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[9p38 4-1,2- 2 2 Q- T A = P A Fa i 8 )2 ML, sk
Fo A = FAe[1,2- 2 L AR Q-(RT A= F A T 882 )]
b SRl A R ey —EA[L2- 2 L ARC-GR LA AT LA
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f# #2 DMF(900 £4) b 44 T £ — W & £a115(248.69 %, 1.65
JER)Faoke(11233 % 1.65 B R)mm S 2.3-—£-2-% 89 (198.24
%, LS0EBRIR R, REETSTHREIA, K AREHAKE00
A H M LEG x 400 BHA)ER, RA A AKE x 400
A ZRBM TR, BRATREEMNFE it d, RE
EABIEE| A% G g 331.2 %,(89.6%) e 4x R4 ik 5, 4 105-107 C
/0.1 @), 1§ NMR (CDCl3, 8): 7.19-
7.07 (m, 3H); 6.97 (1d, 31 = 7.3 Hz, 4J = 1.4 Hz, 1H); 5.72 (dd, 4y = 1.9 Hz, 1.1 Hz,
1H): 3.24 (dd, 47 = 1.7 Hz, 1.1 Hz, 2H); 0.96 (s, 9H); 0.23 (s, 6H). 13¢ NMR
(CDCl3, 8): 162.44; 145.14; 136.53; 126:44; 123.01; 122.39; 118.92; 106.38;
39.46; 25.59,; 18.14; -4.68. ‘

5347 2
2-( e k= WA T AR AL
& #£ DMF(350 £ ) a2k — 7R £a:5:(100.0 £, 5593

T R)Foke(38.08 7, 559.3 FERIGERY 2,3- = 4-2-2 A

(6740 %, SI00ZERIEE, REEERTHRHERR., LRGN

AKGB00 £4H)4k 22, # A ELOG x 200 £4)F 8, A3te9A AR

K2 x 200 EH4) ki F BB TR, RRENFILE W, RER

#3133 116.89 #£.(83.5%)) % & i ey Ar i 64 (i & % 128-130 /0.4

%0). IH NMR (CDCl3, 8): 7.24-7.10 (m, 3H); 7.00 (td, 3J = 7.3 Hz, 4 =
1.3 Hz, 1H); 5.74 (d, 4] = 0.6 Hz, 1H); 3.28 (s, 2H); 1.70 ( s 3] = 6.8 Hz, 1H);
0.93 (s, 6H); 0.92 (d, 3] = 6.8 Hz, 6H); 0.29 (s, 6H). 13C NMR (CDCl3, 8): 162.82;

145.71; 137.03; 126.86; 123.45; 122.73; 119.29; 106.92; 40.00; 34.49; 25.51;
20.51; 18.89; -2.26.

-13 -



gL A PR FREEL)H
1% 42 DMF(300 £ 4) F e 3n 3k = P A f st r(84.62 %, 4787

£ B R)Faskoek (32,59 £, 4787 £ERIMGERE 23- 2824

(57.62 %,, 4360 EERIALF, RRRGHEERTHRALR, AKX

(300 £ )4 H# A ELOG = 200 EM4)F R, A5teaAAMmAAC x

300 ) skik BB TR REBENEFEKE . REFMEAT

2] 81.67 %(68.8%)¢4 4 & &b e AR E4.

JH NMR (CDCl3, 8): 7.25-7.11 (m, 3H); 7.01 (td, 3] = 7.3 Hz, 4; =

1.4 Hz, 1H); 5.76 (d, 47 = 0.7 Hz, 1H); 3.29 (s, 2H); 1.77-1.74 (m, 5H); 1.27-1.13

(m 5H); 0.90 (m, 1H); 0.24 (s, 6H). 13C NMR (CDCI3, 8): 162.44; 145.24; 136.60;
126.47; 123.07; 122.37; 118.91; 106.32; 39.52; 27.69; 26.77; 26.46; 26.33; -3.55.

53645 4
2-( T A —E A Pl 8%
B4 2.3-— 52581838 £, 1391 £ B R £FQ00ZE
APy T R R A E (4243 £, 1544 £ B R)4 DBU(25.64
%, 1684 £ER)ER Y, HR LR EHTA A ELO(R00 £
A)##E, A 10 % HCU2 = 200 £4)40K(2 x 200 FA) ek 250
B TIR. BEMNALBRIRBE S, BERBTE 3822 £(74.1
% )84 Ak &k e AR A4 G 8 172-175 CA0.05 £ &),
1H NMR (CDCl3, 8): 7.77-7.74 (m, 4H);
7.46-7.36 (m, 6H); 7.18-7.16 (m, 1H); 7.11-7.07 (m, 1H); 6.98-6.94 (m, 2H); 5.48
(d, 41 = 0.7 Hz, 1H); 3.29 (s, 2H); 1.09 (s, 9H). 13C NMR (CDClg, 8): 162.13;
145.17; 136.75; 135.53; 132.43; 130.20; 127.99; 126.51; 123.15; 122.49; 119.24;
107.91; 39.43; 26.60; 19.46.
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sk 5
2-(RTA=TAFRERL) =X #e.g)%

4 DBU(30.60 %, 201.0 % B 4)i% % Ao 8] £ 2300 £ 5P b ag =
*5fe,g]-23-—&4-2-#E(35.90 &£, 1545 EE R TE-_FTEER
7502800 5, 1855 £ ARG B Fa P, R AKMER RS
REFRA, EERTHRERF 1D, FHEMAAKC0ZEA), 5%
HCI(2 x 200 £4), K200 £ )bkt BB T IR REBEANERF
Bl 4dn, A McOHQ x 200 F 74 )se 413 208 80 & & 69 AR AL S W
£(38.35 %, 110.7 £ R, 71.6%), EIMSGH H A4/ 4 mi4E):

1

346.1753/346.1744 :—I
NMR (CDCls, 8): 8.72-8.67 (m, 1H); 8.66-8.62 (m,1H); 8.02-7.96 (m, 1H); 7.82-
799 (m,1H); 7.62-7.57 (m, 2H); 7.56-7.50 (m, 1H); 7.49-7.44 (m, 1H); 6.32 (m,

1H); 3.73 (m, 2H); 1.03 (s, 9H); 0.33 (s, 6H). 13C NMR (CDCl3, 8): 163.16;
139.79; 130.11; 129.41; 128.34; 127.73; 127.21; 126.67; 126.07; 125.53; 124.42;
123.91; 123.38; 123.24; 122.96; 104.55; 39.81; 25.68; 18.29; -4.50.

F A 6
(B TAVEAFHREL-4T-—FLY

#DBUQB.13 %, 205 £ R)mB|AXCOEM) ey TEA =T
AR5 £, 189 FRR)foidid 47- P L% EAF5) 85 4,7
=23 5-2- 58253 £, IS8 EERIMERT, RERAY
AEBTHAEL et #2444 A ELOG0 £, AAQR x 50
EA), 5% HCI(50 £44), K2 x 50 £H4) ik A BABM TR &
REFRERBET ARG E4) B &b, AR B RAL-1S CuH
BT R, AAEN R 3.03 5£.(69.9%) 4 4% & i o4 47 A i
AERRAC A,

- 15 -
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. 1H NMR (CDCl3, 8): 6.94 (dg, >J =7.7
Hz, 41=0.3 Hz, 1H),: 6.78 (dq, 3J=7.7 Hz, *1=0.3 Hz, 1H); 5.84 (¢, *J=1.1 Hz, 1H);
3.20 (m, 2H); 2.30 (s, 3H); 2.25 (s, 3H); 1.00 (s, 9H); 0.27 (s, 6H); 1°C NMR
(CDCI3, 8): 162.08; 143.39; 134.89; 129.45; 127.78; 125.49; 123.84; 105.28; 38.80;
25.65; 18.29; 18.21; -4.57.

kA 7
ME2-RTEFEPRKALF R TK
4% n-BuLi(60.0 £ 4 ki b 89 25M ik,  150.0 £ B R)ig i An

7] 0 C, 4 THF(150 £4) ¢4 2-(R T A= P 3 F Ao §.5) 2 (36.96

%, 1500 2BR)MERT, ¥RERADETRTHIHEIR. RE

B AR R A4 £-80 C, 3 A& THE(S0 EH) % o9 =i 23(14.09

%, TS0 EZBR)ERBARE, 2¥REE, FREREMETER

B A s A RALERE R (00 ) sk, HEMMAAPAR T &

£, 3% F ER0B00 £4) %, MAKQ x 200 EA) kAR L

BT, £-15 CTRELLFE 22.54 £(57.9%) 4 & & & B4

HAREAL A, B — kg 5 W AR xRk sh i (5 & 4 108-110 C)

40 %, EIMS(Fiit{a/#mi44): 518.3036/518.3028 , IH NMR
(CDCl3, 8, #iesfwksc ) 7.18-7.07 (m, 6H); 6.97 (td, 31 = 7.4 Hz, 41 =13
Hz, 2H): 5.66 (s, 2H); 3.17 (m, 2H); 1.89-1.84 (m, AA', 2H); 1.59-1.54 (m, BB,
2H); 0.94 (s, 18H); 0.23 (s, 6H); 0.21 (s, 6H). 13C NMR (CDCls, 3,

3 aEsfuiR): 164.96; 14439; 140.62; 126.50; 122.58; 122.41; 118.74; 104.97;
49.18; 25.67; 24.34; 18.12; -4.68; -4.88. IH NMR (CDCl3, 8,  kastmde )
7.17-7.05 (m, 6H); 6.97 (td, 37 =7.4 Hz, 41 = 1.2 Hz, 2H); 5.63 (s, 2H); 3.21 (m,
2H); 1.76-1.75 (m, 4H); 0.94 (s, 18H); 0.22 (s, 6H); 0.20 (s, 6H). 13C NMR
(CDCl3, 5,  kistmsk  ): 165.18; 144.35; 140.68; 126.53; 122.71; 122.35;
118.74; 104.87; 49.04; 25.67; 25.30; 18.14; -4.77.

- 16 -
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34 8
R2-(RLAZFPETRREL) L) LK
# n-BuLi(100.0 £ A £ Sae dreh 25M ik, 250.0 £ B R)B
%) 0 C, 42 THFQ250 £44) a4 2-(m e = WA Pablr §.20) 2 (68.62
%, 2500 £ERGERY, WARRSHAETETHIIR, KB
Bk A 4 £-80 C, St & THE(100 £4) ey =i 2 1x(23.48
%, 1250 EBRGEREELE, 2¥mEE, BRERGWEE
BT HA A R RAusE (350 £4) k%, KEMMAIAR T
A, FHiT ELGOBS0 £4)d, AAKQR x 300 FH) sk LR
WM. E-1S CTRALRFE 3748 £.(52.2%) Kk & & Lk g 44
by, B—RERALS BRI, BT RIS
EIMS(Fi+H4a/#m48): m/e 574.3662/574.3659
‘TH NMR (CDCl3, 8): 7.22-7.07 (m, 6H); 6.97 (td, 3] = 7.4
Hz, 4] = 1.2 Hz, 2H); 5.65 (s, 2H); 3.15 (m, 2H); 1.91-1.84 (m, AA', 2H); 1.67
(a8 3] = 6.8 Hz, 2H); 1.57-1.50 (m, BB, 2H); 0.89 (m, 24H); 0.27 (s, 6H); 0.24
(s, 6H). 13C NMR (CDCls, 8): 164.75; 144.45; 140.58; 126.46; 122.60; 122.33;

118.68; 104.96; 49.24; 33.93; 25.03; 24.32; 20.14; 20.02; 18.51; 18.47; -2.66;
-2.95. ‘

34 9
MR- (R A FTAFRREL)F TR

3% n-BuLi(20.0 £ 4 & 245 b 64 2.5M 3555, 50.0 5 B R)i% 5 v
2 £ THE(150 £9H) d ¢y Mok dpeh 2-( A TR TR TFRIEEAL)E
(13.62 %, 500 EER)GEET, HHFLERAMET R TR
B, REVFERASHE-80C, #FA4& THFG0 £5H)d 65 =22
bk (470 %, 250 EBR)BHLE, B L RS ES MK EE
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B, WHI AN RS RAEER (50 24k, BAVAEBHE
T WEFRL HAHL2AHET EGO(100 E4) 5, /i,,a aﬂgg
ﬁlj Y&y 4.03 /{(28 2%)% % @ & AR AL a0, B tEah

5B FHig%sx, EIMS(H{E/#om) i) m/e 570.3349/570.3342
IH NMR

(CDCl3, 8): 7.19-7.07 (m, 6H); 6.99 (td, 37 = 7.3 Hz, 4] = 1.3 Hz, 2H); 5.65 (s,
2H); 3.17 (m, 2H); 1.84-1.79 (m, AA', 2H); 1.73 (m, 10H); 1.59-1.54 (m, BB', 2H);
1.20 (m, 10H); 0.84 (m, 2H); 0.22 (s, 6H); 0.22 (s, 6H). 13C NMR (CDCl3, 8):
164.98; 144.47; 140.65; 126.51; 122.52; 122.33; 118.72; 104.64; 49.09; 27.72;
26.80: 26.48; 26.37: 24.29; -3.60.

FE 4] 10
MR- TE-_FAPHEELFL)LKE
¥ n-Buli35.5 g et ey 2.5M ik, 888 EERIZF
#0C, £ THFQRO0 £44) b 2-(I THA —E A FTa i 8 24)(32.6
%, SBO0FEERMER T, FEALRSMAETETHRIETIR, RE
WA e ikob 4 £-80 C, A& THF(SO £4)d 45 =8 2. 4(8.26
%, 440 EER)ERBFHLE, KRB RAM RS K EER, R
T Aiafe RAbEE R % (2 x 300 £4), AMADZ AT 1.
B IRFNF B A T ke ELOG00 £ )P agi8 &0k, B F-15CH3
B dE st Bk sh 8 00 & & 5T K 89 ARARLAd 13.7 £.(40.7%),
EIMS(Fi+H4a/#ml45): m/e 766.3662/766.3641
IH NMR (CDClg, 8): 7.78-7.75 (m, 4H);
7.71-7.68 (m, 4H); 7.48-7.33 (m, 12H); 7.22-7.20 (m, 2H); 7.09-7.05 (m, 2H); 6.93-
6.88 (m, 4H); 5.28 (s, 2H); 3.36 (m, 2H); 2.21-2.15 (m, AA, 2H); 1.85-1.79 (m,
BB', 2H); 1.06 (s, 18H). 13C NMR (CDClz, 8): 164.06; 144.19; 140.54; 135.45;
132.28; 131.91; 130.06; 129.99: 127.84: 127.79; 126.45; 122.65; 122.54; 119.06;
106.81; 49.25; 26.61; 25.10; 19.38.

Bk L ZFIHETHEG AR50 2)F, RGEH 44 £-15
C, HRAFEE 2RI B AR 4948 4 R gAML 64 1.62 %,
- 18 -
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(48%)(E e 455 %),

F4 11
R2-(TEA_PEA TR L) K flegl KTk

% n-BuLi(25.4 E 4+ Cap b 69 25M ik, 63.50 £ B R)ZE I
5| £ THF(80 £4H) b e 2-( T A= TR Palt A A) =% H (o8l
(20.00 %, 63.48 £ e Rukibehigiry, FHRALRGUEE
BT DR, AL PREEN, wATRE0 EA). HATFE
Fh 2 £-80 C, RiFAANTRQO EH4)PH L TROGIS £, 3167
FER), BRERSHES MK ETR, HHE AR RMAEE
(2 x 100 Bk, BHIAMBHREBEA TR, RERAHEIC
23 At 6 B RS HO00 £ 5, 125 AR, 39 %),
EIMS(F#iiH 4/ #ml4): m/e 718.3662/718.3659

1H NMR (CDCl3, 8): 8.73-8.69 (m, 2H); 8.66 (dt, 3J = 8.2 Hz,

45 = 0.6 Hz, 2H); 8.02-7.98 (m, 2H); 7.63-7.58 (m, 6H); 7.42 (ddd, 3] = 8.2 Hz,
3]= 6.9 Hz, 4] = 1.3 Hz, 2H); 7.34 (ddd, 31 = 8.2 Hz, 3] = 6.9 Hz, 4] = 1.2 Hz,
2H); 6.17 (d, 41 = 0.4 Hz, 2H); 3.57-3.54 (m, 2H); 2.09-2.06 (m, 2H); 1.76-1.73 (m,
2H); 0.72 (s, 18 H); 0.11 (s, 6H); 0.03 (s, 6H). 13C NMR (CDCl3, 8): 166.68;
139.37; 131.67; 130.32; 129.25; 127.93; 127.04; 126.70; 125.91; 125.46; 124.54;
123.61: 123.43; 123.20; 122.97; 102.67; 49.93; 25.48; 23.68; 18.04; -4.82; -5.03.

e 12
s(l-(z P A e 4)-2-(RT A - FEAAREARL)3-HF LUK

3% n-BuLi(16.1 £ 45 kb ey 2.5M ik, 40.2 B R)iEHAn
2)-20 ¢, 2 THF(100 £ ) b e m2-(R T A FA PR AR H 1)
(1038 %, 200 ZER)ER Y, HRARERSMETRTHHEI
JBF, O CHRERZFHI0685 £, 63.0FFR, 8.0FEHA)NR
B FRERT. ¥ RTE, BAERSYETRTHMIA,
FEENEL. Hevrersan CLCLERF2a% i, AL
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A3 s F ELO(I50 B40) %, ki 4p 2 0 T35 10.29 %
(77.6%)44 4 2:1 3k s el tht iR G40 80 1 & & SR 09 45 AEAL -4,
EIMS(#i3+{4/#0m] ) m/e 662.3827/662.3834

IH NMR (CDaClp, 8, 3/%
seatwesk ) 7.51-7.49 (m, 2H, £ ); 7.42-7.40 (m, 2H, % ): 7.29-7.24 (m,
4+2H, /% ); 7.22-7.17 (m, 2H, ) ); 7.08-7.02 (m, 2+2H, /% )
3.29(s, IH, #& )%3.27(s, 1H, £ );3.00-2.96 (m, AA", 2H,- % J; 2.72-2.65
(m, AA'BB, 4H, % );2.44-240(m, BB, 2H, ) ); 1.02(s, 18H, % ); 1.01
(s, 18H, % ) 020(s,6H, %k )0.19(s,6H, % );0.10(s, 6H, % ) 0.05
(s, 6H, % );002(s, I18H, % ) 0.01(s, 18H, % ). 13C NMR (CD;Cl, 8,
Fiestukdk ) 158.32; 144.56; 139.24; 125.09; 122.74; 121.98; 119.89;

118.08; 45.08; 26.14; 24.06; 18.52; -2.39; -3.40; -4.66. 13C NMR (CDCl3, 8,
K AEsboeh): 158.08; 144.50; 139.14; 124.97; 122.62; 121.95; 119.95; 118.50;

45.13;26.14; 23.86; 18.47; -2.29; -3.40; -4.24,

S 13
PR (-Gl T A TR AR i ) s ar
45 n-BuLi(20.0 £+ s b 44 2.5M ik, 50.0 F B R)i&H Ao
210C, £ELOGOEA)Poy 2-(RTA-FAFARAL)H(12.32
%, 500 £ERIERT, FEZRTHAERSGHHEN TR, A5
Bprigetiminitidime 0°C, £ELO QS E4)Fe TR _RARK
(3.03 £4, 250 g BERIER T, AZRTHRAERESWHILLAE,
At de fabin iz (150 Z£44), R x 100 F A) sk if ZBRA T 1R
AL o e, HLET I MeOH fomimgsmd. KEd
Aodp £-30 C 3| Ak & Sikey 5.78 £(42.1%) kMo, F—K
FE M A3k S Ak 8 kst ek gk, EIMS(FRiHa/#mi{E): m/e
548.2962/548.2958 . sz &: 92-94 C,
1H NMR (CDClz, 8): 7.22-7.14 (m, 6H); 6.98 (1d, 3] =7.3 Hz, 4] =14 Hz,
2H): 5.85 (s, 2H); 3.9 (s, 2H); 0.97 (s, 18H); 0.34 (s, 6H); 0.28 (s, 6H); -0.23 (5,
6H). 13C NMR (CDCl3, 8): 164.96; 144.44; 137.55; 125.13; 122.75; 12141,
-20 -



118.83; 104.00; 43.06; 25.77; 18.20; -4.34; -4.88; -6.99.
A 35 A Aty MeOHQG x 50 £41), ey X350 £4) X5 ik
FEAEZE Y TR, HR AL E HeyIsbgey 347 £(24.8%) R dedEd
BRIk (E M £ A 66.9%),

Fae ) 14
WA RQ2-(REA TR P L) T L)

4 n-BuLi(524 £ 4 £ ks b oh 2.5M ek, 130.9 & B R)ig il Ao
2] 0C, £ELO0(120 £4)d ey 2-(W O A WA Pl f24) 8 (35.58
&, 1296 BRI ER T, FEEZRTHRAERSHEHTR, R
g eaikz E e 0C, A ELO G0 £ ey — A — Rkt
ik (19 24, 648 £BR)P. BARRSHAEZRTHITR,
¥ Asefe fALEE R (300 £4), K@ x 200 )bk, BARBMT
¥, REEMNFHoEN, HFHLET MeOH foimalsg 41 RoM T,
Hed Aot dp £-30 C1R2) G e Koh 11.67 %.(29.7%) e 44084,
s dh 6 5 — R T A3l sh il A e dE xtardb k. EIMS(iHa/#%
m4a): m/e 604.3588/604.3585

1H NMR (CDCls, 8): 7.22-7.13 (m, 6H); 6.98 (td, 3] = 7.3 Hz,
4] = 1.4 Hz, 2H); 5.85 (s, 2H); 3.99 (s, 2H); 1.72 (ks 3] = 6.9 Hz, 2H); 0.94 (5,
6H); 0.94 (s, 6H); 0.90 (d, 3] = 6.9 Hz, 6H); 0.89 (d, 3] = 6.9 Hz, 6H); 0.38 (s, 6H);
0.34 (s, 6H); -0.23 (s, 6H). 13C NMR (CDCl3, 8): 164.87; 144.49; 137.53; 125.13;
122.86; 121.38; 118.84; 104.26; 43.15; 33.76; 25.19; 20.17; 20.08; 18.54; 18.45;
-2.30; -2.75; -6.73.

B4 3 Ady R 69 MeOHQ x 100 £4) ekt A AT b TR, 33
ML E ey A shg ey 14.02 £.(35.8%)64 AW 2% 3k ek R (ROl B A
65.5%).
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g4 15
ZEAIRC-(RT A PAFTRREEL) = 5[e.glzh £)]4

#n-BuLi(7.9 £ s £ ot bay 25M i, 197 & B R)iR & e F)
£-20C, THF(SO £#4) % g 2-( T A =9 A Vel 88) =% f[e.g]
2(6.83 %, 197 ZEERIGERF, BARNLEERMEAETR;
it &5 me) e THEGSO £4) g Z1C1(2.24 7, 9.6 EE R ER
PR RLRA A 20 e, &K THF 23— B4k, B CHCLL(50
EMEBGF e i EAER R, AL CHCL R 4 é 400
Bk, B ELOQ x 50 ) sk 2]k &0 Fdked 2.97 £,(34.0%)
WHAA D, EARAACAM) BIMS fragd, Fig Segpiadtd
m/e=850-859 &b s 2% 28 A%, CasHsoS1,0,ZrCly" ¢4 8 & F,

IH NMR (CDCls, 8): 8.45 (m, 4H),

7.66 (m, 4H); 7.50-7.41 (m, 8H); 6.24 (s, 4H); 1.08 (s, 18H); 0.34 (s,12H). 13C
NMR (CDCl3, 8): 153.11; 129.88; 129.02; 128.21; 128.13; 126.95:; 126.82; 124.25;
123.37; 118.32; 97.22; 25.80; 18.48; -4.12.

34 16
R (12- B AR 2-GRT A T AT m )5 L))
#n-BuLi(8.3 £t ek b ey 2.5M g, 20.7 £ BE R )i % A g
£ THFGO0 £ 4) F ey mC-(RTA PR FAKALH L) T1(5.37
%, 103 EBR)eG Aokbdragms b, T HALRGHETETHHE
R, REBREFTHMAGRFEEE sz THEQ20 2 4) 4 ¢
-80 C ey ZrClL(241 %, 103 R EFR T, FRLRAHFZE
Aedh BB R, RAEMNFAFERK, B CHCLOS0 £4)
F B Bk £l AR RALAE, REE A3 2-30 TR R ERE
Btk 147 £.(21.0%)i8040 040, EAFMACE4e EIMS Figd, &
i % W Rl E b b m/e=676-684 4 a5 %) 48 %, C5,H,81,0,ZrCly" ¢4 8
5T,
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IH NMR (CD;Cly, 8): 7.64 (dg, ] = 8.6 Hz, 1.9 Hz, 0.9 Hz,
2H); 7.31-7.27 (m, 4H); 7.07-7.03 (m, 2H); 5.93 (d, = 0.8 Hz, 2H); 4.01-3.90 (m,
AA', 2H); 3.58-3.47 (m, BB', 2H); 1.00 (s, 18H); 0.20 (s, 6H); 0.19 (s, 6H). 13C
NMR (CDyClp, 8): 150.12; 126.17; 125.14; 124.86; 124.79: 123.35; 116.99;
108.54; 98.61; 26.30; 25.80; 18.61; -3.94; -4.27.

g4 17
—fAshiEAE-12- 2 LA Q- T A= T Far §.55)-4.5.0,7-w9
A3 R4

¥ 42 CHCL(150 F41) & 6 — f AL a2 -[1.2- B Z A (2-G T
Ao WA WAREA LB RE(1.00 £, 147 A ) PO,(20 £ £)
G RomET0 LU BEFREE T AL 10 ) af, BEREHEIFRE
ARk rabE, FHENAELE. BEAMET RGO EA)F A
2 0 CRE ARG EME Bk 0.80 £(79.2 % ML edh. A
Yoty EIMS fig b, feig & ¢ Bl4E 4 rk m/e=684-692 sLal 55540

2% CyHyp81,0,ZrCly" vy 5 & F, IH NMR (CDClo, 8): 5.69 (s, 2H); 3.39-
3.29 (m, AA', 2H); 3.04-2.97 (m, 2H); 2.85-2.77 (m, 2H); 2.73-2.64 (m, BB', 2H);
2.48-2.34 (m, 4H); 1.90-1.70 (m, 4H); 1.59-1.42 (m, 4H); 0.92 (s, 18H); 0.20 (s,
6H): 0.16 (s, 6H). 13C NMR (CD;Clp, 8): 142.24; 127.66; 117.29; 114.18; 106.45;
25 46: 24.46; 23.80: 22.05; 21.92; 21.75; 18.10; -4.09; -4.65.

e 18
ZEAI A2 B L ARC-RT AP APRRAL-1-H )4

3% n-BuLi(16.1 Z4h Sin b ey 2.5M sk,  40.2 £ R)igiE A
%) 0°C, £ THF(B0 £4) ey (2-(mTAFA TR ELF R
(1038 %, 200 EERIGERT, R LREMETERT HAL
B ERNELE PR FEmReka e ks HICL6.41 £, 200
EERYRA, FinbnbiE-80 C, ATy CHCL(150 £4).
kg E LR MK ETER BHIRFEEELTERER
fodg. ks34 £-30 CIR2) K% &0 B ke 1.96 L(12.8 % )iFA

=23 -
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.......

febdh, AinHAe EIMS figd, A SHRAATILA
m/e=760-774 b3 5% %) 48 &%, C3,H,,S1,0,HCL, o4 8 % F,

I NMR (CD»Cly, 8): 7.64 (dg, J = 8.5 Hz, 1.8 Hz, 1.0 Hz, 2H); 7.34-7.25
(m, 4H); 7.05-7.01 (m, 2H); 5.86 (4, 4] = 0.7 Hz, 2H); 4.02-3.92 (AA, 2H); 3.71-
3.6]1 (BB, 2H); 1.02 (s, 18H); 0.22 (s, 6H); 0.21 (s, 6H). 13C NMR (CD;Cly, )
148.64: 126.19; 124.97; 124.35; 124.30; 123.49; 115.47; 105.37; 96.46; 25.84;
25.52; 18.62; -3.92; -4.26.

Fkp) 19
—HAeN A (12- 2 2 AR Q- LA T A TR AL HFRE

3% n-BuLi(16.0 &4 45 45 Py 2.5M 53, 40.0 F B2 R)iZ 3 Ao
7 42 THF(100 £A4) ey (2-( LA P A TR 8 H X TR
(11.50 %, 20.0 £ &R RukbFaisd T, A HRAEREMEEZR
TR REHARLHE E BT RELT mE]-80 T, £ THF(2S
F) P ey ZrClL(4.66 %, 200 BRI EFa T, KREREHE
B ZERAREIA. ARENFIRERK, B CHCLIS0 £
)R F SR L RARE e, KBRS FHEI0CHAHE
&L B ke 325 £.22.1 %)egiric e, AILBET MEfE
TR AR TR A T X-HEmaa £ 8k, Eidsdey EIMS g
b, feif B e El4LE kA m/e=T32-T40 4L 5| 48 A,
CoeHnS1LOZ1CL Wy 7 8 7 IH NMR (CD5Cla, 8): 7.66 (dg,

J = 8.6 Hz, 1.8 Hz, 1.0 Hz, 2H); 7.35-7.29 (m, 4H); 7.08-7.04 (m, 2H); 5.95 (d, 4J =
0.6 Hz, 2H); 4.04-3.94 (m, AA', 2H); 3.56-3.46 (m, BB', 2H); 1.74 (¥ 31 =6.8
Hz, 2H): 0.99 (s, 6H); 0.97 (s, 6H); 0.95 (d, 3J = 6.8 Hz, 6H); 0.94 (d, 3] = 6.8 Hz.
6H); 0.26 (s, 6H); 0.25 (s, 6H). 13C NMR (CD;Clp, 8): 150.48; 126.13; 125.18;
125.10; 124.85; 123.32; 116.94; 98.53; 34.22; 26.41; 25.84; 20.35; 20.14; 18.80;
18.64; -1.62; -2.01 ’
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54 20
AR P A PR AR T A FEATRIR
- EE )

3 n-BuLi(16.0 £ kP ey 2.5M ik, 400 £ R )il o
2 0C, #EL0@40 2 M) b w—FARQ-ERTA-FEFTAKEL)
) sm(1098 %, 200 B R)EEY, FEALREMAER
TH#EIE EATFREERN, FHAGENK, FHE ZrCl(4.66
#,20 EER)YRA. RS E-B0C, AFAe CHCL150
E). BiEFenEiEaidiek 288, B8R LR
VAM A A4, R A2 230 CREEZ EH R 795 £(56.0 %)
B S AR AL At ¢ 21 SN AR I AR A, EARARALE Y
ty EIMS frig o, feig % e E4x &k A m/e=700-714 430 555 40 %,
CsHyoS30,Z1CL s & & 5. @it THE g it ATR B, REHRE
LiCl 5f A M ELO b 2 13 3] b SAFARAC A4 69 A 464 10K A 4R 2 uk
ik, 1H NMR (CD7Cly, 3,

shi¥ #): 7.47-7.44 (m, 2H); 7.37-7.27 (m, 4H); 6.91-6.87 (m, 2H); 6.22 (d, 41 = 0.8 Hz,
2H); 1.19 (s,6H); 0.92 (s, 18H); 0.27 (s, 6H); 0.21 (s, 6H). 13C NMR (CD2Cl, &,
shaf ) 155.89; 128.69; 127.13; 126.84; 125.07, 124.94; 119.69; 104.50; 73.22; 26.12;

19.23: 1.04; -3.36, -3.87.-

BAF 0.5 4 Buchi s E%, 200 4 FRFRIT. £

— R BAE T, K — 36 MAO/F ik m | BB B % L4 5 24t

AR BB BT RA. E—FireF kb, 4 10-15ummol ¢ 4
- 25
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Bk TR 48—+ MAO/F Rz, 34 25 CHRAENRS 540, i
WFENF RAAMENR SR, BEHHEERII A FEES. 20
X 60 H4bs, MmATEXRTEELES, B LE/HC & ¥wE/HC 3%

&G ARG,

7 R4eaB i (MAO)A 293 % (& 8) F ey 5 X4k A (8 Al 4
13.1 o (w/w), 12, TMA ¢ Al 3 3.50 % (W/W)), & 4k J 64 255 F= 5 45(99.5

% VA AELIK,
URFFTALG.

# 1
AL H £ 4 EH
REBE e

1% 0 1.30
1 20 . 2.00
] 40 270
1 60 3.40
1 80 4.10
1 40 2.70
1 40 2.70
1 40 2.70
1 40 2.70
1 40 2.70
2*") 20 2.00
2 40 2.70
2 60 3.40

- 26 -

Al:Zr

T APPIR R

3000:1
3000:1
3000:1
3000:1
3000:1
50:1
250:1
500:1
1000:1
10000:1
3000:1
3000:1
3000.1

P

500
5300
9000
7000
3500
200
3500
9900
9400
10200
20
150
500

Mw -

33100
19000
9200
7000
3400
27700
17700
15900
13500
4600
123000
37800
12600

Mw/Mn

1.9
24
2.7
2.9
2.6
1.8
2.1
2.2
24
23
2.1
1.8
1.8
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*Y 1 3548407 5134 2% -[Et-(2-(t-BuMe,Si0)Ind) ], ZrCl,
*%) 2 35 AL F) 913 2% -[Et-(2-(t-BuMe,510)Ind), |, ZrCl,

45 22

AR TG 2 AERS, AAHRERTTTAZ Y.

k2
&%EJ pe i 3 ) Mw

FAPPER  HHER)

_ Zr/h)

513K #-Et[2-(t-BuMe2Si0)Ind]2ZrCly 5300 19900

s} #%-Et] 42 2. 4 Me2Si0)Ind]2ZrCly 2700 16100

oi-3 #% -Me2Si(IndH4)2ZrCl2 2300 53200

s34 #% -Et(IndH4)2ZrCl2 800 33000

T ,.=20 °C; p=2.0 @,

5] 23

Mw/
Mn

2.4
2.1
20
2.0

B 4w a1 =60 4-4F; AL.Zr=3000:1

°C

148
146
146
138

AR 2RI BCE) MK RO RERLAEERN ZLESR
fe4e(TEAVE 2 2o Jr e M nd B-20 'C & 2.0 & |t B ) T #t4T, £—
frehdAE P 5 03 f64 TEA 5 50 A FR—ABH, KBNS
BRONAE., BiafEmnrmgFRym14 mER), 60 54
B, ANLEHTEAELRA, BoWAR Lap/HCL g 7 E/HCL ik

AT A
EEHARERFTTTAI P,
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%3

REE 3 [mm] [mmmm]
FTAPPERMD (%) (%)
[3}3% #%-Et[2-(t-BuMe2SiO)Ind]2ZrMe] T[B(C6F5)al” 7500 96.0 953
[5}# #%-Et(Ind)2ZrMe]  [B(CeF5)4]" 4600 949 937
[5h9% % -Me2Si(Ind)2ZrMe] "[B(C6F5)4]” 4600 957 949

mE =-20°C; REHE = 20 54
53645 24
o LM OHRA. BRTTFTAS P,
£4: RAETEY Bz & 0SiMe,tBu),ZrCl,/MAO #» Me,Si[#
A& HLZICL/MAO/ (4 ) st Al 4k A (ALZr=3000:1 ; #4k)E H=2 €,)
1% THRAE

EE BN 3 Ip Mw Mw/ Tm %@
kg PE mol °C Mp °C %
Zr/h

1  Et[IndOSiMeztBu)2ZrCl2 6900 80 14700 3.8 126 65

2 Me2Si[IndH4]2Z1Cl> 6400 80 55800 2,0 134 69

3] 25

4B R A2 2.0 4 Blichi 2 5% o #1300 4+ 34 ¥ 47, AL
# AUZr=200  jg 9 3+t ABO(3}5% 4 -Et[2-(& T & Me,SiO)
ALZrICL) 4 MAO ¢4 B -k FAR BB, REEWHTH 25K
BER, AR B dhimik s, BRAREEMMKETO CHELER
B. BEFbE, #5000 LHENBAREEYALAN. B
30545, AACHRARFLRE, FMRELEEFEMETE,

B30 545, ReMenikdh 120 844, BAKERY
526 4 # HD-PE/%,.7r. ) #f.

%2345 26
- 28 -
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% 45 4 2.0 4+ Buichi % 5% eh 1300 £ K P ikfT. HE
A AVZr=200 | f 3% 7 ¢y ABOs(3]55 4% -Et[2-(3 T 2 Me,SiO) %
£ 1,ZrCL) s MAO ¢y Be &5k F AR B & T, REBYETH 1.25
BIER, AR BAERG, BESRAEZERHKETOCHRSE
B, BT, #SC5ENUBEEAANRGAEE T FFHRL.
2430 54b5, AW LERARFIER S, FALERFEA N
&,

B30 0405, Botheidh 103 R B4, HAHERR
903 + %, HD-PE/ ,.Zr.,) 5,

F k] 27

%A F_ji 4 2.0 4+ Buchi & & % 4 ¢4 1300 F A R4 F 47, # &
# AVZr=100 | 7z 9 3 % ¢4 ABOy(sp34 3% -Et[2-(4 T % Me,Si0) 2
£1,ZrCL)e MAO ¢y B b sk FAR LB T, KekiyEh 0.63 it
BER. ALK B A HERE, BRARAENHKETO CHREE
JE., BRI, S ElLHEEANRGRBBEFTFHBEL. K
530 o4 e, A CHRAMBLRE, FAALSFHERETE.

B4 30 5405, Bo e Ak 96 I A4, WAL F S 1670
T+ % HD-PE/ #,.Zr. .} &,

3244 28

B4 F e 2.0 4+ Buchi & m 4+ 45 1300 4452 v it4r. #HR
A AVZr=100 | & 93 & ¢y ABOy(s1i% 4% -Et[2-Ghn T 2 Me,Si0) 25
ALZICL) 4= MAO #hBc 0k SAREET. R BeEH 0.6
BR, AR A hiEia s, HRAAEEMAETO CHREE
B, BREFEE, BSehEHLHEARSRAREETFHBERE. K
&30 54v 5, A THEAMAFIERE, AR EE TR HTE,

2430 o4b 5, RO ES 12 £ R A4, HALRIERA 435
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+ #, HD-PE/ #,.Z1..) 8¢,

A 29
% 4K e 2.0 # Buchi & &% b e 1300 £ A4 K TR, HR
# AVZr=200 | 29 5 & 65 ABO;(shiK 35 -Et[2-(i T 35 Me,Si0) %
£ 1L,ZrCl)F MAO ¢ @ S E AR BB F. BB TH 0.0 4
BER, AR BLS i, BRAABEMAETOCHESR
. REFEE, %5 erENUREARGARBTAEAL. R
£30 bt e, AMHBHARFLERE, AR METHEREILE,
2430 5405, BAdhepik B 27 R A, AL ER A 936
4 # HD-PE/ %,.Zr..] 85,

F 45 30
2 A5 f 4z 2.0 4 Bichi & E %5 4 ¢4 1300 £ A S P47, ¥R
# AUZr=500 |z 9 3% g5 ABOy(5} i #%-Bt[2-(R T 2 Me,SiO0) 2
£ LZ1CL) 4 MAO gy B &5 F AR R BT, REEYEH 0.6
BER, EANEA BOYERE, BREABEBMEETOCHRER
B, BRFEE, ¥SerElHEiNREARERPAERAE. R
£-30 oAb, AR CHERARIEEEE, AR EPELHTE.
A 30 Hoab e, Bodhagidkh T3 ARG, ALK Fikh 2534
+ # HD-PE/ #,.7r..} 0,

hi geakt) 1
B 4B g A 2.0 4 Bichi & g 445 1300 545005 & 4T, HE
# AVZr=100 | f § 5% & # TA 2677(Bt[1-2 £ 1,ZrCly) %= MAO #h e 4
W SARF R, B EH 0.65 AR, ARK S
Bk, BROGAEEMAETOCHRARE, REFEE, #5
ENEGLHEENBORBEFFHRE. BE30545, XMLH
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BEAFLERE, FAEEE FHEANILA
2430 o4 e, RoMechdh 9 AR, BARELA 5]
+ % HD-PE/ %,.Zr..| 8¢,

Yo #% o364 2

% 4B R4z 2.0 4 Buchi Z % ¢ ¢4 1300 4 K bt s, #H A
A AUZr=200 | # ¥ 3 &ty TA 2677(Et[1-2 £ 1,ZrCl) 5= MAO a4 e 4
MERIANBEEET. BERWEAN .65 BER, LN EREY
BkE, BWRAGAFBMAZETOCHBELRE. REFHE, #S
CoEY LHENBORERPABAL, BE30 545, XALH
A AR R B, ¥ ERE RS P AR R,

%430 5405, RAMe IR A 2T RO, AR EHA 455
+ # HD-PE/ % Zr..] 6,

Yok s34 3

¥ 4R s 2 2.0 41 Biichi 3 m % ¥ 44 1300 4 K b its7. ¥4
# AVZr=500 | f 3% b i TA 2677(Et[1-2 £ 1,2rCL) 4= MAO # e
MBEERFANBREBF, REEBHEAH0.65 MER, WwAELANEESS
BikE, BRAGREEMMETOCHREAGRE., REA¥H, #S
Eo R L EANRAREETAHBRAR. 2630045, XATH
#AEIE LR, FMARAEPERBTE

2430 54t 5, RAWHICEA 25 AR, ALK FHh 421
4 %, HD-PE/ % .Zr..) 8¢,

B T&£EPeyiLsh et

-3 -



Witco & 7 &

MAO:Albemarle 4 j* ¢4 30 % (&%) 7 K 4a-R50e) FRER,

BiE Bogagsisg, HO f 0,<<1.0ppm,

zi: BiHwm, HO 0,<<1.0 ppm ,

BB A ] 28-30 B AR A RA LR B 153 A0k,
EHBRTTAES ¥,

%5 ABO3 #» TA 2677 g o

o4 ABO3 TA2677

FE : 0.6 0.65

AVZr (mol/mol) | 100 200 500 .| 100 200 500
)} ;32 '

L% 5 €

=BT 70

KE (8) 12 27 73 9 27 25
#p kgHD- | 435 936 | 2534 151 455 521
PE/ %484 A i

Mw 205000 | 114000 | 101000 | 128000 | 124000
D 4.0 2.8 2.9 3.4 2.8

A1 Tt EARAKT &R O 6 B e i
232 -
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=
N
o
i
&
o
X
.H
bl

B A p e 3R

i) 25-27 ¥R T REBKRESSEASE LT A, AKEHY
RE, BEGERHETHAK KX EEFFTL, SEAHNGE
MN2.5 BRIV 2] 0.6 B RES, 28 M e,

FAef] 28-30 R LA R4 1-3 9 T 2-F A R B AT
TFAHRAAFERG TN, S_fA2-R A B R - TaE
R BAR IR, RILF] E I (3 5 B B A &6 AVZr phag 44k
), ROAERAEEA MAO 2 148 5 mBe b4, F+EALIE T 4549
EW, AEB L PTAFERRAR XN S,
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