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Fik, TAFROEAAERMEHBAANKRAGETRE—FRNESZ
Y P 18 W W Ak 5 3R

B TFAKAFT EQRAFERATH. AF. I-TH. &, 1-
A I-F AR, ,

dovA LRF A, BIIEA AL ABAHAKEZTRI LR S
T ENEEY.

F b AL R B —A B 6 R EA A TAFAE 1-THHRY:

(1) £ 135CTF FrSLA(THN) P R B w32 5 F 2.5; 44
#EHT3

(i) &F 24 % Mw/Mn 4 2-4; {Rik 2-3; Fo

(iil) #5524 100°C-115C; 4kit 100°C-110C,

IR T 08 T A58 @ 2R TR F] B 8.

5k #.4
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B 7 ik Fe RAE

1 F Fo

FIr T A5 o 56 SRR 47 Schlenk $ R4 22,

W H 48 FUR(MAOME 4 30%E &/ F Rz (d=0.83 g/cc)#F A
Albemarle # LR R AE4E A .

ALK F P C-5 F, FHEM SR A MAO 10%E &/
147, 40fF B Crompton AG (VA Al #+ 1.7 M F FKIZ&)ARFEAE A .

4t = F T AA4(TIBA)R RAEA .

F+ =32 B 4e s LA £ B 4K 44T 10 ppm.

B it iRAvA L2a45-4F3) 101 g/L TIBA/F+ ki ik,

B AR ME A ik, @it/ Perkin Elmer DSC-7 L L&) £ 71 &
#HiEDS.CONEREMAEE(T,). ¥F ARG LHREHS
(5-7 mg)FEH T4 H L 10°C/o4rm#M E 180°C. A #Esuie 180
CHRHEr 5 AV AL FTA fkdh kAL, RE VA 10°C/41440 £ 20C,
A 20CTHE 2 5475, ¥R E ZRvA 10C/ 4tk £ 180
C. BZH R BEATE, LR AN A BAEE(T,), FERk
A EEACK (AHY),

KR Bt A v A R AR 42 PLgel 20 um Mixed-A LS (Polymer
Laboratories, Church Stretton, United Kingdom) #9 Waters 150C
ALC/GPC #L(Waters, Milford, Massachusetts, USA)#| & o--F & 44k,
Firik A2 49 R<F 34 300 x 7.8 mm, Fi{E A #9i5 | A TCB, REFHEH 1.0
mL/4F. £ 1,2,4- = 8 R (TCB) Y ¢4k kA A 0.1 g/dL, Am 0.1 g/L
49 2,6- =4 T A -4-F L KB (BHT) ARy AR, EAARARA 300 uL,
FiATMEA 135CF %3, GPC ARERE 46y, BAKATHT 1-
THREGMR |-THREMGRFEIEYGE ST ESRRELREY.
B, KAHFEH 580-13200000 ¢4 12 MK LA AR E|E
AREHLR., BESFREEXIHFR 1-TH Mark-Houwink X £ 49 K
A5 A Kpg=1.21 x 10* dL/g #= Kp3=1.78 x 10* dL/g, Mark-Houwink

16
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S a SRR THBAEA 0706 FostE 1-THBZAH 0725, BP1EA
BAF Tk, PR 6 49-F 5 BAX A B — AN IRAR ) F R4 HE,
CAVEFT A5 AT AR AT PR AR,

BWERATHERENHR_TFEA  —FRAFAKA{(R4T-=F
A-1-2 £ )-7-(2,5- = F £ -3 R [1,2-5:4,3-0°]- &) } A 44 (A-1): o ik
WO 01/47939 v 3 ik 44 AR A4 &-Be AR [3-(2,4,7- = F &£ 20 2£)][7-(2,5-=
WA -IR1,2-5:4,3-b° -3 eE ) | W A AR k. ARAT, 45 3040 g
#9% B4R (72.26 mmol)#= 170 ml £k THF Jn A 3| Ee &4 5k ) 445
HRAEMKBERELE Y., HRFIGFEETRSIFLEFELE 0C
T, Br@EERRBF;EMm 58.4 ml £ T FH n-Buli 2.5 M (146
mmol), AN RE, EFBTRFFARERR 1 DB, REAE
£-50C, REGH TN 48.6 ml £ =T AL FLF 49 MeLi 3.05 M
(148.2 mmol). & Schlenk ¥, 16.84 g &9 ZrCl, (72.26 mmol) 170 ml
FRFERAR., A REMRFELE-S0C, AT ERAK-NES
Tk F Rk mNFTiR ZiCly R, AN R, R RAEAWIE
FEBABHEASN LD, FRHEZEEF R, 'HNMR S ETR
BEALH BAFL S Y. BRAETHREMAELY, EHAFE 6 A A
HAFEHREF T 100 ml ¢4 Et,O . B Uo4PE, 2 G4 et
BREMNTRET R, REKFMERERFRS LAOEWRA EO
RERR(LBREBZANMRERAETE), REAZTHR, AHTR
(60C)EFT R L BB/ R ERARR, LI TREBERAEELTHL
&.(% 650 ml ¥X); AT TRALRIRYIFE 286 ¢ TEH K,
H 'H-NMR 2 74 B #3854, TE&&RK. KT %A 73.3%,
'H-NMR: (CD,Cly, r.t.), ppm: -2.09 (s, 3H), -0.79 (s, 3H), 1.01(s, 3H), 1.04 (s, 3H), 2.38
(s, 3H), 2.39 (s, 3H), 2.43 (d, 3H, J = 1.37 Hz), 2.52 (5, 3H), 2.57 (d, 3 H, J = 1.37 Hz),

6.61(dq, | H, J=7.04 Hz, J = 0.78 Hz), 6.81 (q, 1H, J = 1.37 Hz), 6.85 (dq, 1H, J = 7.04
Hz, J = 0.78 Hz), 6.87 (q, 1H, J = 137 Hz), 6.91 (s, 1H).

3B WO 01/47939 4] &4 ¥k —fAb— F A F Ak £ {(2,4,7-=
FE-1-20 R )-T-(2,5-= F A -30 K [1,2-0:4,3-b°]- 30K 7 ) } 45 (A-2).

17
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HALH R 8951 &

g4 1 EAHIKE C-1 941 &

1%.3.6 cc 44 TIBA/F+ =455 2.15 cc ¢4 10% MAO/F KRk iR
& (MAO/TIBA, B Rk 2:1), KRG, 115 mg#) A-1 IZFiZERP.
T s RAME A L E., EREF SOCTARBAL 4 ATRER
PIRE 212 cc AR, REBRAENFBEEEY, REMEEIK,
Al,/Zr=200; MAO/TIBA 2:1 mol/mol, Zi&:& 8 F 4T 1- T E A,
AE L,

AR EAH) 2 HALFIR AR C-2 8944

@itig A 13 mg &9 A-1 = 2.8 cc 4 MAO/F K 10%, 4n2364) 1
ARAE R 361Z RAef], EFRTRA, RATRIEH K. A RNE
ELEErRALMNE 10 pHEREMEANT I-THEAS.
AVZr=200, Z%E®& AT EH 1-THRE, FLE L,

5] 3 BALKIAKRR C-3 64l &

1% 9.7 cc & TIBA/F+ =txim% 5 1.9 cc 49 30% MAO/F Kis %
RA(MAO/TIBA, Bk 2:1), AE, 20 mg ¢y A-1 Bz misfE,
B RT R, B ERRRE T EMAREKRRIE, @itk
e 2.0 cc B 13| &L im ik, MAO/TIBA 2:1 mol/mol; Al /Zr=400,
BT EH 1-THRS, ARLEA L

F) 4 HAKIKER C4 5%

RAFEHR AERRZG 10 L %k SIS 4 MR,
BERAAT, $2300g £F+ 45449 110 g/L TIBA &% F= 790 mL
£ F R P 6 30%E F/€F MAO & & (Albemarle, d=0.83 g/mL)An A%
B HAGFLATERTFRHETRE | T, ZEA 135 g # A-]
AT PR A i, ARG AL 1460 g F+ I B BATRE0EE
BRVAKRF| T ERBRARE., BREBRBREHAZE S5CHRAA

18
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T RIBJEZE 14 mbar-a VA8 T ARBIRE T K, £ 3 DBA, iKY 660 cc
B4 75/25 mol/mol ¥R/ F+ Iz, MALERF RAG T RXAH<1%
F&., 1523900 g &9 2 oA F o4 a9 HEALIE IR

Al 3.4%F &, Zr 580 ppm, AlZr BERibA 203, ALK (4E4L
F+BIBEACH] IR E A 107 g/L, ZER A T £ 1-TH R KR,

b

PE P 5 BEALHIIRE C5 644

i@t A E ZAF) Al/Zr pe) A 200 F= 500 #93iE 5 B 49 MAO/F 3K
B A2 BB SR RAY. ER TR -THRESREZ
A, ETRTHRBATRIZR 10 547, BAELHFFIF5RAMe4
HERRFTR2 T,

RARE

1-THRE, BAF*

A S50CTF, 620 gk 1-Tt F A dovAd L3R5 69 ARAE4F 3] 49
—ZFHEA 0.5 mg £ B R AEAT SR, 30 o475, B CEFIE
Ro., REMANARIANSBERESY. RE, £ S0CTATFHRATE
BAMmILa, EEE0) 3-6 ¥, LRE, @it fAaRE 6pkis
RE LR REARFRER, -THRESRELERRETA |
¥

EHEETHN 1I-THRE, BAF %

1% JB) B &4 #5 77 BR #h 3t 4% %2 #= Flow Record & Control £ %244 4-L
Mk ARG RS, @it DCS PC 45 %)k AFTIE &R S0 BT A A
T EAFBE., EHE—ARBZET, A#E(LS barg N, 70°C, 1
EYEEFASES, AEEATETFTiA 1350 g ¢ 1-TH 4= 6 mmol
89 Al-Bu);(#EA I M TIIER). RE, MGEEREBTRARAT,
A A AR BA AL F) A4 09 5 R 18 i RN R BUAUR AN
FHAEEY. EEEL) 13T, EABARIERZATH 300 ml FoEA

19
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AeEEY., EEEBTEARRSGRE | DI, RS PEHE, AR
RFNGEEGEANE 20 bar-g. BAIHE 1-TH/R-1-THik
B 2H TOCK I RARE S, PR AE A, Ao 0.5 bar-g
REAM. BETRTAIE, ITH4ME, KEEESGW. £ T0CT,
FARETAERAEY FHRERSH. £ 135CTFA THN MR TH
H s (LV.),

B 9 PRI GRAMBIEHDBA 3.05 45 LV, H»F55
A (Mw/Mn) 2.8, #.&(Tm,)% 103C,

AL1-THEAER
; 4k, %, | EH M i Mw, Mn,
T | AR FE ‘
X g | Kg/gnah | Kg/8usoidh | Kg/guaoh] GPC GPC
i C-1 0 1.4 456 2.1 1.2 355049 | 128232
b c2 0 10.4 415 1.9 1.1 236433 | 76258
3 1 13.46 53.8 2.45 1.4 n.a. n.a.
7 o 3 12.63 | 505 2.30 1.3 na. na.
3 i 11 14 45.6 2.07 12 na. na.
6 14 12.7 50.8 2.31 1.3 n.a. n.a.
n.a. &4%%)
* pbag

Bitst R4 1 Forbd ) 2 a9BEALFIAR R M AL AT AR,
S RZBBIEAEBALRHEORLERTRIRZ > FTEHR
Sd. RIS, FRP 3B TFMAERERLLE ER ERFRE
A2 1-THRAHIE

- , . K LV.
F#HM | BEAFH | mg" | AIMAOYZr | T,y | ~&(Q) kg/(eMAO) | (dL/g, THN)

7 C-5 2 500 60 130 1.3 237

i C-5 2 500 80 100 1.0 1.33

9 Cc-4 2.7 135 60 119 33 3.04

10 C-4 2.7 135 70 140 3.9 2.45

11 C-4 2.7 135 80 137 38 1.64

12# C-4 1.35 135 70 159 8.8 1.19

g R 2 B R AL E) mg,  *PbAR #Av A 300 ml & H2,
BT A L P AT IR HR AR R T T R P e iR 340 5 K
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K EABHBELAEZEE, ERHNGR i 1-THES T LN
B, BAWnTEWE AT REBPELHF R GMLE. FIPRE
BRI R IR 2 6975 M & T A AR (bix E34) 7-9).
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