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5 xo  ku  $x F oy & 0 - = =5
(N CigiNe 2y do A A o — _ 4 o E
= 5 TN = 3 o 2 - o
: 9 or T o oM o oz _ ~ = ﬂr o
T 53 Jn - ° Ny L )
T K 0 ~ _ —~ ~
& 2 4 A = ot o = N i o Ll ~
L N N - =mrE 0 5 = v 5 b
A Ly Joony N TR - il R o Mow
I ey o 2y =B X on [ o il o I
WX ® o oo W K e = wo.o - Z =
L -G M- o= " T ~ U5 5 n =3
™ =< X G o oW ° —
o = %o - W o
o 7 alil <4 5 o, 1n gl = X 7o EX
o3 o A o W s T - & oF
= . G oF . BN ) - oy o °
. 0 :.L X ]yl 3 I- vi —
i o owmE CE e B S POY no om M P 3
0 = 4 U on o o 5 , - 2 o ol m_ o)) = Ay =
E.E o . ot N 0 Enu . = ﬂw ol oF ox
I SR iy ~ e oo S ) (R T o —_—
_;Iﬁwﬂ IAH A_UMH o ~ ! = ﬂnﬂ To HT ‘nAﬂL O_ \M .Il.\ ,mwa X o - 3o ._&.L .A‘.# N
o N - A Moy ox £2 ¢ = .5 Ta -5
= 2 CL TR 23 Zessw 2R ¢ g pE =w %
—_— — . k jny
< ™ M T TR T T o Ta0w = ) d E% g Moo o (3
—~ ~ —
3 m e T BT MR I S SN B =R o &
! r fTrs 5E O43ES oL o % SE & iy
. (a4 ) ol ~, o « . o L —_ ) f
. oW ﬁo e o) = WmoAr P oo o . 3 = T o 2 wr ey
B B D oo ~ = o N I
,DI [~ o 3 :.L zt ~ X OME . ~ = S 0 ‘m.ﬂ — -
B T 3 TY T@ w Te=R 2 22 T2 2 oW % X R
= — ~ i ~ — ~
= 3 P EDET 5T zogRr T3 ops v e3 25 Fo
™ 5 X % < ] e 1;% r T i T B - B & o = T at %om
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B _ ~ or  odr wmooZ L % s B i mg oo & N o WL S = T %
_ s —_ S —_ = — =
Loow A4 A% 27 e L 2L T 0 Coa ¢ S = A N
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<94>

<95>

<96>

<97>

<98>

<99>

<100>

<101>

<102>

<103>

<104>

<105>

<106>

38 u-AA A F UE ol HFEA BEAIE P

(m2)3}er410 == 38
o AL U WA SSENS Golit 0 Shen sdaagERe R DL 2o 4

(m3)§]_25]—)\] 10

7] o]_e I:']

g w}am dEz A AR weale] ol Ful ALHS ALY £ ot o HFEoY GAR
g AzEle] ol7h Chgol A MEE T
-EP-A 277,003, EP-A 277,004, EP-A 522,581, EP-A 495,375, EP-A 520,732, EP-A 478,913, EP-A 468,651, EP-
A 427,697, EP-A 421,659, EP-A 418,044

iy
o

-WO 92/00333, WO 92/052008; WO 91/09882;
-U.S. 5,064,802, U.S. 2,827,446, U.S. 5,066,739.

w2 oA FHul AlAE Az A9 FAshgheE-2Fv 290 <7t F1d A

¥ 1

9 dtogoy ™2 oK Ton %

Sy BN logy OuEEM EDH (7)

(THAZ) 2ZrMe;
(THAZ) ,TiMe,
(DHBI),2rMe, [PhsC]1* [B(CeFs)al™
(DHBI)HfH,

(my) (DHBI) CpZrMe, [BusNH] * [B(CeFs)a]l ™
(THAZ) ,TiPrt,
(DHBI) ,ZrH, [PhNMezH] * [B(CgFs) 4]~
(DHBI),TiBz;

(7, 9-Me;-DHBI) ,2rCl;
(DHBI),TiBr,
(THAZ) 2ZrCl, [PhaCl+[B(CeFs)al~
(DHBI) »2r (NMez) 2
(DHBI),ZrCl, AlEt,

(m3) (DHBI),HECl, [PhNMe,H] * [B(CeFs) 4]~
(DHBI),TiCl, AlBul,
(DHBI) (Ind)2rCl, [BusNH] + [B(CsFs)a] ™~
(THAZ) ,HECL,
(THAZ) ;Ti(NMe,) >
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10-0862128

s==4

i

BU :O]

n-5-49,

|d, DHBI=4,5-T]

Z[d]eldld, THAZ=4,5,6-E& 3| =&

Et=old, Bu

=g,

Me

oFo}

<107>

=2~

S

-4,5-¢

=7,9-tvg

7,9-Me,~DHBI

[dlqldld,

=z

c2-9

]

S

Ind=21d

=
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Aepgte e A E

3

2 a1

el
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G
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23]
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wj o]
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AE(]) EE(DS
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w
ur
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=
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=
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ki3
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il
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=

ol
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ze)
um.o
il

=%
M

Z-1A

2 (ii)E 10

(i)

<114>

a9t

-
==

¢}(1.0-10MPa)

=
5

Foll A #19H(0.1-1.0MPa),

2 s

=
o

ERPE

244

= 20-240CoA] &

el =
(10-150MPa) &

X
L

<115>

Ho

g3t ol

s

<116>

o
)

0

X
Ho

Ho

fron

def A ol "l

e ELE

s} gskraz FAEAY

= 3L
= -
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s

[u

<117>

B

=

]

“B/2E} HES A

-10°

-5

Ml w7t 10

-
==
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olF< M

o}

I} 50-150°C 9] oA
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=

ok
H

0.5-5MPa<]

SO
= =
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=
K3

=CH, o]

Fibel >C

S

b AAIOIA Aol

13

[e)

I

o)
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I
o

Ho

whe] £A) sholl A
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=

| e AxzEal o]Fd F
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=

2 (ii)e A

d (1)

= X
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o
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=

g3 FH(ETHE

ojy

<120>

;ot

LR S et R R e

g, SEsrl =

o]:;

by

(ii)

2 Aed) %

HES-7]el M=
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=
K3
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il

B

| =

<121>

_18_



<122>

<123>

<124>

<125>

<126>

<127>

<128>

<129>

<130>

<131>

<132>

<133>

<134>

<135>

<136>

<137>

<138>

<139>

<140>

SS=50dl 10-0862128

2 odgo] 7} AlgE o] BEdt Az o Edl Sl H ZgdEds, ey 22 == 4-1070
of ¥tA 3 <4t Y FEFHNA FFEA R Lt S 4 Fxo| wEf Adolg A4S e TF
A S Asdh oA 0.880-0.9402] 29} 10,000-2,000,0009] #AFEES zhe A Zgddelo] 5™
F A, AEE e 5 dx 2 Zejded(dzo upel ULDPE, VLDPE ¥ LLDPE)®] #|ZdljA] oddle] -
RrmE AR EE o4y Sede 1-3E, -84 9 1-2dolt),

2 g o] Huje YAy Z2hA] FFERS] AFEE] HakstEe o3 A3 vbsei Ala 2 2ol
WAool e %3 &4 TTTAZS IAsAY g, Tedd 2 52009 @4 g v-dd g A
TN A3t 7beek EPDNE F-E AlEett. x| AN 2 o] Fule FHER Sl 1 3
2 Oz Fo EAES e ZEHE A2 = QA I

EPDNAI 0] 7ol 4Hel F3HA] Alzel A4 5 gle dde oh&3t 2h
-1 A=At el 31 6-SE A e # e

-5-HlE-1,4-FAke el 3, 7-HHE-1,6-S B Rl B3, 7-H R -1 TS e e 2 S5
“LA-AFRSAGC, 15325 E0, B 1A RREAN A Fe v Fe 7

5-mEe-2- R 2 5-odad-2- B EQ(ENB), 5-Z 2 d-2-=REdy 2o dAd, dAdgd, AEF=
dAd H AFRIAYd =X EQ, gASFEAEd, BAIEE(2.2.1]¥E-2,5-T 7} £ BE =

2 AgEE H-gel v B4 Al
A(ENB), 1,4-3A10jql 2 1,6-FElt]dlo] AMEHT),

EPDM A Z3HA|e] ZA$o tlel BRxmo] ok 1558 vk, £3] 2-105%%o|vt. T2 ko 20-50%=
%] th,

Bouge] ol 32 7)& wel o Sewel wel- W F-F3 B4 ALgEel FehAlle] Mgea 3
getEo] 2 9@ 7)3bol whegbA EfF (atactic), TF wl<D(isotactic) F+ T W< (syndiotactic) =]
HE gdd FEE AT, of HHd A dut SHwE 3-20709 ©AAAE T A e U
% 98 rgeln Zrgdd, -5d, -84, 4-dg-1-9d, - 2 ~EAS 29T

2 Al o

oo Aadold AEE HNR 2 CCNMR AMEZ AT o8 A @7 eW ~AAELuE nod. Bruker

MSL-300911 4] 4=},

ZfeAZutE oy /A% ~HEZ 79 (GC-mass)ol 93 AHE F F7] FIHAQ #4o] Finnigan TSQ 700
71712 S E )

GPCE ez Zyd ZH BAH FHo] F3Ht. EX7]|24 Waters A5 FAAE AL8-3= Waters
150-CV ARrtEIZHZE AA 135ColA 1,2,4-Eg)FZ 24 (Santonox® SHA 3ol A MZo] EA FH T}
747t 10°,10,10°A9] 7123 7S 2= 349 10049 7]EA/E 2= 242 TAE p-Styragel HT 2
(Waters)= WA azvtEady E27F Fd52 549 #5452 Iml/Eolt).

tlolEl7} =55 2 Maxima 820 AZEgo] Bd 3.30(Millipore)ol] 28] Heldtt, +=H B0} THH
7 B o] AL 918 6,500,000-2,0002] F-A}eES 2= ZEaEd 555 Agsie] AR
oA Z2gdd 9 tdo =iy iy 9o FFAAL FTIR Perkin-Elmet ~HE=ZvE RE 1760S
Apgate] FA7F 0.2me) BECNA RS Ferow SR, 4255em oA ¥ ol tla] 54 WA A7} T
FaAe] A% 4390cm o4, ENBS] 7S 1688cm ol AW EF HATHL Algale] 1 ko] ARHL
ASTM D-1238 Dol we} Zejwe] MF17F S4 €.

ofgfje] Alefe] ARG Th:

Us-HELE Aldrich
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<141>

<142>

<143>

<144>

<145>

<146>

<147>

<148>

<149>

<150>

<151>

<152>

<153>

<154>

<155>

<156>

<157>

<158>

SS=50dl 10-0862128

A ul-wll Z4H| & Aldrich

5 7-tHE-1-HEZE Aldrich

gl g 7lH o] E Carlo Erba
ZRaAFRe|= Fluka

ol Hoj g 204 LiMe 1.6M Aldrich

&l akol A LiBu 2.5M Aldrich

At =2H3E Fluka

v g o 1] =5 2HMAO) Witco

(Eurecene 5100 10T, EF<lolA Al 10% F3/5F3])

AREE A ol FAEA] ek Alofelut Gul7h BE ALEE 4 9l

AA A1 H] 2-(4,5-Y3| = 2-wlz[d]dud)- A 232F tF2ao|=(3}8H2]18)
_— b R |

la)1-22-2-d g2 A 7t2 18 d-1,2,3,4-H Egs| =2z g (3}8h2]13) 9] &4

3pep4] 13

o

T E=
;%‘ ONETOﬂ 2.521E]9} Nall 22g(0.96%)0] 7|AA mmity] 9 Wzt7)7 AujE 32]E 3% fEl&etadd =49
- - | o = = — =]
I AL ngk slo A HAetlS 2x17F Wkx|Ekal 115ml 9] Tl EIR o] E(0.94%) 7 HrrdcTt, o]F £
Do ) ) B . = T . R
f ]};\(1}90 C% ZFA = 80ml EF<lol 3w 38ml U3} HEZE(0.282)0] A7} #Hdo] ol 3471 74;%
A7 ., WS EFES 9Q0CE §X3t TLCE Fuo 5 ) o
= 2 o g AHro] FrjAH O Zz A S ki
B i d3ko] F71H o2 FHHETE 24A)3F o] Fof Ul |
H] = SO 3 5 S 3
50n11 05—?% et lkge] o WMHEEFES FEErh. o] REHI oddEHER FA4 A4S dHEHe=
o o ° _ o —_ = T T —
ﬁcﬂo 71 FEES THIIUER 23} F8902 MHsta ol F3ldE wrix] E2 Aerh. FYEE
A ES AAT Tl L B FAelN Fue 19 5 oen. vigreus 2
] j Foll 4 Zbs]o] 53ge] A oA AFEo] 5% a1, 20cm. vigreux Z

e

Holl A FHol o3 GAE.
b

(e}

- T

% 3}ekA139] 1-&A-2-d 'S A7k 2R d-1,2,3 4-H Egs| =2z ekl 42.65g(
E=1.15g/cm o] F5HET. H-NMR A~HEZ LS A Eo] Gdof|A] 55/452] HIEZ AE 9 o

1 e Pz AT
HojFErh, H-NMR (CDCl; &, ppm rel. to TMS); 12.48(s, 0.45H $1&); 7.81-7.14(m, 4H); 4.24(dq, 2H);
3.59(dd, 0.55H #AE); 3.1-2.2(m, 4H); 1.31(dt, 3H).

_Q 2 _9_ 3 A=
1b)1-824-2-prop-2-iny|-20| A 7t 21X d-1,2,3 4-EH| E&}3| =22 E=( 8} 84 14) o] 3443
(e}

3pep4] 14
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<159>

<160>

<161>

<162>

<163>

<164>

<165>

<166>

<167>

<168>

SS=50dl 10-0862128

ofo
ol
e

T4 UEF 4.1g(0.178%)0] 18]H Zgt23o] =4 E A 500ml 54 olgkgo] HArdck. JYEFo] 44
of 42g(0.175%)9] 3}8+241139] 1-SA-2-odSA| 712K d-1,2,3,4-H Egs| =2y ghllo] e,

g A8l AU gAY, e 3F 222 TFEE] JMEE 30% BEFAeZ 3AE 42ml (0.

2atd SFRo|url2AIbe] AA A7F Adw Mo, J7F TR F

o7 Yzt an shENE ank shell A WSk, o] TAlA A WY 1H)7

a2 7 GG, 2 Sl A oF 400mle] dEES AT EFES

H&o] oedeHaa FEdt. JdHZ FHES I3 Fkd g7H B2 A

b sl &7t SHEE 7059 8ehal14 AAER A 4 ks

=
(GC ¥4, 70%7%).

>

= N

o2 R
OORN e ox 1M

a2

>
©
XN
&
o 4 i
2
Mg i

)

|
o,
4
By

1H—NMR (CDCls &, ppm rel. to TMS); 7.4-7.1(m, 4H); 4.14(q, 2H); 3.2-2.95(m, 2H); 2.88(d, 2H); 2.7-
2.3(m, 2H); 2.00(t, 1H); 1.53(t, 3H).

lo)1-54-2-(2-5 -2 2d) -2 FAI7k2 R d-1,2,3 4-H Egts| =2 2230 (31814 15) 9] g4

F4 15

HgO + BFy(E,0)

MeOH + CLCCOOH

200ml MEHE, 0.32¢(1.588 &) 23S, 1.4nl (118 E) REEZZF o= JdH#olE % 0.07g(0.4%
gE) EgERRolAEAle] 500ml f8 Zgt2dd AR =dF o).

SAb) A F5E 3}ea149] 33HE 45g(0.1238)0] 50ml WEHSo] Sajuo] Felo] HrlHETh AL 18
AlZE RS EFES ik o] fAetal ER JFEE Al7]aL ks Bl &0 odoH 2R FE3. dEHa &
EES et F MUEFoR fAxsta 7 stolA Slol| ofd] wFahw 43.5g9] $E15 AES
43k A 0 AFEo] FEHTHGE 4 65% %, 86%58). A2 LujEA] WES AR Wi 3}34
1548489 Edzdzgast whgoxd fEE Y odiHEZU5% H OHE Cd~HE(65%)7F EATS

'H-NVR (CDCl; &, ppm rel. to TMS); 7.4~7.1(m, 4H); 4.14(q, 0.45x2H o€ o€ Z2); 3.67(s, 1.55x3H, |
g o 2H2); 3.2-2.3(m, 6H); 2.22(s, 3H); 1.29(t, 0.45x3H, oE o|=HZ),

1d)3,3a,4,5-HE#H3| =2-A| S 2 EHa| 2 &l -2-2 (38} 812 16) 9] 34
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<169>

<170>

<171>

<172>

<173>

<174>

<175>

<176>

<177>

<178>

SS=50dl 10-0862128

3pep4] 16

KOH + H,0 /‘
—QC

13g9) 201 A2 B0~ (2- S 2 m R ) -oks-H EE (B4 15) (S 650 FHE 1el8 el Fe)
500mle] E¥ 40ge] KOH7F =¢€th. 10A1ZF &< {72717 Z3Ee] 7FEE3 TLCR ¥k
aFe1git,

T4 AEAE deor st bgkd vge] o dHER FEAT. oHE FIEs ZHch A EE
3} FEow Aﬂéiém F3h W7 2R AL e BPUEFOR XSk St stelA] Sde] fs 5
Sotwl 26.5¢9 et 16 A== A AN 29 el FSETGEC B4 650 =, 93T ). EEHL

al =]

o
=1 -
2 Et/old opAlE 1E 70/30(F9]) EF= G Si0,(Merck) 32-60AE Ahgste] A=mtEI I ]3|
A7 . gkeka169] e e 9.4g(51 el E) o] 3HE.

'H-NMR (CDC13 &, ppm rel. to TMS); 7.65(d, 1H); 7.4-7.2(m, 3H); 6.38(d, 1H); 3.1-2.9(m, 3H); 2.84-
2.72(dd, 1H); 2.35-2.26(m, 1H); 2.25-2.14(dd, 1H); 1.77-1.55(m, 1H).

le) 3a,4,5-E2|3|=2-AlF 2 et al = 2(5}417) 9] 973

94 17

O

S \
a) HAIH,, - 20 °C
©‘ b) H', 25°C

3.5g(92 2 &) 9] LiAlH,F 250ml oEAEHZ7F 500m] Eef2Te] =HATE. A% dgd -20TAA 147F

of AAA shetA169] AGE 4.0g(21.58E) S EART. olF 2EIF 25T Ha EFES 24 awed
G EgHEo] FEETh W EREL B dgol RI HCIR A4St A7) T v gl odddEeR 3
Z8ta frle] 5 FAMUEFAN AzHa 72¢t stelA gyt T Agd sy A 2A 51824179
S5d AHE 2.9g0] FEUHGE 809).

1)¥]2-(4,5-0)3| 22 AlgRgetalrgad A2ay oFzeto=(shati18)e] §4
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SS=50dl 10-0862128

3pep4] 18

<179>
o o ©@
(@) Q
2 B, 0 /Cl
+ 7104 0°C yid . + 2 LiC1
<180>
<181> A e)odlAl F5E glsha189 AEF2FEAd FE 2.9g(17.3€F =) 200ml FAko] 500ml EEf22F 0
=dEch. 16ml(25.6€ 2] E) LiBu(3Akel A 1.6M)7}F 3089 A A7, w24 4 u47F A4, 2L
oA 18417 EjFES wytelal Ao o& nAE 3|stal 20ml ko R 33 MFHE ABdES S Sl
A Az 3] 17 AIF2HEY A 8gHEe] 2l FY 0.7g0] ES5HEU(FE 24%).
<182> FE5 fE5ATY odoEHZ 100ml 7} 250ml Zef~To] =Y. Fetdo] FEHH 0CE W7hEla 0.5¢(2.14
deE) el zrCly7b A7bATh vk ERES 447 adstd WA Ay g9, dgas odstan uAE
10ml oeolel==2 33] AF3t). oz &a48 A2 7t slolA Zukshd 34 1A JFHFEo] du EF
dlo| Al Azt o) &3 %@@%@Pﬂé‘w)o FEE.
<183> 1H—NMR (CDCls &, ppm rel. to TMS); 7.41(d, 1H); 7.35-7.15(m, 7H); 6.36(t, 1H); 6.30(dt, 2H); 6.05(dd,
1H); 5.90(dd, 1H); 5.77(5, 1H); 3.10-2.95(m, 3H); 2.90-2.60(m, 9H).
<184> AAd2: 8] 2-(4,5,6-E =2 WiX[e]olEdd) N2ag vyIFaelo|=(3e224)9] A
<185> 22)5-S2-6-d EA T 2R Y-6,7, 8, 9-H| Eg} 3| = 2-5H-wl A F 23 et (3F8H4]19) o] A
35} 19
\ COOEt
<186>
(] 0
\ \ COOEt
O ) + ocan 22~ QL )
<187>

<188> 713 WZ4717F Anj=E 18l8 f8] ST 0A 600ml FHFE EF<lo] 11.5g(0.48%)2] Nall7} dEsa 247+
] 2o A wurstt), 63mle] To€IR YO E(0.528)7F H7tE a1 EFES 90TE 7143 o]Fd 50m] EFql
o &3l 25g9 HIWIEFHE(0.1565)0] 3AIZH AHA H7tEY. TLICE §H§ Fol7F AAFEIL 90TdA 4

>,
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<189>

<190>

<191>

<192>

<193>

<194>

<195>

<196>

<197>

<198>

9 AEAHEZR FAH A 92 33.2g0
Aol A 25/759] w]E= AL ¢

'H-NVR (CDCl; &, ppm rel. to TMS); 12.70(s, 0.75H ©ll¥); 7.7-7.1(m, 4H); 4.28(dq, 2H); 3.78(dd, 0.25H

AE); 2.93(m, 2x0.25H AE); 2.63(t, 2x0.075 ol&); 2.3-1.8(m, 4H); 1.34(t, 3x0.75H °l=); 1.25(t,
3x0.25H A&).

2b)5-2 6o EA| 7L E B d-6-prop-2-inyl1-6,7,8,9-H E&} 3| & 2 -5H-Hl = A F 2 Al ebr] ol (3}8H2120) 9] &4

84 20

0
\
NaOMe
+ HC=CCRCl w

% JEF 4.5¢7 100ml 5= WEr-Lo] 500ml ZekxFo] E=HETE. JEFo] obd K% o3 guE =
Al EAsHE wekEe] s AAS Y] Y8 =58 2ArF g dzad

FEE FA 2AZ 200m] EFde] BAEm AR~ 2(38ha19) 7 HrlEa dEAS 80CE tEsta B
Fallo A 70%& 31ml(0.295%) T 2o ZZelo|=rt 1A7ke] A AH7F Hdlz HrbEch 24A17F o] Fo ukg
E3E9 R BE AEREAHE(EEHA19)7 ABREASS HolFt, whe EFES B3 dgoR v
alsta ket v go oddHER FE. JHE FEFES T8 F3E Wrkx B2 A K 3t
YEFoR Azt 7k stolld grjzh Sdsw 3553% 31420 BAER FAAE(GC #4) 38.5g9 A7
A oY FFEo F5HET

Q COOEt

©f\:§cm}:m HgO + BFy(E40)

MeOH + CLCCOOH

250ml He-&, 1.2g(5.6WEE) A8k, 1.5ml1(11.8E & &) E%EE] Foglol= oEdo]E 2 0.07g(0.4%
g=) EFERREAEA E oA F5H 538h2209] B AHE(35%) 38.5g0] 500ml 2] HekxAe &
Atz E91Eh. FA% S dgroo] 4A17F $3F 50T = 7P sto] whg-ET. 7Sk Sholl A mEh&o] A EH AL
o] ZF=Ee HIbE IS 3k

T3 w7tA] 22 AL T PANEFOR Axsta 3 stelA Ftel o sFatH 38g9] shEA21 A

HES FHd A7 o AR F5HUT.

mb
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<199>

<200>

<201>

<202>

<203>

<204>

<205>

<206>

<207>

<208>

<209>

S=53 10-0862128
2d)3,4,5,6-H| Eg}s| = 2-30-Hl Z[e]o}=d-2-2(3}84]22) 9] A

3pepe] 22

(o]

O
o COOEBt
o + KOH —mm— l::)'ll'}

500ml 2] Zek2=aelA 300ml o] Eeoll 55g(0.98%)¢] KOH7F &3&ar flolx 5% 38H421 3heh= 38g0] =
dent. F4E AL 1042 FX FFLE/A 7HLEI TICE TS FolE Fld

Aol S Ao R Wzeta tggt v &9 dEdHER FEIH. JHE FEES £¥staL ARy 23}
FEANo Asta F3E Wi B2 A B SR EFoR AzRsta 7eF dllA el 93 w53t
W o13ge] HA o FREe] F5HET. &FHoR dAl/E odEHelE 70/30(F¥) EFEIN} nAL
Si0,(Merck) 32-60AE AMg3sle] AZwtE L) glo] o3 FA7 wvt. $482229] &g YAHE 2.2g0] 3|4

1H—NMR (CDCls &, ppm rel. to TMS); 7.4-7.1(m, 4H); 6.20(d, 1H); 3.2-2.6(m, 4H); 2.4-1.2(m, 5H).
2e¢)3a,4,5,6-E|Efs| = 2-wlx[e]olE A (3}8H4]23) 9] A
s}8pa] 23

[
Q)

\‘ — 9
Oy —m— QO

2.1g(55" 8] 2) 9] LiAlHe} 100ml oEo€| 27} 250ml Zef~3d =dFch. dAg dAgrdo] -20ToA 147+

)
of A 2oml ol2ole| 2ol &aF setal2e] AHE 2.2 S0 e, A Astolo] £5H A
oA F7 223 INFCH Whg EFES b Ago] £ HCIR AHYEh A7l sl dDelHER 48] 3
S K71 de] prETALENOR AR 1847 4Te] FAHL o F SALAUVEF EHgAoR
AeRastn FaE AN ARAY. P FRGEFAA ARHT G sl gk FuEE 44 o9
24 setajzse] A% 1.1ge] FEET

By
it
f

o
i
g
fr
v
o
[t
Lot
&
1>
\}
)
o
ndt
ox

20)M2-(4,5,6-EF]s| =2-lx[e]olEdY
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<210>

211>

<212>

<213>

<214>

<215>

<216>

217>

<218>

<219>

SS=50dl 10-0862128

3pep4] 24

aﬂ i -20C2 YA
SR ES A

o

QA5 A7 4%&11 chstol Slal A HEa lnl e 33 A wg
3

0.94g¢] 3}8tA23 313E gE o] FEHL(FE 83%) oo EH = 100ml 3 250ml Zp~Fo] ==t &
grelo] =W 0CE WZbsla 0.52g9 ZrCl7b A7bed. w3 E3ES 4A7F wukslar Aeo] w A8k

| olgolel22 35 AHad, obz gog Aeclx e oA FwaW 2AA A 09 AFE
of Wil BRel/E 1/1043) ERB AGDT. A SN 44 BEA BEE B AMen Bss
golg WY FA-o A A7l GAEL sl o8 8%, SAm)ow A, et sl F
0.21ge) sFstal2ae] A 23y ZshgHEo] 5w,

1

H-NMR (CDCls; &, ppm rel. to TMS); 7.4-7.0(m, 8H); 6.63(t, 1H); 6.60(t. 1H); 6.21(m, 4H); 3.1-2.9(m,
2H); 2.8-2.4(m, 6H); 2.3-1.9(m, 4H).

AA 30 2=-(7,9-Hd-4 5-t]3| =2 Hz[d]eldld) A23F UFZo|=(33H4]30)9] A4

3a)5,7-HuE-1-5426- EA7F 2R H-1,2,3, 4-HE&H3| =22 2all (81812]25) 9] 344

554 25

[)
O™

I' 0
|
COOR
- oliene
Q0 - e ==~ O
Me

28]8 Z2t2Ad A EFA 18] 12.2g(0.53%)9] Nall7} dE W 2A17F Ao A nuksle}, 85ml e viog
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<220>

<221>

<222>

<223>

<224>

<225>

<226>

<227>

<228>

<229>

FFR U0 E(0.69%)7} HA7bEm B3RS QTR 7Fdd o]Fo] 150m] 34l fa]E 25¢¢] 5,7-t]HE-1-¥)
EZSE(0.142)0] 2A 7kl AAA H7MEAT. 90Tl 8A7F wwk FA3hH A]efo] AlglZIth, 50ml W ERAMS dF
Frek Aol ¥ EFES Hevh Aol BElEA dEdEH2R g 25350 f7] FEES @8k Bk
AUEF x3gdor oF B F3E urA] Aetk. fUS FAHEFLRE Axsta &viE 7Y st
Al A7 3hEkA2590] AEoAHER FAE AA 2 33ge] FHEHETHTE 96%). MR ~FELS A&

o] &MoA 55/45¢] HIEE AT R <& FHE A4S HoE.

H-NMR (CDCls &, ppm rel. to TMS); 12.50(s, 0.45H); 7.71(s. 0.55H); 7.49(s, 0.45H): 7.17(s. 0.55H);
7.01(s, 0.45H): 4.25(dq, 2H): 3.53(dd, 0.55H); 3.1-2.2(m, 4H); 2.30(s, 3H): 2.24(s, 3H); 1.34(t,
0.45x3H); 1.28(t, 0.55x3H).

“C NMR (CDCls &, ppm rel. to TMS): 194.38; 173.46: 170.96: 166.18; 136.77: 136.96; 136.63; 136.08:

135.44; 134.01; 132.66; 130.64; 129.81; 128.93; 97.07; 61.79; 61.11; 54.73; 26.43; 25.11; 24.23;
21.64; 21.47; 21.04; 19.89; 19.84; 15.04; 14.97.

3b)5,7-1-2 A-2-0| A7} 2 B d-2-(prop-2-inyl)-1,2,3,4-H Eg}s| = 2 L} Z el (3} 81 4126) 9] $HA

2}3}4) 26

0
__coom:
|::)'lll“cmcasca

COOEt COOEt
* BO=CCHCl — ——> “CHRC=CH

w4 UEF 5.0g¥ 500ml F oHlErEe] 1/H ek Emlq.QE%M 4A g8E urpA] wwksla
AL 2H2(8a2125)7F A7HETh. 20m] o EHL3 EFq
7F 1A 7t ”ﬂ*ﬁ}Lﬂi.ﬂﬂ%q.TJPWM}%%%
Zhrdlstal gkl vl &9 dEdHER &3, dHE
SHUEFOR Axey, 749t stelA fulrl S 3)E)
"H-NMR (CDCl; &, ppm rel. to TMS); 7.72(s, 1H); 7.19(s, 1H); 4.13(dq, 2H); 3.1-2.6(m, 2H); 2.86(dd,
2H); 2.5-2.2(m, 2H); 2.31(s, 3H); 2.24(s, 3H); 2.01(t, 1H); 1.14(t, 3H).

30)5, 70 E-1-&2-2-o| EA 2R -2-(2-&4-2 2 9)-1,2,3 4-H Eg}s| E 2 U2 el (81 812)27) o] §H4

884 27

HgO + BF,(Et,0)

MeOH + CkC(IKni‘—
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<230>

<231>

<232>

<233>

<234>

<235>

<236>

<237>

<238>

<239>

<240>

SS=50dl 10-0862128

1.5g(78 8] &) 238 2ml(15. 798| E) REEYEZFedlols JEH e oE 0.015g(0.9¢ 2] &E) EgFEZZo}A
EAF 400m]l WEHE = YoM FE5R 3524269 WA E(35%) 20g(0.07%)0] 1¥H FE Zgtaded AR
| 50C2 7FE=a o] 2%olA 5AIF wnkdn}, Ao Wzisy Fo| Hrislo] £3t
i Hla ek v g9 oddHEg FE3. fr oz RE 19.3g9 AA QU] F5xH &
MU ERORE HAxstal 7 st el 98 wEshd geha]27 AAdEC] 96% TEE F5ET.
1H—NMR (CDCls &, ppm rel. to TMS); 7.71(s, 1H); 7.18(s, 1H); 3.66(s, 3H); 3.01(s, 2H); 2.79(m, 2H);
2.45(m, 2H); 2.31(s, 3H); 2.23(s, 3H); 2.2(s, 3H).

3d)6,8-tIW©-3,3a,4,5- I Ee}3| = 2-A| S 2B a2 & l-2-2 (5} 814)28) o] 4]

3}3p4] 28

/.
Q]

Me

500ml 8] ZEF2=3Fel 200mle) =, 30g(0.53&)2] KOH, flolA 5% 3}8h427 3tE 10g(34.74 8 &) =
Aett. AAHE EFES 5047 B SFEEAA MGt TICR L% Folg g},

dgds Aoz Yrsta tdst & dedeHE2R FE3. JdHE FEES 2@ A3dEE x3)
FENoR AL FIE w7ix] B2 Au B4 FRUEFoR Axsta gt sl Fdel i) 553
W 3.5g9 ZA W-31H] AFEo] FEHUTN(33% SR 70%] 384280 AlFRHAuLs T4l gEAo
aak/olE obAEIolE 70/30(-3]) EE 1mAHA Si0y(Merck) 32-60AE Alg3te] ARvwlEw vl o) A
A7} A},

'H-NMR (CDCl; &, ppm rel. to TMS); 7.31(s, 1H); 7.08(s, 1H); 6.35(d, 1H); 3.1-2.6(m, 4H); 2.4-2.1(m,
2H); 2.32(s, 3H); 2.24(s, 3H); 1.8-1.5(m, 1H).

“C NMR (CDCls &, ppm rel. to TMS): 208.87; 176.97: 137.75: 136.42; 135.48; 134.50; 130.55; 125.82;
123.96; 108.24; 107.23; 43.44; 40.09; 30.46; 27.47; 21.53; 20.13.

3e)6,8-tH|"-3a,4,5-E2|s| =2 A S 2 e al == (8}842129) o] A

584 29
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<241>

<242>

<243>

<244>

<245>

<246>

247>

<248>

<249>

SS=50dl 10-0862128

a)LiAM, .20°C
bH'  25°C

Me
Me

1.2g(31€ 8 E) 9] LiAlHLS 50m] U227 100m] Sgt2~3d =gEh. dAwE dekdlo] -20Co A 308

of AAA 20ml ololE el & s}

27} 3A17F murgt), whe BIES B3 98o il B3 HCl tmlE A A3 dEoEaR F&5a
T3 S SAUERANA HAxHa S steld &zl SiEd A2 1A AEdER &5 548429
AAE 1.4g0] F5€H

Me
YA 59 3321299 tlal 1.4g(6.6E &) 75ml A EAE =27} 250m] ZetAFe] = 0CE YzhA
Z1 o]%-°] LiBu 10ml(16€E]E) (it 1.6M) 0] FAZIZ H7tdY, &7 =g A 25CE 5= 18A1E
EES wuksth, 7 stollA &ui7F AAEI 100ml Aol HrlETH AR A4 A7) 3FE I 20m]
Artoz 33 AHsta APES Axstl. 0.3g9 33229 3AE FYHEHo| 5T},
ZEA(1.48U T E)o] oo gl Z 100ml &F 250ml ZefaFd Z=dHEch -20C=2 WAl 0.16g9] ZrCl7)
A7FEg. 222 25CR A5A7|a e EFES 447 wuHkgith, ofHE f98 EFel/AgoA] A-AA
A7k, 3182309 WgdzAl 235Eo] 3SHT),
AAd4-14: 2 Zm 24 NA0S HA dldde] T35 vk

A d4-14 AA A1 2 204 F59 Hgd2Ad Z33E 220 A0S X33
ga/zzdd/ddadeREAENB) ] 71%3 EP(D)M e 34 A

BN
il
7y
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