIL- AFH> 2> BB (2 45t BB
ﬂiﬂffai Hul=.

mp 58U~ 60.3°C

MS (M/2) 198 (M) , 142, 14/,

Anal  Found : C,6662 5 H, 9165 S, 16,1

(alesl ﬁn CuHi0S: C, 46.61; H, 95 ; g, (617
'H NMR ((WRa) /48 (9H,s, S-£-Bw), 168 ~ 1.7 (4H , w1, 2H,,
2Hs), 212 ~2.98 (4H m, 2H3, 2Hs), 2.36 (IH, £, 7=
2.6 Hg, =CH-8),
IR (KBr dick ) 1655 br s (¢=0), 1535 pr s (c=C),

eraofs -7E9-11-1% (12)

ERRAAT L7912 42 -0 SR41 TRI-1L (L) 386 § (21 2memsl)
A BATHF 558 & - 60°C =R %PL . .5 N Buli and 4> 3557 w0 sl
(zlmmol) T ISHPA2 T LEo 2B PE vt —20°C 27" 4R% 1 78/% t LR
It (FRFBE), BE —b0°C 1= BFPLT 2-L- T4 TRFLY STandd />
(8) 3.509 CIT.6mmsl) 2Bk THF |00l SBFALE Lo/5virz SHF LT
(BRB)., 2.5 F@otT 0°C 2 SBHE: LR I¢1=4% Kt L, ST
BEF0 NHell K EHD2THR ¢ SREL, KRS 1-F1LT T LT /e 1=Bb
€, K BAARTBKT o BV RERHE (T A5 %0 BK TILIT (2208)
T b BRI (AR ~n - AR~ E0% T-FiL-a ),
§0%0 A2t - APz ~ §0% T-Fil- NS ) BB 6,319 08B A
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DLl 12 % 451 (UR% 95 %),
MS (M/z) 38 (M%) , 323, 29/
H NMR (CDp@3) 116 (QH, s, L-Bx), .37 (9H, s, S-£-Bu),
$3~2.03 (6H, m, 3 nonallgle CHz), 2.23 ~ 2.6% (M,
m, allglec CHz) , 269 (IH, s, 0H),* 334 (6H, $,20Me.

19 (tH.d, J= 7.0 Hz, Hi) , §.9¢ (IH,d, T=7.0Hz, Hs)
6.6% (IH, S, He).

IR (KBr disk ) 3395 br m (OH) , 1626m , 1594 cu' w (c=C)

X D20 % =&Y PR U=

FTEG-IL - NSFAT7EI-IL 4F (13)

BEART €Futs -T29-1L (12) 2.028 (&3] mmeb) & AL b1 WS

L &omd ETe T BREY T — )5oC 1z83PL. Fy7ud D BEES |oml T JHT

CUko —I5°C 7 309PATRIE L2 GR&FE ), Bk sy 50l , R

R EBK SOml s ST LT ARVB t HBEL. KB 1-FieTBAL

Tld B v e, REATEEA BB IBK T -7 BLME U, S BAD

L. 15% &k IS (1308) 7 703t (AF 4> ~709% AES - AF)

L2 20% ~ S0% NEL-AFH> D DB vir 1119 o FRE HIRTD

bz B s e (435 92%).

T O MS (M/z) 394 (M), 363, 337, 305 .

'‘H NMR (CDWUs) L& (QH, S, £-Bu), .41 (aH,8,S-t-Bu),
658~ 176 (4H, m, 2 nomallylie CH2), 2.1b~2.38 (4H,
m, 2 ollgbic CH:) , 3,32 (3H, 5. OMe), 335 ( 6H, s,
20Me), $,2¢ (K, d, J= 7o Hz ,H)D), &72(1H.S,
Hs), §.04 ((H, d, J= 7.0Hz , Hz),

IR (weat) 2176 w (C2C) , 1bIS e, w (c=0).
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5- Ak3s S804 b S4e°5 thiiE (18

TG A ASFATEG AL (B) 0,639 (1.bmmsl) o T T BEATIL
BB AFLY (1:5 vv) 60ml o S5 BERANT EH e BEPL
F) LAY BEER 2.0mL S 55F8 ¢ BT LT (F5FEE ). 304 7
15 (RHBE), Bz S9ml 50T G 550 4% LA ERK
ST AR THELE. KR T 1-FnT b, AHRLIOE,
REATERA | Ak RIGA T 5. Birleik . TR BHRT o LSRR
Tt T ok (AR LT 15Smg o FRBREF T T 4G (2%
I-Fi- X2/~ L7 BFEE T Eorn, 1 3FER RRICSa LLE.

35%)0
MR [02.3~ [03.4°C
MS (M/z2) 214 (M*), 257 .
B5 BERE 274, 1399
Anal Foumd : C¢,he.23 3 H, 803 ;8, 11.3¥
(aled $or CinH2208:C, .40 3 H, 808 ; S, 11.69
'H NMR (Cb3COCDs~CQRa) 5% (QH, s, E~ Bu), 155~
1.839 ( 4H, m, 2 nomallylle CH2), 2.56~2.97(4H, m ,
2 oMlylle CH:), 3.3 (3H, s, OMe), 7.2l (H, &, T=
9.5H=, H3), 7.62 (|1H,d, J=9.5Hz, Hs)
IR (KBr ddek) 3050, 2930, (548, 1555, (360, 133¢ , /375,
/223, /202, 1103, 042, 378&, 710 an”!,

ES ( cqylolurane) 232.5 (£=43300), 283.0 (14000),
356sh (5330) , 361 (6980) ,387(4930), boTmm (56).

0.7m mau CquzzDS

S-AFFs 30/ JLb] 445> BERGE () an4A A% (25)

74 o EIEAEAFLL SB5H8 1= ~bD°C T FY7ILAD @ BB § DX, L1370
> 43y HBo B b18-T20 Y%n2Z —30°C 2Ruv 0°C T 'H NMR
AT IR (71T 0 AVEIE BP0 EBA S 7020 MBRTEL ., LoV
ElUIND b s PEER (=0

'H NMR ( CF3COOH-CDzCR=530°C ) 75; (62 (2H, 5. L-Bu),
LA4 (4H, m, 2 nonallylie CHz), 2.60 (4H, an. 2 allylic

CH.), 2.94 (3H, 8, OMe), §,62 (IH,S, He), &. 48 (IH,
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o, =95 Hs, Hs), 9.09 ( IH,d, T=95 Hz, H2). lLi= A1k
G FE2HONIBEUR 5 .62 (dd, T=12.5, 6.5 Hz, Hy ), &.11
(s. OMe), &.75(d,J=9.0Hz ,H3), .40 (d, T= 3.0Hz,
He), OMenDRUR BBFELEDL, T5: W =b: |, (0°¢) %53 1.62
(QH, s, t-Bu), 183(4H,m, 2 nmaﬂy&h CH=) , 2.6/
(4H, m, 2 allybic CHz), 2,96 (3H, s,0Me), &6l (IH,
S.Hs), 847 (IH, ol, I=Q5Hz, H3), Q06 (IH,d,T=
95Hz, Ha). |

2-T4=l |- 270n%t > TR TLTEL (69) >
22 =Y07FRI 1= FHF T2 =7 $ILSL Lo, )5a S19(0.93

mel ) 102, —40'C T YoM P TEFF LT tH =4 i70 E B0 LT=0
TeglLs TR, BEESR L, 100 Ih1m 309 BB U4k &8 20,06]
(0.10]mel) EBoK THF 260aml 1= o1 355K ¢ SHFL. #50E TR¥
(o T:E=7% 9% Uk 1% k4T B9 NHe W %k S00ml & 3BT LT,
AR HBE ., kBt I-FurhL AR LAhe Blin
NHa(sk, B8torlak o JE.2 L, otk ¢ SRR RARLT 2663
D EFE BT B To JhE THF 2004l 1= JBol ERBEAT
2N H2S04 (00onl & DR%T @B T 3B5PH 5L TRTE Lo ATRR L
ARt KRt T-7u vl AR L AN i RErEEk, BER R
1B Ko BT 4z JE0 BSR4k RTEEBUs 3% BK IUNTIV
(2003) T 7a3F (209 NZEL - AFHL ~ 0SS -AFHE)
L. T-F-Awqs 7 BAER LT 40 7 81590 HFBTHCS LU

4% 0 T (HRE 60%) o

S AFNTHEF - AF (70)

2~ 242L- 1- STpAF s B TILTER (81) 6.50% (48 ymmol)
t AL Bh AL n0ml 1=l R-TsOH Ha0 0.10§ o B Ac£9/-
L 3ml o JEHEE 1oz, BRBFEAT (= MRTEH 1o Bty
Nowl & 102T=4% , EK K2C0s 10g € v02 1BFRITEFH~ 4R | B
K2€05 7 7oz} BB, SEEM L. FEEF LT 7.825 0BE
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SHALYRCLT S G0 T -1 4E (10) o 45T (1ZE Q0% ) o

bp. o0~ T#,6°C / 3mm HY

MS (M/3z) (80 (MY, 16¢, [49.

'H NMR (C(e) €8~ 1.73 (4H, m , 2 nonallglic CH2 ),
2./0~2.42( 4H, m , 2 abllylle CHz), 2.98([H, S,
C=CH) 3.33( 6H,s, 2 OMe), &/ /2 (|H, S, CH(0MD,).

TR (meat) 3280 m (=C-H), 2090 .w (c=c) (640 cm!
w ((=C).

cFos 7t 7-1L4E (176)

BELAT 72911 (1) 2.3u9 (/3.0mmel ) 0 BAKTHF $0mL %
Ft -65°% 1= AEPL, 1.5 N Buli o AF 1= SBAZ 86wl ( [3mamel) T (05
Pl v 35T Lo |85PAmrte -20°¢ 32 sBA R EO" (BHE), BR —o¢
[28%pLT - 741 $AE=0 k> (R) =2, 194 (10.9 mel) o BA< THF
50ml BT S 305 T SHFLT 1853 —15°C 1= LTz, —15%¢ 79512 30
ARIivdt . K I1bml JRuT A24b NHe@ K & ST L BB L B
3&%&@ HBE LT-0 kBt 1-FLTfhRL, Awbhet ﬁﬁﬁﬁ%i"'ﬁ
ke 2.0 BE B (Ro BRI FBHEL. 1§ %o Bok TILIT (z003) T 7B
L EEH (AFTS ~ AT -AFTY ~ T-Fi = AT ) LT N 078
v p.4ig o RE I Lz bFOFsTLY L (18)0>24FE  ~Y
TS~ 20% T-FlIL AUy 0 DB 15 3,689 » FBHTI LT F722
AF 245 (URZ 98%) .,

SZ4E

MS (M/z) 380 (M*) , 349, 323 241 .

H NMR (CWa) lLob (GH, 5, 2-Bu), (39 (9H, S, S-4-Bu),

153~ 1,95 (e, 4H, 2 Wuz,ax, CH2), .97~ 2.37(4H,
2 atlybie CHz), 3.34 (7H, S, 2 OMe, o)X &.1¢
(:H, s, H), S, 8Q(IH d, T=10.5 Hz, Hy ), 6.23 (IH, d, T=105H,,

¥ P.o Ty FEER U=,
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He).

t7>24%

MS (M/2) 380 (M*) , 349, 323, 24l.

'H NMR ((WQs) [05(QH,S, £-Bu), (38(9H.S, S-L- Bu),
[T~ 1. &8 (4H , 0n) 2 mmaéﬂ%do CHz) , 2.03 (s, OH)X 2.00~
237 (m, 2 abbylic  CH.) BAE SH, 3.32 (6H, S, 2 OHMe),
Sa¢( |H, S, H1), §.94% (1H, &, T=150Hz, Hi), b. 65 (IH,
d, J=15.0 He, He).

IR (neat) 34¢bEam (OH) , 2210w (C=C), 1607 an,w (c=c).

X D.o k#E =&Y ;g,f—/z (F=o

F2F-l-~nI A 7Y 4E (17)

eFpFs - 7RI L) 3. 89 (9.25 mmel) & JuIHBE 441L SOmL
3Bt Ty BERT -20°¢ = A%PL, Ry7udo BEER 1omdE HF
L= (452 ), —20°C v | BERHETHYE (T B), Bk ~>tr Soml ®
SHTEL. RPAERA oml § HTLT HlkB s Bk L0 KBTI -F0T
Todhl AhetT BB T A ETK | Avfefthk T HF.2 Bk,
SERBEREL. [ S % Gk TILT (703) T TO (ARG >~ AEF)E,
[0 % Rot's = AFH s ~ AT T R T3 RE 0D FEsmitmere 1
T BT (IRE 69Ye),
MS (M/z) 394 (M%), 363, 337, 305,
H NMR (((4) [20(GH, s, L-Ba), [«o (3H,S,5-1- Bu)
197~ 152 (4H , m, 2 wonallybie CH:), 2.¢7~ 2.00 (4H,
2 Ay CHx) , 330 ,3.33(9H, %S ,3 OHe), 520
(lH s, H,), ss-é(m A, 7=90He  He), §72 (IH, d,
T=90Hz, Hn),
IR (sweat) 2190 w (Cac)/ 1670 wn™! ,w ((=C)
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FEY I - ASFF T 4% (7)) 0 FH4b o 2hor
72 1,303 (3.2900mel) o FILFF B A5 — BATBALK FL> (135

Vi) 1200mf 0IFH E LTS BBART —20°C 1228%PL, FY7LAD BEWR
5. omle (045P v BTF LTz (BERY%E ). —20°C v IB5RIFEFF T 2L
JEEHF BUAL 2120 FB o B FERHNIs oy =0T
0°C 10309 251z B3k Fo 1850 v B i 4% %k 7% LT, A4 BEK
BT U0 HHBIEEL. kB s 1RMAF L v b, Bhe-HERT
B ETK , Ao BBk AT BB L, SRER#E L /548K
Tuit (109) T Zob (AFTZ)L , 280mg 2 TR ATy L HR
o 11 % (3 89 2%), zE 420m9 0 FHB T Ll 79
LR 20320 S 45 (5 498%). o 7 91z 45E 43, 291z
T-Fi- X9/-1L 05 FESRAL LT SFRR BT L1i-T= 0

79°

MS (M/2) 487 (M*),uus
' ERBRBE 02, 2330 —3,2 mamase (32 H32 052

HNMR (CD3C0CDs-Ca) [.28 (QH, s, £~ Bu), 1.4 (4H, g,
E-=Bu), [ 63~7.80 (BH ,m , & wemallyll CHy)  2.07~252
(4H, m, C3CHz2 , (3¥CH2), 2.80~ 3.07 (4H, on, C4CHz,C¢’C"fz),
noy (H,d, T=55Ha, He’), 7,22 (IH, S, Hs), 726 (IH,
Ad. =68 He (He' ), 25¢ (IH, S, Ha) .

ES (ugdoﬁmw) W3 &, 298, §$98 man.

TE7AL - 5474 9-1L 4% (18)
EFBF-TLY-L (6) 1389 (§.20mmel) L k- 7'4LAiLn7e9 | lemd
(10mmel, 2e¢. )t Furd'Bh 4L~ BoAIEAE LY (1210 viv) 88 mh =
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ol BRART —60°C 1= 55PL, FYIILAD BEAR 1.0l & AT U
(BFB)o —60~-50°C T SOTPATETEL. RZREEK LSBT LU IEB =
bel. NSt oY% AR s TRE L=, KBt -5 Fok LT,
BBER cBhe. AP EBK , Ak RiE ke FEBE o SRR M
L. 1.5% 8k 71Ls+ (100§) T 703 (AFH >~ N LT, 1070~ 507,
NES = AE> 0 DB 2l 0,509 DRBIBINT Lz $ATRTL (2)
o UE LT (U EE 3¢ Vo) :
MS (M/2) @82 (MY, 421, 395, 363.
H NMR (CDW®s) 116 (@H, s, k- Bu), .38 (I8H, 5,2 S-t-Ba,
1§51~ 178 (4H, m, 2 nonatlylie (H.) , 2.0 ~2,3¢ (4H, m,
2 allylle CH:.), 3.3¢ (6H, s, 2 OMe) , §04 (IH,d, T=

10,0 Hz, Hs) , &,2¢ (IH, s, Hi), §72(IH,d.T= I10.0Hz,
Hqy).

IR (neat) 2180w (€=C) , (836 ™ w (C=0).

& A- FHurAivoag bl F T E° T R A (18)
FF--FATLT (18) 0,669 (I.& anmol) 0 ANFF"B £ 411 - A
FBAELFLE (1210 v/v) S5l SEsRE EAT BEPL  —I5°C 1= oI
FIILACBERR 2.0mL $ BT L (FEFEE), —15°¢ v 605 RI FEF¥FL
Y% (BTIGE ), kAAPREEKE SHTL. At modinh Ak
RL5BECE, KBY I-500 0k (T ARy bt . BPA0ERK
AR KT .t BokE G TERIEMELE . [ 59 Bk 7L 7 (50Y)
w7aRb (AFT2) LT 13emg o FFFEEFELT 27027 [bIFAL°T>
(719) 451 (Ur % 28%) . T-F10- A9 /)-ILT BEESe (2 SFFR T
ea o 45 te o
mp. 18 ~ 11S.FC
MS (M/z) 332 (MY, 275,
Anal Found: C, %201 ; H, 87,8, (9.05
Caled Jor CoHa8 Szt C, 72,23 ; H, ?a? S, 19.28.
'H NMR (CD3(0CDs-CCa) 118 ( QH, S, S-%-Bu), [.¢t (H,
S, k-Bu), 115~ 192 (4H, an, 2 nonallyble (Ha) , 2.8~
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29¢ (2H, a0, (3CH2), 3.91~ 40k (21, m, Ca (H:),7.29
(iH, s, He), 766 (IH, br s, H.).

PC NMR (CD3¢0CD3~ Ca) 20,0 (1, CHo), 21,7 (t, (Hz)
26,2 (£, (H2), 297 (4, (2C(CH3)3), 30.7 (&, SC(CHs)3),
30,8 (£, (Hz), 32.4 (s, CpC CCH3)s), 45,9 (s,SC(CH3)s),
16,9 (s, (&), u9.e (s,Cs), j2¢4.0 (A, C2) ,128,9
(s, Cs), 130.7 (s, Cp), 130, (s, Cw), 1u3,7 (d,
Ce), 147.9 (5, Ce); "7, =173.3 He, Iy = 163, b Hz .

IR (KBr dich) 2965, 1568, 1470, (363, /318, (268,
183, 1133, 819, 308, 453 cn!,

ES (cydlshevane) 216.9 (€=19900), 2¢42. lsh (13200),
293, ¢ (17300) , 353,0 (¢930), $T4.5 man ([240).

S-k-THLEA2 70/ 27 CbT 5 F€°5> (98) 2 H5 A= 4E(30)

Ko B € Mk (145 95 X4% (80) N BB AL 413508 (B 2)

N 'H NMRZATEL S SBIR LR o 4%200T84% TLC 15,7 19 » Buxt
PEELL= . _

'H NMR ( (F3C00H- (D:(Ra2, -30°¢) 145 (4H,3.S-1-Bu),
1$S(9H, 8, L~Bu), 1.93~ 2.25 (4H, m, 2 nonatlylec
CHz), 2,80~ 3.3] (3H, o, (3CHz, (4CHD, 3.82~ &.19
(IH, sn, C4CH’), @69 (IH, d, T=2.0Hz, Hs), 7. 30
(IH,d, J=2.0Hz, Hs), 885(|H, s, Hz)

TtT -l - AT - 4% (8%)

BHREAT EFp3s -0 -1L (B) 2,489 (b.52mmel) ¢ £-741L
An 229> L80ml (15,8 mmsl )t Fb+BR 251l - BAHRAE LS
(110 v/v) 8ml 122Bv L, —ho°C1=>823PL. FY71LT 0 BERS ).Omd
P 545P e SBTLR GRARRR). 305 -30°C 138t E B
-30°C T [SEBEFRR T, BA AL Goml t SHELE , A240
EEK 100wl EIMFLTATE R HREL. KBt I- FILT-ThA LT,

- TABR cbt A4 E Bk AR BB T Bk Uk . RE R
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LT LS Yo BAL TILET (1503) T aRF (AFF>~ 0% N> -NF
GIL . 0%~ 259 A E> —~AFY> 0B F) 16030 BE Fiks
it #4771 (8%) & 451 (Uz%° ¢ %0 )0 I-FLL-A7)—IL
b BEEG LT BB A T 4ES W=, :
mpR 56,3 ~5%7.0°
MS (M/z) a§2 (M*), 2l , 395, 363
Anal Found @ C, 6883, H, 973, S, 13.9¢
(oded for CaeHae 02521 C, 68.97; H, 9.805 G, 4.3
'HNMR (.18 (QH, S. £=Bu) , [39 (I3H,S, 2 S-£-Bu),
159~ 172 (&H, m, 2 nonatlylic (H.), 2,23~ 2.2 (4H,
m, 2 W’c(H»), 3.3¢ (6H.S,2 OMe), §.24 (IH,
A, J= T.5Hz. Hi), §.¢2 (In, S, He ), 5,73 (IH, d,T=
7.5 Hz ,H:-).
IR (KB disk ) 2080w (C=C) , [640m , [620 cm™, a0 (¢=O

G490 - SA 7L 4F (88)n TRAL o TROr
BELRFFATLT - (3E) 0,508 (1 lmmel) E T EE A4 — K
SEAEAG LY (1210 viv) 5Sml |z 3BoL. BEI v AEPL. FILA o BEER
20me ¥ SHELE (SRR ). 4o P THH (0 BPa H% R
LT (BB ) kARBZADEEK LT LE o A>T 2000  TOLT-4E
HALBIHBE L. KB E -7 CIah Lt AR - Ant  BEARERLK,
Rbdo RIBAK T Fo BB LEGEER) o SRSB4 LT 3908k e
§1 (503) 7 78R b (AF T > A UO0%H NS - AFTY ) LT AFT>0
RE b Es B 0 Lo DT, ABSe At e g, FB3E e+
PERR 0215 00T 0 ATy ~ 59 AT -AFT 20 /f@irhH 2u5mG
2 k%R 05t ar 15T, otao B 35 v IHEINS (UzH
bloh)e 307 ~40%e A ARty 0 B vh 43mg 0 HRE
Smdrgn o hShwtee, SE4E 11 uEh(F e [Frar 85 BAEL, B %
Hp7 b T3z E) B my o KEB FTeor AFonT (BFTaURE86%)
CI-gw - A7/ v B EER ( ERARACR YR
mp. 99.6 ~ 100, 9° C
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MS (M/z) 364 (M*), 308, 293
Anal Founmd c, 6905 ; H, 877; S, 1724
Caled {01 C2Hs2 08.: C, 69.!7) H, 8.85;S, 17,60

HNMR (bds) 113 (94, S, t-Bw), 30 (9H, 5,4 —bu),
[ .65~ 1,80 (4H, m, 2 ;umaﬁlyﬁe'c/ CH2) , 2,61~ 2.7« (4H,
m, 2 allylle CH:), 3.69 ( 3H. S, OMe) ,$.30 (IH, dd ,
T= 130, [$Hz, C(H=CHOMe), 632(1IH,d, J= (3, 0HE,
C=CH-0OHe), bie7 CIH, o, T=[.§Hz  t-Bu-C= =CH).

IR (KB ik ) 1637s , 16l wn’, s ( (=C).

7-78% - 5-t - JHILF A= &, b= SKFILLT0A° 7 LbT €273 (12)
Mg BT77RIF 5-K~THL4F - L, b - V) HL>To AL (V] 770
Ll ong (0.18mmel ) BRIGAEAF LY 26ml B2t BRGRT —60°C 1
AL, 0061 L0 WIBILRE BA Laoml (0.3mmel) T IATFL,
—60°C T A FAFETE T Kk ¢ 12T, BB L1 LiRovd, ACAVEERK
TIMT e AR RE L, KB E T-Tue b BB R
it BEA0E K, BoAv ARk T 0 BB SRERMELT
1.5 % @)K Tt (w?)-(, 7oL (AFH), 4’3,"1}/)\%’.717.2{7)5_
L 2E45 0 (RE 9ave)e SINE 10% 1-FIL- A9)-IL2> B
L BT Fat 4o
np 68,2 ~ 66.‘9 °c ;
MS (M/z) -31%, 312 (M) 287,258, 225, 225
‘H NMR (D) //2(9H,s, S-Lt-Bu), 2.48(3H,5, (oMe),
2.92 (3H ,S,CeMe), 6.29 (IH, o, T=6.0Hz  H3), 7,67
(IH, d, J=5%.0Hz ,H2),
RE o Bl n3e R 122 o LT . 12] (7 2 HEEEEECHE
o 13 45 ST 05T 0
12/’'H NMR .24 (s, t-Bu), 2,48 (5S, CcMe), 5. 43 (S, CH BF),
6.5% (d, J= £.0Hz , Hs), '7'77(0( J= §0Hz, H2).
122; T-F1L = X9 )-1L 20 BiEleLT B ‘% % Fdrde
mp 1209~ (23,8 °C (dec.)
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S MS (M/2) any, w12, Yo, «68 (HM1).
'H NMR ((004) [,23 (9H, 8, S-4-Bu), 2,43 (3H, 3, (c¢Me)
6.88 ()1H, A, J=865Hz, H3), 7.26 (IH, d, T=5He, H.),
.7 (I1H, S, CHBrz). '

3, 6- " -A-FF5-2- FNINSTION G VTG F T2/~ 4-F> (U3)
(@) 5-%-T7FUGF270A:9 Lb] #FE°F> 33) 1)
BRAMT 70,2901 576°5263) 38,2m9 (0. 11Ummsl)t
B K IBAEATLY 25mL 1= B L, BFI 0B EPU=, ©0.190 M BFo
IR AERE B 1 20mL (0,228 mmel , 2025 ) T M TFLZLCE ,
HBCrL 4R B LT 1717 ¥ (1498) BT BF 217 FEEE &
(R, 34% B o BAL 17 BEAL TROLIZ0 Y33 30/9P FE3% LT 4%
REARERK Loml T ISH o1t BT LT Sk A T 1= 2045 BAIEF U=a
BER L TBEL KBS T-Fedaki AEBL Bht 2% 44
T hybn AL foRIEKT 3.0, BEYE Uz SREBABLT 6% 8K
SN (29) T OB (AF T~ S T-Fil-AFY ) FH LT |
120m N BBEIF Lir LTONY (bIFH72 -4- A3 o 45T
(1z% §58% )0 14%0 BFY Auze. Bor L2%TBon, 5%0
BOBRINT=, Wo HHEEBIF T-F1L- A%y T BfEE (4EBa iz
AF Tz sy Brdate SH3F=1E 29)aL e Fut ) Lz BFEFET
e v YE bt ,
L mp S A a5 90 (RREITE - BHEM B3 )
MS (M/2) ane (MY, 26/,
‘\%QMﬁE 276, 1204 2.0 mamast CioH=z200295
‘ 261, 1013 65 mmass CisHim 028
'H NMR (CDW) 132 (QH. S, Co-t-Bu), 456 (QH, 8, Cx1-Bu),
S48 (IH, 8, Hy), 10,31 (|H, S, CHO).
(CF3C00H-CDWs, 0°c) 136 (qH, S, (e-2-pBu), 56 (QH,
S, C3~¢-Bu), 5,72 (IH,8,Hs), 10.26 (|H, s, (HD),
“C NMR (cPsCoCDs) 2%.0,31.%, 3¢.1,38.1, r22.0, ((5),
138.9,146.0, 1556, (641, 16850, 185.0 (CHO),
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(CDW») 28.9 | 31,8, 33.5, 377, 12,7 (C+), 1382, lend,
155.8, 164.2, 194.5 ((HO) (B7et>tPro 1641, 1650
» 2880 ko 27T 164.2 12 BTFT03,),
IR (KBr dick) 705 s (C=0), 1639 un™, s (C=C).
ES (ychohezare) 248.0 (€=5¢70), 289.5 (23400), 297.0
 (27400), 329.% (2140), 342 sh (1770), 358sh (G04),
429 ( 1040).
(b) &- ArF>o7nnzy b FAE° S (§) 05
CERAMT SI0/02T LVIFTE T2 (R) 20,600 (0.0T¢S m mel)
t BAIBAEASTLY 1Sl iz oL, EF T BEILT 0118 M BRo
WIBALRE BAE 0w2ml (0.0 75 mmet, l.0eg )t S5HT BT
Lo 1SS RIS 1. AEAEEK ¢ tuie 305 Rl BB = THT% L=,
BB s TBEL. KBE T-51L 7 Toh LT HIAR 1= ohe AEATEFK
2% 5 TFRER TH)4 | AEF0RIBAKS VAT3R-T BEMELT o RE
BIELI, 3% BK TILST (53) T 70vF (A%~ 2% T-FIL-NE
4L L, At SBRTE Haoh 55maa L& BYz LT (B4R
27%)e L% I-FI- AFHLF). 63mg o FREE LT 13 FH
t(RE 31 %), 2%t 1YEXE Buze BuiFsB3a (16
YE Huzk BUTIE RT3 0w Yrde 27% ) MRFoc{BTFLEY | 441
Az 54l 7OTIE 0 SBAYD TR0 LT B LR LI
1z, 7ILSTon54 907k CiE BFGHE T35 B30, 0 T
BrE £t BUR 43 Tz00z 7T T Bulzo .

X7 oT A (1)

13 7.9mg (0.029 mmol) S Bk TEALAS Ly Amliz o BRI
T EZFY AEpL. 0.190M 0 BFo WiBIRE ;BB 0.09mL (0.036
mamel, 22) 8 R U %n27 309pITLT415 2o SAFRDE THI A%
0XT . BB S A BE U, BADAR B K . TR =, BB LT AYA
SEAEL, ThE L [@48¢ T-TIL- A% T 7842, %4 mg 0 282 B14F Lz
SToeiF e T 451 (RE16%) o ShE 1At L4l - Aty T EBAGE
Lz BB o BBronte,
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mp (6~ 167°C THEKR LTFEL L 170°C AT B RE LR,
EDMS (M/z) 438, 436, 43¢ (MD¥
H NMR ((D®3) [32, IL$§(49H , % s, Cs‘i—Bu), /.58 (9H,
S, C3-x-Bw), 5,48, 530 (1H, %S, Hs), 10,49 (IH,S,CHD*
IR (KBr dick ) 1725 s (C=0) , 1651 ((=C).
ES ((H,®2) 2588 (&= 2%o00), 297.0 man ( 9890).

¥ Elzder M B2 LEtor K3che Mrizhi=<,
xx 27, L7230 BAYY £ Bihn3. 155, §.30 aBARTRFE F NI
132 ¢ [§52 tbiz 7:2 TH .

-7 -3.6~ Y- t= 7HL-2- RWILS7AA ST (VI FA7z v —4~
7 (uf) :

702 4R W) [3.4amg (0. 03l mmsl) ETEAE XS L 125B00L . 3%
BRTIWIT (39)0 N7a t HI . ViaFT iz e 7y, SBRRF
SR B erioTe, SERE T c2izRy 81wy 0 AR $RIEAFE
A% kLT 15 € 45T (UxZ190) o IBACXF L -T-FiLT" B3l L.
H B AL A o 4Bt

mp 2007~ 212, 0°C (REMEDY)

MS (M/z) 356, 354 (M*), 3¢/, 339.

'H NMR (CD®3) 150 (9H, 8, Ce-2-Bu), h5e (qH, S, (3-4-Bw)

10.32 (IH, 8, CHO) . .
IR (kBr dok) 1726, (T3 m (C=0), 163§ wn” , S (C=C).
ES ((He(a) 253.0 (€=5980), 299 .0 sh (27100) , 307§
(29900) , 340, % (2710), 47 nm (1490).

5- 7'gF = 3-= 74L- 2= KL 3L = b= A4 wymA°>Y (6T A
71y =4- 7y (UE)
BELNT E-AF3S 270/ (BT 4AE°32 (58D 15.83my (0, 06T
mmel ) 0 BKVBAASLY oml FpAE —H0°C 1= SR EPL. 016 MER
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N OIBACRF IEFH 0.70ml (0. 1lmmal , 1. 724)% E5HTFF3L. 17,
RRBLIF 2o —30°C v 505 P v 5BR ¢ LR Tese KR L1
KE Mtk FRed L X* ABYRE HBEL. KBt T -7
BUTHBER L Ahd, <. AZRREK T v R, FEME LT
L% BK WKL T 702L¥*% (5% ~jove T-Fll-AFtrz DL, 10% 1-F
L A4 T SRETI A o | 6.8 mg p BERBREB L2 5T Toelt
(6> 3 45T (yzZ32%).

¥ BERoET oLt RS BT T3 020 St ov 7'0 £ 4 TWT LiTF
B/ G oot (Ll eg vt 1 23 6.57) o SunlF 6fioY
A emrtrniz BRIEIET0Gcr8,T 0380, FERIFTD
L Bibini, |

xx ERKE IR [GUzsE 17 055 LR Toov 4F 5 3o, IR 175
oo LiF) SRIERTIL F-IL L Hozley Y =¢<Tr3s K 4h2N
TE 43 L BB 17 SRR B T2 541z Fo-2 "k B BFI= pEPve3.
AT AEQBERN 17 D7 DEAF et 3 AHY. ERXIE B3 17,
SN Lo BRBAE KR Lz Eion  ER M ¥ iz Bles” 1
Fntat Bihihdo

ALK CHER W S TILIT DT S0 1= B R (FAFSWTF o Lo LBF
Fo LT U6 (R 7Leta 1906 DREAFE S 1z 20D s PRI TIF AR
RIEKER o Yz B ur #1230

I-Fi- AT T BAEEe Lt K E #2418
mp (5]~ 155,0°C
MS (M/z) 314, 312 (M?)
H NMR (CDWs) L&¢ (9H, s, 2-Bu), 245 (3H, s, Me),
10,30 (1H, S, CHO).
IR CKBr dick) 1730, 171) m ((=0), t629 w8 (C=C).
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b=2-7"FIL~ 2= RILIL- 3~ X51L 276/ >F (b1 5F 72 ~4 - #>(17)

-2 THAT 2T0A>G (6T FTE T (58) 4/-bmf (0,142 mmol)
N BKIBIAFLy 25ml BT BRBRT (KD 2 82PL. 0.078
MEF0 WIBARFEHR (75ml (0.312mmel , 2,224 ) & SHF 3>
L ERTER L5 T0 CniEZ 30/77&571&#4& B4 E Bt H
FL. 'E5B v 305FR HIELE=98 2% FAMBE TEYPL T TR,
BB TEELE, kBt I-FuTtob L BB L Ahe. BE
FOBEA, 2% ST FREE TH) V4 . R0 1Bk 5%, 7. L MEU=.
SEeE EEEI% 3% BK TS (153)0 703E (A3 ~ Sb T-F01-
A1) 4T TR0 NFY>T Bk F3 4 & b 6. Tomg O 58 ¢ e
YRL (EIYRZ: b ), 5% Z-Fi- nF4> T SBRF3H & 0D 6.7
0 TEREWITI cle 1o & 451 (U 200)0 $EEibizmisn Ly
/) P

MS (M/2) 234 (MY, 219

'HNMR (D) 135 (QH, s, 2-Bu) , 2.6] (3H,s.,Me), .50

(iH, S, Hs) 9.95 ([H, s, CHO).
IR (meat) 1114 s (¢=0), [bbo em™, s (C=C).

GXEYY G4 4T (18)

ERATETF 2-TH04d 270029 THT FTE°7>(33) 19,70y (0. 05849
ol ) 0 BR TEAAFLY 15ml TBBE BFlT AIpL, 0118 M BEa
WIBAERF ST 0.66ml (0. (2omamel ,2.020) ¢ HFI3L ERB L
FaTeo AN 77 4oy VEI51E 2% ST FREE THIL KB Lol €
FTL L 220t BAEENE Po2ic BEE vth120 BB 304 #E I
BidB e TBEL KBt I-FILT-PhLT ATRR L /At | 474rE8 K,
R TE KUV ET R L1ze SBEBIEL 1SV BA TILIT (59)
a7a e (AFT) T FE LT 19.5mg n 33 % [E)4z UT= (Eluzde 39),
33 3.4 E BBt ALY 0208 1238000 NMR H>7°1L 2—7"1= NA.
Ar BB L1-35°C 1=2EPL , 0178 M R% 0 WIBAERE B 0.10mL
CO.8mmel ,1.82) & SETFLT FRL3T2L ABRB Lo 20 BH
O 'H NMR A2kl ¢ 3B BF3k 127 ¥ -1z 118 it YRk ¢33 A~NTHL
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PGontze Bo 1BAtirLy Ek s #9348 Eho wIBERE B
VBB o SEH cour T 209 )R U=,
'H NMR ( (D22 ,0°) 131, /.36, [.#9 (27H, Bs,3 t-bu),
7.50(IH, s, He) , &88% (tH,d, J=9.0Hz,6Hs), (0,04 (IH,
d, J=90Hz ,H2); 184-].
ES ((H,(R2) 2725 (€=u8700) , 370 mam ,sh (Ep30).

FAELD YL 4A (118) :
5- ARAYS G AT (BT 4TE0T 2 (R) 3.0ma (0,013 mamst ) ¢ HIE
e ALy 03 mh 12580l . NMR $2-7"12 M Ar B9 L7 -35°Ci:
REPLE. 0.118 M £F o WIBALRE SEHE 0.09mL (0.016mmel,
L2 05 )& T2 TRk J3L BRRE L hoTe o 4o B30 'H NMR
ANeTHL E BIRLTE .
'H NMR® (D:@z,0°C) 132 (S, a=Cq-2-Bu), 162, /5F
(Bs, b-1-Be), 166( s, - Co=t-Bu), 355(s,b-0Me),
4.05 (S, 2-0Me), 622 (S,2-Hs), .39 (s, b-He),
838 (d, J=9.0Hx, E-Hs) , 837 (d, T=9.0Hz,0-H;),
9.92 (d, J= Q.0Hz , b -H:), 10,19 (d, 73=9,0 HZ,N-Hz).

~

¥ 13205174838 1293 broad 12123, (2 : b otttz OMen Ak
FY 14:5)

FTCE) )L AFY (120)

5- XMV BA 9 Lo 52TV (R) 10.5m3 (0.0380 mowd)
A BARIBICAGFLY 0.0l EHE TILTY BEKT —30°C 123 5wL,
0TS MER o WIBMAREIEM 0.26mb (0.046mmsl | [,223) %
SBT3 HEE brrTeo —30°C T 2045 #3%01% O°C =3B/ E
Ev rasB iR 1ol T LT 4BFPASCE LT e B 2R
THELT Tee BREBG T2 30 U, WIBIER Fo 5T 5oy
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o BHR B AR LT 122 t 45 e (HrEe w270),
nr;.f 166.0~ 169.5°C  (olec.)
FDMS (M/z) 261 (H*).
'H NMR (CDsCN) .43 , 1,66 (18H, &S, £-Bu), Lub (IH,
S, He), 8114 (IH, d ), J=93 Hz, H3), .45 (IH. &,

J= 93 Hz, H2).
IR (KBr diek) 1132 om™, s (c=0).
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