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2HEY o d-[1,2-b]-dF 2 AN EF7F tEF 2o = 2 wE;

Z2dgtod-[1,2-b]-dF 2 A a3y tF2do|= ¢ H

-3-FdA 2R d-[1,2-b]-BFRIA =5F I Reto|= 9 Y,

U £-6-(2,5-HEHWMEA D -3-A I E2HetH o d-[1,2-b]-dF =) 25F tE 2| = 3

g veEzetel= % vd;

oAz g AAFEAEHY-[12-b]-dFEZIA =37 I 2ol = H Y,

Al 2-6-3-FldA 223 E T d-[1,2-b]-dF2IA 255 tS =l = B HY;

=HEtH o d-[1,2-b]-2F =) A 257 HI 2ol = g wE;

A d-[1,2-b]-dF2A] A 23 ] F 2o = 2

FZAEe e d-[1,2-b]

—dERA A2y UER

6-[2,5-HuE-3-mAERAF = d-[1,2-b]-dF 2] 2575 I 2dte|= g v

ZaAgrdd-[1,2-b]-dF M)A 22y Iadels 4 vd

23 Yed-[1,2-b]-dF 2R E2xF tF2to|= L HE;

Y d-[12-b]-EFEIAEFF tFEto]|= I |

gd-3-sld Al Z 2ol d-[1,2-b]-dF =

MA25F v F2ee|= B v,

2HE Yo d-[1,2-b]-dF 23)-1-(2-wE -4-HdAd )X ==

# HUERdel= % Y
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Yug A
we;

Hue g

Hrg A gy AR 2~-6-(3-
i dadydn 2-6-C-dAd A F2Ae ol d-[1,2-b |- XA X E5H
g A e dn] 2-6-(2,5-tHE-3-3d A2

o e ehe] Q] -
€l -

=

g ey dn]2-6-[2,5-tmME-3-(2,4,6-EWE A DA E=

O]E h=i)] uﬂE]

U AR 2~-6-(2,5-H EHE A

CdH] 2=-6-(3-HEA E2 eI o d-[1,2-b] -2

-[2,5-HHE-3-C-mE A=

5553 10-0733755

3-HdAZ2FEIH A d-[1,2-b]-dF2IA =

A EAF HERmetol= B vY;

ol AZRIANFEAET N E-[1,2-b]-EAZ)AEFF tFEdto|= E wg

o

F2etol= ¢ vg;
#Aeltold-[1,2-b]-E2Z)ANE2HF HEF 2ol = 2 HE;

#Aetteld-[1,2-b]-F2Z X E23F tF=2go|= 2 v

H e ol d -

[1,2-b]-22Z A 257 HE2g}

O g At dn 2-6-[2,5-t e -3-vA DA ZF2HE ol d-[1,2-b]-ZAZ A 23F tF 2o = L vE;

g dae g 2-6-(2,4,5-EgHE-3-sldA S =dE o d-[1,2-b]-E2E)A 255 HERge| = B HY
g A et dn2-6-(2,5-HAE-3-FdA 22t d-[12-b]-T2Z) A 251F HE 2ol = 3l wld;
e Adadndu 2-6-(2,5-HolAZmd-3-FH A FEAE TN L-[1,2-b]-E2F)A 25§ HE2go|= B vd;
g A dt]du]2=-6-(2,56-tter-F-E-3-dA A S 2HAE Tl I -[1,2-b]- X2 F)A 237 T E2 o] = 2 vg

e Add-6-(2,5-tgd-3-# A FEAEH N I-[1,2-b]-E2F)-1-C-FE-4-H AU DA =ZFw ==}

o= & ve;

e ddydn 2-6-(2,5-HEME A -3-Ad A F2HME ol d-[1,2-b] -2 2E)A =25

av

o)A

ol AZzH

ol ATz

ol AZzH

ol AT dn] A
13

=4

Ol a2 dn A-6-[2,5-tIHE-3-(2,4,6-EgvE DA S =

o= & ve;

defdin 2-6-(3-H4
YRR A-6-(3-ol Az 2d A F e d-[1,2-b]-F 2i)# =
2o Wi 2 -6--HAE A E=HE A d-[1,2-b]-F| 23 A| =

Y 2-6-(2,5-HHE-3-dHdA 2

6-[2,5-HHg-3-2-HgHA D ==

' HEEde|= g v

AlgEAE T d-[1,2-b]-Hed)A 2xF tER o= 3 vE;

g HEzetel= H vd
w Ul = % Y,
H e o d -

[1,2-b]-HeiI)A23F vEZgol= 9 HE;

HAetdeld-[1.2-bl-EHl e A 25F I 2o = 3 v

#Heltold-[1,2-b]-E A X Z22F tE2}

ol a2 dn] 2~-6-[2,5-T v E-3-vAAAZZ2HEI o d-[1,2-b]-E| A X E2x2F tF 2o = E v,
ol A2 I N ~-6-(2,4,5-EWE-3-dA A Z2 eI o d-[1,2-b]-H oA X235 I Zgo|= ¢ wE
ol AaX 2 dn] ~-6-(2,5-tE-3-H A Z2H e d-[1,2-b|-E|ed)A 2% tJF 2o = E wE;
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°]

o
[l

L 2 P Wi ~-6-(2,5-t o] A2 -3-HdA 2 HE Y - [1,2-b]-E eI 235 S 20| = 2 W,
ol AaX 2 dH] ~-6-(2,5-Uter-FE-3-H A FE2HE I -[1,2-b]-El eI 2x3F tF 2ol = ¢ wd;

°]

o
[l

=3

<)

12) e ~2-6-(2,5-EgWEd A -3-H A F2HAEl o d-[1,2-b]-E| 23 A 237 tF 2ol = L wE,;
ol aZ e dn]A-6-(3-HEerZF2HAE o Ld-[1,2-b]- A A 27F tF 2ol = & vE;

°]

o
[l

=9

<)
E

AH| 2-6-(3-c] Az e g A SFR=AE A d-[12-b]-HE)AZ5F T S=e}o|= B wE;
oAz e AN 2-6-3-H I A S=HEH AL -[1,2-b]-HE)A 23 F HES=eol= B vY;

oA 2N ~-6-(2,5-tHE-3-dAdAZ2HE o d-[1,2-b |- BA 235 I 2gol= ¢ W,

olAZ g dn A-6-[2,5-THE-3-2-Haf DA ZFE2AE T d-[1,2-b]- A=A 23%F t)F2do] = 2
E].

ol X2 n]2~-6-[2,5-td-3-(2,4,6-EgHEi DA Z2HEI o I-[1,2-b]- A E A 23 F tJZF 22}
= 2 owg;

ol a2 dn| 2-6-[2,56-tWE-3-HA DA Z2HE A D-[1,2-b]-HE]A 237 tEZ o] = B vE;

ol a2 N ~-6-(2,4,5-EgWE-3-dAdA ZF2AE T D-[1,2-b]-AE) AN 235 t|F 2ol = 4 Y]

ol xRN 2-6-(2,5-t o d-3-A P A F R et d-[1,2-b |- E)A 25F HFRo|= 4 WE,

ol AZ2H e N 2-6-(2,5-Ho] A X2 -3-HIAFEAEH I L-[1,2-b]-AF)XN23F t)F 2o = L vd;
o] AX 2 H e dln] ~-6-(2,5-Uter-FE-3-F A FZHE T I -[1,2-b]-HAE)A 2735 T F 2o = H g,
oA 2R N ~-6-(2,5-tEWEAL-3-H A Z2HE T d-[1,2-b]- A BN 235 F2do|= E g,
ol a2 dn 2-6-3-HEA FZHEIT A E-[1,2-b]-EF 2 A 237 | EZ o] = 2 vE;

oA e N 2-6-(3-ol xR AAZEAE T d-[12-b]-DFEI)A 25 tFmeto|= Y Y,

ol a2 dn 2-6-3-HA A ZFZHEIH A E-[1,2-b]-EF2H) A 237 | EZ o] = 2 vd;

olAx g dn A-6-(2,5-tHE-3-AdA Z2AE o d-[1,2-b]-dF 2 A 23F TS 2ol = & wE;

ol AZ g dH ~-6-[2,5-THE-3-2-H DA FZIE o d-[1,2-b]-AF 2 A E3F t|FZ2eto|= U
e,

o] AX Z AN A-6-[2,5-THE-3-(2,4,6-EHEHA DA ZFE2AE o d-[1,2-b]-dFZ2H A 23F U=
ghol= ol g

oAz 2 dH| ~-6-[2,5-tWE-3-A AN SF2AE T Ld-[1,2-b]-B@F 2A XN E3F t)F2dto|= 2 v

oA 2 WH| 2-6-(2,4,5-EFWE-3-A A Z2 el d-[1,2-b]-dF2A)X 23 F tJF 2ol 2 HE

o] AZ 2 H g |l A-6-(2,5-TE-3-F A Z 2o d-[1,2-b]-AFZIA23F 2o 2 el
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ol AT R I HH] A-6-(2,5-To]|AZRI-3-H A Z2HAEd-[1,2-b]-E@F2IA E3F tJZF2¢}ol= L o
€l -
o)Az 2H ] dH] A-6-(2,5-Uter-FE-3-A A F2AE ) I-[1,2-b]-AF 23X 235 tIF2gol= 2 v,

ol AT R dn] A-6-(2,5-tEgHEAP-3-HIA FEZEIT g I-[1,2-b]-AF 2 A 23 UF 2oz 2

olax 2 dn| 2-6-3-HEA FZ eI E-[1,2-b]-EF2H) X 237 t|EZ o] = 2 vE;

olxX e N 2-6-(3-olAZmAAZEAE T d-[12-b]-DFEI)A 25 v Fmeto|= U HE;
olax 2 dn|2-6-3-HA A ZFZ eI E-[1,2-b]-EF2H) A 237 t|EZ o] = 2 vd;

ol Az AR A-6-(2,5-trE-3-HdAF2 e ol d-[1,2-b]-BF M)A 2aF tF 2ol = L vd;

oAz 2 dn A-6-[2,5-tHE-3-2-edg DA ZF et d-[1,2-b]-dF 2 X 25F tJF 2ol = L
w e

ol a2 ] 2~-6-[2,5-THE-3-(2,4,6-EHEs DA Z2HEH o d-[1,2-b]|-EF 2 X E23F U=
ghol= 2 v g,

oAz 2 dH| ~-6-[2,5-tWE-3-A AN ZF2AE T Ld-[1,2-b]-B@F 2 XN E3F t)F2do|= 2
E].

ol AT RN A-6-(2,4,5-EHE-3-H A ZF2AE o d-[1,2-b]-EF2IMAE7F tF2eo|= L yE

o] AZ 2 Wl A-6-(2,5-TE-3-H A Z 2o d-[1,2-b]-AFEZIA23F 2o 2 el

o
[l

o] 2N 2-6-(2,5-Ho| AX 2 I -3-F A ZZFEH o d-[1,2-b]-AF2I A 235 2o = ¢
E].

°]

o
[l

L 2 2| dlH] ~-6-(2,5-Uter-F-E-3-dl A FZ eI -[1,2-b] - FZH )= =

R

w HEzete|= g vd;

o] AX 2N A-6-(2,5-HEHE AL -3-H A E2HEIH o D-[1,2-b]-DF 2R 277 t)E=2go|= 2
LK

°]

o
[l

28 dn]2-6-3-WEA FZHE Yol d-[1,2-b]-E2I)A 25 F HFZdo|= E HE;

AH| 2-6-(3-o]axzmdAF R E-[1,2-b]-22I) A 2575 HIE R = g Y]

o]

P>
(&l

\ET’

i}
Ac)

°]

o
[l

=3

<)

18] i8] ~-6-(3-F| DA FZFEdd-[1,2-b]-E 2 )X 23 F tZ2 o= 2 wd;
ol AZ g dn] A-6-(2,5-tHE-3-Ad A ZF2AE o d-[1,2-b]-ZTAZ)A 23 t)F 2ot & we;

o]
E].
=

o
[l

E iy

i,
Ach

AH|2=-6-[2,6-HHE-3-2-H e DA S =G I-[1,2-b]- T2 E)A 25F HEZoo|= 3l o

ol AT e AN ~-6-[2,5-HHE-3-(2,4,6-E|u gl DA E Al d-[1,2-b]- X2 Z A 25y T2
ol= gl vd;

ol A2 dn] 2~-6-[2,5-UHE-3-vA A ZZHE] o I-[1,2-b]-E2Z X 23F tIF2go|= ¢ v,
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olaZ 2 AN A-6-(2,4,5-EdWE-3-dHd A F2AEHE-[1,2-b |- L)X EaF S 2o = B e
ol AN A-6-(2,6-HE-3-dAd A F=AE Tl d-[1,2-b]- 22X E5F HI2eho| = B vE;

oAz 2 AN A-6-(2,5-HolAZ2A-3-H A FEAEH AL -[1,2-b]- A E)A 2aF I 2| = 2 vd
o AX e N 2-6-(2,5-Hter-FE-3-d A S = et d-[1,2-b]-E2F)A 255 T E2do|= 3 vE;
;]iziféﬂ dH)2~-6-(2,5-t Eg] v e A A F 2 e Y -[1,2-b]-EAE) A 2F3F FEo|= E o

o]l g ) s -

Hulg Ay dn
R A sty dn) -

o] ) e 2] 2 -
EE ERRAEIINPS
EE R RACISINES
o] e g ) s -

o w4 e o] -
o v 2 e Q] -
o w4 b ] -
o v A e Q] -
o w4 e o] -

o e Q) 2

o] o 2 2 g o ) 2 -
o e A g w2
o] e 2 g w2

o] o <4 g Q) -
o e e Q) 2
ool 2 2 Q1) 2=

o] e 4 g ) -

5--vWdAFZE Yol d-[c]-H oA Eag HER}o|= 4 HY;

2-ol xRN ZRAEH A - [c]-HIA 25y I 2ol = H e,
5-2-dAdAEzdE ol d-[c]-El o)A =255 HERdol= 3 wE;
5-(2,4-tHd-AlZ2dgded-[c]-HeiIA=5F t]S=eto|= 3l wE

-[@-vgad)-4-vEgr S = AE T d-[c]-HeAM A 23w tE 2ol = B wE;
-[2-24,6-EgvE oD =T d-[c]-HeA A 25y I 2ete|= 9 Y]
S-[2-mANEA-4-mEA F =T d-[c]-E A A =25F I 2ol = H wWE;
5-(24-tolax I -AlZFEAEt ol d-[c]-FHiI)A 25y t] S 2o = B vd;
5-(2,4-Hter-F-d-Al 2 ZAE o d-[c]-E ei)A 235 HSmdto| = B wY
5-(24-dEgvEdd-AlZ 2o dl-[c]-H oA 2xF dF2eo|l= 9 Hd
5-2-mEAF R Y- [c]-E2E)A =25F HES =D}
5-2-clazEAANZEAE - [c]-E2F)A23F IFReo|= X vE;
5-2-HAdAZF2AET A d-[c]-2xHE)A 237 T2
5-24-tvd-AZ2dAE o d-[c]- X)X 25F I 2ol = H wE;
-l@-vgad)-4-vEgr S2AE T d-[c]- 22 Z A 237 HEZdo| = B wE;
-[2-(2,4,6-EgHEA DA ZZA ) d-[c]-EAF N 237 tF 2efe|= 2 vE;
—[2-mAEA-4-mEA S 2 At d-[c]-E2F A 22F vFRetel = U vg;
5-(24-tolax I -AlZFEAE ol d-[c]-E22E)A 25y S 2o = B vg;
5-(2,4-tter-FE-AlFZAEt] o - [c]- 22 F) A 235 TS 2 g0 = 3 WE;

5-(24-tEgvgAdd-AZ2HE ] d-[c]- 22T A 235 T

ulll
fu
k)
o
f
)
=)
o

5-2-dHEAEZ2detod-[c]-dF2IA ==

o
o
i
fu
k)
g3

f

)
=)

r
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g d gy du|a-5-2-ol Az 2d gt d-[c]-dF 2 A 2y HEReto| = 9 vE
g e du2-5-2-dd 2 d-[c]-EF2d)A 2y a2l = B vE;
g Ay dn2-5-2 4-HrE-A 22l d-[c]-dF2d)A 2xF SRl = 3 wd;

edAddrdu2a-5-[2-vEdd)-4-mEd 2t d-[c]-dF 2 | A 255 S 2o = % vE;

tHg A dn] 2-5-[2-(2,4,6-Eg A DA SR Aol d - [c]-DF 2 A 255 HSZeol = Y wE;
Hegd g dula-5-[2-mA E A -4-m P A S 2 e d-[c]-dF 2 A 255 I = 3wy,
trga et dn A-5-(2,4-to]| A2 d-AZ2 el d-[c]-dF 2R 2a5F Z2 o= 9 ug;
HeEd g dn] 2-5-(2 4-Hter-FE-A 23t d-[c]-BF 2 A 255 S 2ol = 4 vE;

gueAd-5-2 4-tug A =2 t]old-[c]-dFZ2)-1-2-HE-4-AdJu DA 23F tE=Ego| = 4 1

Hegd et dn 2-5-2 4-Egrddd-Al et d-[c]-2F =) A 255 HIF 2ol = 9 wE;
HE A =-5-2-mEA 2 el d-[c]-HedA =5F t] 2o = 3 wE

Y An]2-5-2-cl ATz A SR d-[c]-Fei)A 25§ I 2| = H Wd
Hgdn]2-5-2-H A Z2HE Y- [c]-HeMA25F tE2dto|= 9 wE

HE AR 2-5-2,4-t e -Al Z2dededd-[c]-H oA sy tE 2o = 3 vE;

e H 2-5-[(2-mEHd)-4-rE 2 Ae ol d-[c]-EH A A =aF

o
Ll
fru
k)
o
f
)
=)
o

HE AR 2-5-[2-(2,4,6-Erd A DA S=dEtold-[c]-F oA A2y tERee|= 2 vE;
g fn 2-5-[2-mA -4 - P A S 2 e - [c]-E oM A 25y )22 etol= E W,

] ~-5-(2,4-To| ~AZ 2 A -A| F2F e d-[c]-EiA 235 tS2ete|= F vg;
HE A 2-5-(2,4-Hter-F-E-A 22 E o d-[c]-H eI 255 I 2ol = 9 Y]

Y dH 2-5-(2 4-t Eg g dd-A 2t d-[c]-H oA =25F tE2ete|= 5 md;
HgAn]2=-5-2-HEA S 2HE - [c]- 22T A 25F HEFZdo|= d g

HE B 2-5-(2-clAZ 2N S RAME A d-[c]-22I)A 237 TS 2| = H vY;

HE AR 2-5-2-A A EF2HEH - [c]-E22F)A 237 HSEeto|= 4 W,

HE AR 2-5-2,4-tr g A S = E ol d-[c]- 22T 25F HERTo| = B wY;

HE AR 2-5-[2-mE D) -4-vEA Z At - [c]-E2EF A =251H

o
Ll
fru
)
o
f
)
=)
o

HE AR 2-5-[2-(2,4,6-EuE DA S2dEtold-[c]-EXE A 245

o

F2ehol= H vd;
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HE A ~-5-[2-HA A -4-w A 2 e - [c]- X2 F A 237 Y F 2o = 9 wd;
e @] ~-5-(2,4-Hol A2 DA EF2HEIY - [c]- 22 Z X E2F3F HUEEo|= ¥ HE;
HE A =-5-(2,4-Hter-FE-A SE2Ae o d-[c]-E2I)AN 255 I 2ol = 9 Y]
HEAn]=-5-(2 4-HEuEAd - A Z 23 el d-[c]-E2E)A=23F HERo|= 9 v
A ~-5-2-v A ZF2HE Tl - [c]-EF 2 A 2357 F2eo]= 9 Hd

e 2-5-(2-o] AZZIA I EAEHAI-[c]-EFEZIMA 257 tEEeo|= 4 wE;

HE A ~-5-2-F A ZF2HET ol - [c]-EF 2 A 2357 F2 o) = 9w

Y An]2=-5-(2 4-HHd-A S 2AEHd - [c]-EF =i A 255 v Smdte| = B wY

g dn]=-5-[2-HE o d)-4-IA S EZHE ol d-[c]-dFZA A 237 t S| = 2 wg
HEdH =-5-[2-(2,4,6-Er g DA S=det ol d-[c]-dF 2] 2575 I 2| = g Y]
g An|-5-[2-wA DA -4-WD A FZHEL o - [c]-DAF 2| AN 235 2| = 2 wg
HE AN 2-5-(2,4-HolaZ 2 d-A SR Etod-[c]-BF2IA 237 tS=eto]l= 4 wE

H e A =-5-(2,4-Uter-FE-A S2AE o d-[c]-DF2IA 25§ TS 2to|= B wE

g Ad-5-2 4-tEd-A S2 et d-[c]-2F 2 -1-C-HE-4-A Al DA =235 v 2ol = 4 |

HEdH 2-5-2 4-HEWE A D -A Szt d-[c]-dF2d)A 2xF SRl = 3 vd;

Hedddrdua-4-(A22deteld-[2,1-b]-H o)A 2xg tE 2ol = B v g;

g A g du -4 -2-H I A S 2 HET D -[2,1-b]-El 2 )X 235 v S2ete|= 2 vE;

tuld A @] dn ~-4-2,5-t g A Z2HE T d-[2,1-b]-E e i)A 255 v S 2ol = 2 wd
tw e A @] Q| 2-4-(2,5-t]o] Az 2 A A Z2 et o Ud-[2,1-b]-E o)A 255 tZ2alo|= 2 uel;
Oulg A gty Adn 2 -4-(2,5-Hter-F-E A F Ao d-[2,1-b]-E| LI AN 23F v F 2o = 2 vE;

g Ay dn2-4-Q 5-HEgred A S=dE YA d-[2,1-b]-H oA 2y tE=cte|= 2 vd

g Aad-4-2 5-vEguadaAdAZF2ZAett)od-[2,1-b]-EHo3)-1-2-HE-4-d DA 2535 tF 2o =
2 g

e gdardua-4-(AF2HEH o d-[2,1-b]-dF 23 A 23F tZF2to|= L v,
g A g du A -4-2-H DA ZRZAE T d-[2,1-b]-BF 2 A 2 2F t]FZeo|= L wE
g Adandn]~-4-2,6-tHE A Z2HEH o d-[2,1-b]-EF 2 A 237 T S 2¢to| = 2 HE;

gegdatdu] 2-4-2,5-te|AZ 2 I SR HAd-[2,1-b]-BFZIA 255 tHFZeo|= 9 Hd
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g A gy dn]2-4-(2,5-Hter-FEA 2 et d-[2,1-b]-EF23d)A 255 HIF2ele| = 3 vg;

o

Hedddydu2-4-2,5-HEgEdE N Z2HEHdd-[2,1-b]-dF 2l 25F HE 2ol = 3l wd;

HE AR D-6-2,5- e -3 A FR AT Y- [1,2-b B2 A FE AT el DA 2 Bl
ghol= @ ulg

Hrgd et d-6-(2,5-HrE-3-sd A S =t d-[1,2-b]-EH ) (3-ter-F A F =3B ol D) A 2514 T
FEdol= % Y

e gAddnd-6-(2,5-trE-3-dld A F23Elt o d-[1,2-b]-E 23 -1-2-HE-4-H b DA 275 tF
Zgfol= 4 gl

OrlE 2t 4-6-2,5-t e -3-sd A S =AE A d-[1,2-b]-El 23 -1-(AzR1 vl DA 255 v Refol = 2
ZR=H

e & "4" -6-(2,5-"HE-3-Hd St d-[12-b]-HE)-1-C-Hwd-4-HAdJAU DA =Z7H HEZ
ghol= 2l g

g Adand-6-(2,5-tWE-3-sld A ZF 2o d-[1,2-b] -2 =)-1- A E2xF tFRgol=
we;

g gdand-6-2,5-trE-3-dd A F2FEod-[1,2-b]-dF23)-1-2-HE-4-Hdd | DA =257+ ¢
Fzetol= ¢ vg;

g et d-6-2,5-HrE-3-gAd A S=det el d-[1,2-b]-EHH)-1-(2-wE-4-3dl ) -A =5+ 1
ELEE]-O]E =1 uﬂE]

graAdaud-6-(2,5-tHeE-3-HId A F2FE o d-[1,2-b]-AE)-1-C-HE-4-A AU DA =2FF UF=E
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grgdand-5-2 4-tue-AZF 2z d-[c]-Eod)-1-2-He-4-Hdd A 2aF tJF 2ol = 2
w e
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AT E, EY2@2-dE-33-tuE-d)dFrE, EY2@-oAZe2d -3 3-HrE - ) FRu g, EYA(2-E
g dd-T2g)dFn ]ﬁ EYA@2-vE-3-dAd-F)LFrE, EYa@-dE-3-dd-FR)LFrE, Eds

(23-CI8-3- 0 H ) 2, S| ERAE ] F Sk £ AAE AR 0 YR B 5 2ok
7] % St E 7} m-‘ﬂr%ﬂi EREE e

SR SRR 1 52, RISo) 0} 972 matelt Ao 1ol o 7|9 Lk Eala2-Ad-ma g
e e T AL Eﬂi[Z (4-2 22 -dd)- 22 d] 7, Eela[2-(3-0l4
)32 0, el A2 - )], 2 A3 -2- 5] - R Sk vl i, £l 425
), Eel a2 <J¢E}%s—*—ggw>—4i JerRuli, E22[2,2-t -0l 9] n)E 2 £ s [2-5

d-2-me -2 g | ST,

A7 G20 3EE F B8 EUEYFrE (TMA), Egjol A3 ddFulf (TIBAL), E8A(2,4,4-Eg v €-2
2 uh; (TIOA), Eg]2(2,3-tHE-Fe)&dF v 5 (TDMBA) 2 E 2(2,3,3-Eg g R )35 (TTMBA),
Ea@-dd-Z29)dF )5 (TPPA), EPA[2-4-ZF 0 2-dHd)-ZT 2 |¢FuF (TFPPA)°] vl s},

MEEd 97 gol e YT 5 i HFB) WADE d, 5804 D'E(H F, DT HAsHE tolv], FAE

WAL 5 QA BH8HA o] MRz Ale] X §HA) Xoh ]k Aol kg & Qo B, A8 A9 gol L0, F 35

e e 7190 BA FulES AR = glon], AR gelel ola) AAE - e F 8l Berdsith
(

I, E o] ol AbgE = S, 224 AAA el AHE = o AT, AAAE o], ATt &7
u, SERI-TH Al S A, Seleld Rl e S Zed) g, gzl (A) B, 29 AR B)oke] ke Abe
EE 4w BE AT S ugRA A JAFoEN 5T

F719k 2ol #5E 1A e, AU B 22 uAYAZ & SFvE sghee] FUHA R AVbeh wige s 7

YEE, Bouge) mrhE BAe, 7] /A S0l 24 sl sht ol o] Saw v FH WS TP o
Ko H
=

o] Mgzl SE o] A4 sl 22hd T3] qE o, F5¥E 20 FIA S LAl oA &
F2 RS LAY F5HE FYrzRdd SRHEFAVIE, b o R 0.5 dL/g 23, v s, 1 dL/gs
Z3sk, 5 dL/g o137 o1& 4= vt
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REWMSE, FUH A A Ak 5 EE, QB-A% §207] 78 AHEE Schlenk 24 sol A FAsHAh EFA
$hE 4A B} A Aol 4] A% own} BE QS S 4A B A o)A Az,

Ea@-vE-Z29)¢FnE(TIBA)E, Aldrich AFZ3E] F4)8t9om, =4 3352 4] AL-&319ith

Eg2(2-vd-229)%F 1w -Al(CH , CHMePh) 5 (TPPA)

l
|

F B AR} ol A, dub-wE-~E @l (283g, 2.3%; Aldrich AF AlFE, A oA AF2)&, 1 L4 3% S84 59 14
EZdl(ca. 300 mDol] &3 o}oﬂﬂ} AH{CH,CHMe,} 4 (TIBA 100 ml, 0.395 mmol, ex-Witco)<S, 9 ST oA w2 A
kg A7) ENell 10 oll AA FAPIR bk whg SS9t S B uha B E] S5 o] B3 S ZHlA
3 AL Rl ez E A7 dﬂ} oj2-dl At —78C OMIE/EEM ofol oﬂ TR AZ =7 E AREEt
Aok wke EFES U 2% 110.7C7 2 w74 90 & o) 4 7h gtk wheE-S 16 AlgF Bt S sel(AE &5
£ 126.4C) o] & dlo] o] 2421 Hul F8(ca.3.0 TF/ADS] ca.100%S SE= ot 47 S#w 2 Sl &, =dto
ofo]2/obAlE 25 AFREe], 1F(50T, 0.05 mbar, 90 )l A A7 8te] 162 go] E¥=(2-dd-22 )5 53
FEI

EYx[2-(4-EFL2-¥d)-Z22d ¢ F7F-AlICH , CHMe(4-F-C 4 H ;)] 3 (TFPPA)

B A oo A, 2-(4-SF 2 2-Hd)-Z 2 A(65.1g, 0.48 mol; Acros, Al Aol AR)E, 250 mL& A5 =&}
23 We] 148 EF<(ca. 70 mL)ell &A1tk AI{CH,CHMe,} o(TIBA 27.9 mL, 0.120 mol, ex-Witco)&, W=7 i
HhE gl 10 ool AA FA|Z H7beieh vbg Zef~aE S8 vk 9 517] = o 24 35 2 2
B S KR 2 Zﬂﬂ@‘:}. ol Aafdl AAES, -78T ofAlE/=gfo] ofe] 2 7‘°ﬂ AA A A TR 7E AHEete] =31
5}‘:} W EFES W 2% 119.6 C7F 2 wi7hA] 90 i o] 7H gt} vbg=-5 16 AF &2t 3Rt (H 5 &7

= 123.5C) Oli‘j gl 4 ]iﬂo] Ho 752 ca. 100%<S YE= gt 27 89 2 & &, =0l O}O]’\/O}‘ﬂ
'—/‘}30}04 (60T, 0.05 mbar, 90 ) A A A8t 50 go] EYA[2-U-Z2F o 2-Hd)-Z2F | 20|75
i

Eg2(2,3-gHd-79)%¢F1F)(TDMBA)

WO 99/21899 Z.d upg} E8] 2 (2,3-UwE-Fe)LdFrH)S A2}
E2(2,4,4-EWE-AE)LF 1] 5(TIOA)

A7) 3RS 7] Fa B3l A o2 A x5tk [Ziegler 5 A, Liebigs Ann. Chem 629 4, 1960 ,
"Alummlumtrlalkyle und Dialkyl-aluminiumhydride aus Aluminiumisobutyl-Verbindungen[ &5 9| & ]é’:-‘jr%‘ §}§L
EREHe &Fvg ETY W gdd-dFrg dl=ge|=]", 14 - 19 %],

Hgz Ao A=

Al 1

g deradn»-6-.5-uue-3-sdrNaegeddd-[1.2-b|-Hedh oy I eepol=-{(2.5-Me,~
3-Ph-#] %E%E[Z.S—b]E]QTJ{*J—G—%)QSiMe:}ZrCIZ (C3) o 3A
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ol

3-HEr-2-veE e e oA

I

150 m¢ ¢] THF =] &31% 62.0 g ¢ to]AZZFoll (610 mmol, 88 ml) & @{%6}% £of
WAy #AF o] RElglF 2.5 M €9 (610 mmol, 210 me)ol F7Fgch H7t 98 & wuks o
th LDAE *3tete Sdk2=aE5 -78C = W2hstal, 60 mL THF 5 &3%¥ 100 g(610 mmol) ¢} 3—g
NS A7 M7 R T, S90S 0T (e 2)E 7F25haL, o]ojA] F7FH o= 30 & %_OJ aHkgT, o]
o] x5 78T & Y51, 40 mL ¢ THF % €31% 86.5 g(610 mmol) 2] &%Ejﬂ]% 34 gl

E3tE S -78CoA F714 o7 30%7F wHkslaL, o]ojA Ao 7 713 & %_ﬂﬁzi 1A

doH 22 F3staL, B2 AFsle], 38k vl g ol A dxsta, o 9st & S

22 ©.91(89.8 g, GCE 90.7%)% 35 3th 8:74.8%.

2 T

o do 12
_r_(‘ OlO

(s

'H-NMR & (CDCLy): 7.1 (¢, 1H), 6.9 (4, 1H) 2.4 s, 3H).
PC-NMR (CD.CLY: §1346, 1303, 1233, 1098, 143,
EIMS: iz (%) 176,178 (M, 57),97 (100), 81 (4), 69 (12), 53 (14).

2-Me-3-9| ¥ ¢ el $HA

200 mL tjo g H 2 Fof 3-P 2R -2-WHE 2 (89.8 g, 460 mmol) ¥ 1 g9] [tﬂ_é(ﬂ_ ﬁ]é_girqh—_)zi%]ﬂgi
247 (Ni(dppp)Cly)< st Eelgdd tel g "2 Fo ddrt1vg B2r =& 3Hrgh &9 (456 mmol, 3M,
152 mL)& A7tk #7F g5 &, kg AT E FUHH o2 1 A wRkglar, o]ojA B 4 %6}2114_. 71 —E;QO%
HERa2veo s F&3a, 22 AAsty, it vt avlgdol A dxstar, ojoj A &l & &3t AAdH. of 78 &
A A A ©2(77.13 g, GC 2 87.2%)% 3|53t 4 84.7%

'H-NMR (8, PPM, CDHC): 7.3- 7.6 (m, SH), 7.1-7.25 (m, 2H), 2.6 (s, 3H).
PC-NMR (CD,Ch): § 139.1, 137.2, 134.6, 129.6, 129.2, 129.1, 128.9, 128.8,127.7, 127.5,
127.1,122.0, 14.4. EIMS: m/z (%) 176 (6), 175 (18), 174 (100, 173 (98), 172 (6), 171 (14),

158 (2), 147 (9), 141 (15), 135 (4), 129 (18) 115 (15)

2.5-Me , =3-Ph-5.6-t3| == = HE[1.2-b]E] @ 3 -4-22] A

2-Me-3-4dE] 2 #(124.7 g, 542 mmol), WE}ZE2H61.7 g, 715 mmol) ¥ 200 mL ﬂ%ii‘ﬂ]‘%_% o5l ol
&, 70X ik Sjol 1000g ©| 5 PPAS) B3] Ahslch Eef2a2 0 U8 2 10 42 52k 27710,

<l 250 mLe] Y F =2 e Fo} F7hH<] 208 gof MBS 60 == 75 g = F7HI 10 A]_{%% St R
W EHEE Aol Ptk 7158 A F) 209/ ZR 2 TOR FHSIL, B, L5 DHFLIES §

N 9 E2 a2 AF YT §715S A vkl el A A xeka, o et o]ov_i Luj2 A FE}) _zﬂyq ioq ol
%T% 71—:]'_—}\—114 —Q—OE]% '{[:%6‘]'%?\dr '{[:‘% 1 202.9 g(GCE 81.7%, 956%)—%—7]—1‘}?1 Xg z—]](g}l\o] 3’5__-/,1\__ E}ﬁloﬂfﬂ /‘}%?\ED} = 16_04
T o]lAAAE 311 9 ¥ 2 353t}
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'H-NMR (CD,Ch): § 7.05-7.4 (m, SH), 2.6-3.0 (m, 2H), 2.3 (s, 3H), 1.7-1.85 (m, 1H), 1.1
(d, 3H). "C-NMR (CD,Ch): § 199.9, 1676, 152.1, 1365, 134.6, 130.4, 129.6, 139.4 —
127.1,46.5,33.8, 17.1, 17.0, 16.2. EIMS: m/z (%) 242 (100), 227 (54), 214 (10), 213 (17), 199
(38), 185 (21), 184 (11), 165 (14), 152 (8), 139 (4), 128 (5), 115 (12)

2.5-Me , =3-Ph-456-E2]s|=2Z A S Z3E}[1.2-b[E] O N -4-=9] FH4]

I

el 2 T2 1.0 M gF ¢Fva sl=2= &(300 mmol, 300 mL)&, 300 mLe] THF ol -&3¥ 202 g9 2,5-Me,-
3-Ph-5,6-ts| =2 A S 23 1,2-b] Bl @8 -4-20] 27t} H7} QP»T g Eotnae 2Es Ao 52
3haL, o]oj A FrA o7 2 AIZF wukgth, W3S B2 AAA7| AL, F71E5S dHER £HEY, B2 A F 5, ﬁwu}
Tl el A xSt o star, o]ojx &ulE Z-Fstel] Al AT A %4 =) Olﬂﬂxﬂe TSt B E

o] s = AHo s F714<1 16 g9 22S 3|53 A=l S uA = 553k &1 139.1 (75%), GCE
78.5%: F7FA 1 GAIglo]l FEHEA oA AFE-E AT

'H-NMR (CD,CL): 8 7.2-7.8 (m, 4H), 4.9 (0.5H), 4.8 (0.5H), 2.6-3.2 (m, 3H), 24- 2.6 (m, 3H),

{-1.3 (m, 3H). "C-NMR (CD:Ch): § 146.8, 140.2, 1364, 129.5,129-127, 808, 74.4, 73.7,
49.0,43.9,35.7,35.4,35.2, 194,153, 1527, 147,

EIMS: m/z (%) 244 (100), 229 (48), 211 (26), 201 (21), 188 (10) 187 (12), 185 (15), 184
(14), 178 (16), 171 (13), | 67(12), 165 (16), 153 (11, 152 (13), 115 (17).

2.5-Me 5 =3-Ph-6- sl Al SR AE[1.2-b]E] e A

100 mLe] =<l & &34, 2,5-Mey,~3-Ph-4,5,6-E2]3| =2 A S =3

_rg
=
\IN
O"

k3t oo, 1 g F-o] p-EFd #E4Hp-TSA)S H7tshaL, 1?15 &5 30 %i— Z T}, u Es B2 A%
A3, F715S B f715S 7R Yo E, B2 Al A8, 7 6}1 olo} A &= Z-F 3}l A A3
o} o] 7% A 2 AS 3P T(F N o] AA). & 26.6 g (90 %), G 7%

'H-NMR (CD,Ch): 6.8-7.6 (m, 5H), 6.1-6.3 (25, 1H), 3.1, 2.9(s, 2H), 2.3 (m, 3H), 1.9 (m, 3H).
PC-NMR (CD,CL) § 1506, 146.9, 1459, 145.6, 1410, 137.0,136.8, 135.8, 1343, 131.3,
129.5,129.1, 1288, 127.1, 1269, 123.5, 1224, 41.0, 408,172, 17.1, 15.1, 15.0.

EIMS: m/z (%) 227 (20), 226 (100, 225 (34), 211 (34), 210 (17), 209(10), 193 (19), 178 (28).

(2.5-Me , =3-Ph-6-3| =2 A FZ3et[2.3-blE]2M-6-%) , SiMe , o] T4

THF(80 mL)°ll &3l ¥ 2,5-Me,-3-Ph-6-3| =2 A 23} 1,2-b] ¥ 23 22.62(100mmol)< T3k &<fof], A2

A dak Fol 25 M n-HE2lE £9(100 mmol, 40 mL)S F7F3ch 28239 WEES Fr1H o= 5 A7t %oLo Ak
ot 7479 aa‘riﬂoﬂ, THF(40 mL)°ll €3]¥ 6.45 g(50 mmol)¢] t]FZ =] uﬂ%@%g A7 et 255 -78 c;_

S3a1, o]o] A A7) A AlZzE Soles ek THE €4S A7t 7 95 & Ed2a 2 yEE58 Aoz &
T 6 AIZE o Wkt whg E9E-S Eoll AL, o] A {7 +E S HEREAR Lﬁi TRk, St vk gl

A A zxskH, 213ste] F5 T uﬂE U2 E AAAs e, WA e 28 D AolA e, X sl A
A A WA ks 5T 8 11.33 g(45%), GCE 99%.
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"H-NMR (CDCh): 6 7.2-7.6 (m, 10H), 6.2, 6.5, 6.55 (s, 2H), 3.85, 4.08 (s, 2H), 2.5 (s, 6H),
2.1-24 (m, 6H), -0.2, - 0.55, -0.75 (s, 6H).

PC-NMR (CD,Ch). & 136.9,7135.7, 129.5-122.44, 123.4-121.7, 68.2, 40.8,40.7, 18.1,
17.7,15.0,-202, -2.5.

EIMS: mz (%) 509.1 (9) 508 (22) 283 (100), 255 (10), 241 (6), 210 (6), 178 (18), 152 (3)

{(2.5)-Me , =3-Ph-AF =M E[2.3-b]-E]© $1-6-9) , SiMe , }ZrCl , o] A%

< _a_o)

100 mLe] el ol e 2ol &e 2] 1.82g(3.6 mmoD <] (2,5-Mey=3-Ph-6-3|=&2A| S 24 EH2,3-b]E] 23-6-)

i o} wuk

,SiMe, & et &, Aatze] 2.5 M n-F-HEEF &9(2.9 mL, 7.2 mmoD<S A&l A A7k} 5 ]{l 5 ¢ ’ ;_

Al%8kar, o101 4 0.83 g(3.6 mmoD ] X 23y HEZGZEeo| =2 Ax Bdas AH8) A7Ach g EFES

i7].;<:o§ 3 Al ZF Z¢F nwkElar, o]o] A fME o 3Tt o] WAl o R =R TA|E oH ER A FH S, o]o] A 2
T - — gl 1l gl , _ o . o

F 3ol &uj = A ASY] 770 mg 9 3:5 rac/meso EFES FE5FF L) o]0 A, o]} &WO}L\ES]_E,\QLEO?ET

o Zejalalo] ol g, 1% ool S e E SulE AANG 350 mg o w-rac A AAE 5T 4

£:1.12g(47%).

tlo

'H-NMR (CD,CL): 6 7.25-7.6 (m, 10H, rac), 6.58 (s, 2H, rac), 2.55 (s, 3H, rac), 2 3(3, 3H,
rac), 103 (s, 6H, rac). "C-NMR (CDC} ) 0 168.8, 1476, 1453, 135.5, 1354, 129.95,
129.47,128.2, 119.0, 85,199, 16.0,0.0. EIMS: m/z 669 (M™+1 of theo),

}\]/\|Cﬂ| 2

g e dnl~-6-[25-0ul9-3-2 - s DA FeAetrlold-[1.2-b|-Ble il |A=5F HIF=etolo-2f
(2.5-Me , =3-@2MePh)-AN S =HE[2.3-b|E] 2 -6~ e‘) SiMe » 1 ZrCl ,, (CH o A

2-Me-3-(2-MePh)-E] @ 3 9] 3}

o-Entul¢ BEW =9 o g2 §4(350 mL, 2.0 M, 0.7 moD)< W] Az 3-8 ggjg_ﬂ]%ﬂggﬂ(jz‘gsgej
mol) ® 50 mLe} o 812 F 1.2 g9] Nildppp)Cl,®) EHEol B8 A7h3e). 550k wwk 7, Aol whg Lol
£(200 mL)& #H3 A7 Ak §715S 28k, (100 mL) .= Al H35kaL, A2 HMeS0,). s 1 &atel A
ATk S8 136 g F7FE S AAglo] A gt

"H-NMR (CDCL): § 7.2-74 (m, 4H), 7.18 (t, 1H), 698 (t, 1H), 235 (&, 3H), 227 (¢, 3H).
EIMS: mz (%) 188 (M, 100), 173 (62), 155 (34), 141 (9), 128 (3), 115 (15),

)
o2,

2.5-Me , =3-(2-MePh)-5.6-tsl=w A S=MEet[1.2-b|H 2 -4 -2
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100 mLe] t]Z &2 2o %] 2-Me-3-(2-MePh)-E] 2. #(8 Og 0.43 moD® e} H 244 g, 0.51 moD <] %‘%‘H%,
80Tell X 1000g ¢l =3 PPA of %j7}ste], 5 A2k E<k it gt of F A4 e S w4d 451000 g)ef 7:57_1,
PPA 7} 3] a2 wj7hA] wntgch, A4 &S A = 4 30% (v/v) ﬂ%iiuﬂ gro FEHUH2x400 mL). =3
71 85 NaHCO,z9) 23} 8o AlHata, 12 HMeS0,). S A5 L7 = AAste] 371411 AAlgle]

A]’%‘QLE /%]/HU 74 ga T—l gEE}

H-NMR (CDCh): 8 7.17.3 (m, 3H), 7.0 (d, 1H) 2.7-3.0 (m, 2H), 2.25 (5, 3H), 2.18 (m, 1H),
205 (s, 3H), 1.2 (d, 3H). "C-NMR (CDCh): § 199.6, 167.3, 152.2, 1366, 135.9, 1334,
1302, 129.7, 128.1, 125.8, 46.1, 46.0, 32.8, 19.5, 16.9, 154,

EIMS: m/z (%) 256 (IM'], 85), 241 (100), 227 (6), 213 (35), 199 (22), 184 (7), 165 (15), 152
(9), 128 (11).

2.5-Me , ~3~(2-MePh)-6-3| =2 Al & 2 HEL[1,2-b]E] 2 # o] TA

200 mL9] THF ¥ 2,5-Me,—3-(2-MePh)-5,6-t] 3| =2 A S ZHEH 1,2-b ] B 2 A -4-2 (74 g, 0.286 moD 9] &%,
0 CollAl THF % LiAIH,(1.0 M, 0.145 moD) 145 mL= A gt} Ao A 3 A7t FeF ankalar, Folate] &5 3 7}s)

2l
ol(50 mL), 5% €& A A, o2 25 THFS S&A17]14L, aLA)] o] 32 40131-3— tZEavtio 2 A3
FTH3x150 mL) tEzzdg A 9 i AFES 236k, 260 mL)® Al A ki, 12319 (MgS0,), TEAIA

A2 AAES F5BATHE7.2 g). A =5 250 mLe] F-<lell Ag-slshaL, 7T0TAA 1.5 A7 5k 2.0 g p-TSA
oF ankgich W7 &, E7l o0& 5(50 mL), NaHCO5 §-1(50 mL), 9 <4(50 mL)& A% 3kaL, A= cHMeS0,). &

] 2 3] dZ7) Aol A Al A sk A @ US FEFIT =/F(1207TC, ~0.05 torr)A A B S A2 S5 4
47 g(68%). F70¢] o] A A A

H-NMR (CDCL): § 7.1-7.3 (m, 4H), 6.7 (m, 1H), 64 (m, 1H), 3.6 (s, 2H), 32 s 2H),
26 (s, 3H), 2.5 (s, 3H), 247 (5, 3H), 2.46 (s, 3H), 2.42 (s, 3H), 2.40 (5, 3H). PC-NMR
(CDCh): 8 1462, 145.2, 137.0, 1364, 1342, 133.7. 1302, 130.0, 129.5, 127.5, 1274, 1257,

123.4,122.4,40.1, 199, 17.1, 144, EIMS: m/z (%) 240 (IM'], 100), 225 (65), 210 (10), 192
(20), 178 (8), 165 (15), 149 (5), 128 (5).

n-Rg )] o AEH, 2,6-Me , -3-(2-MePh)-6-3] =2 A ZZHEH1,2-b]E] L] 2] 9] #4) A&

U NMR -3 & 7.2 (m. 201, 7.0 200, S50, 110,522 4 THY, 219 (s, 3H, 218
(8310 215 ¢, 31,

PCNMR (THF-: § 1403 1370, 1312, 130.5, 1268, 1257, 1241, 1201, H7.2,924
91.9.20.6, 164, 15.2.

(2.5-Me , =3-(2MePh)-6-3s|=2 N F = HE}[2.3-b|E] 0 41-6-<) , SiMe ,_ °] A

150 mLe] THF % 2,5-Me,~3-(2-MePh)-6-3| =2 A F 2 EF[1,2-b]E] 2. :(36.9 g, 0.154 mol) 2] &S ~78T &

Wztata, 84k Fo) n-R e e E 62 mL(2.5 M, 0.155 mol) &2 A2 g} AL 16 A7 F<F i HJ%;AM M
& —78CA wFSAA 70 mLe] THE & v @ ==t M8 4eH(9.94 g, 0.077 moDe] el 7kt ke 3
& AHE oo @ F, 2 Aot wnkgloh NH,Cl 23 =89S A3 2718110 mL), THFS] B8 3 -5

7] A A AART FAES AEHEG00mL) D E(150 mL)E 280 5L 28s5ta, A2 A EH2(100 mL) 2
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AFZete], 2d dH= £8S AP HMgS0,). &rlE STAIA, BAE 41 g& 22 -1)
) g

A A 2N FEITHGC
o AN =S Au7t ol A=vtEILY (5% CH,Cly/3A A hste], o] 4 & A

o] £gE=A 13.3

g9 FAEAS 53} EIMS: m/z(%) 536([M ] 22), 297(100), 281 (6), 223(5), 192(12), 165(6). %Hfiz} NMR 2
HAER L o] A A9 B3t EFES etk n-F 2 F3] vh3 o2 A xH (2,5-Me,~3-(2MePh)-6-3| =2 A &
Z e 2,3-b1E] 2. H-6-U),SiMe, 9] 2 EH tHafl 4 25~

PHNMR (THE-44) 8 7.08-.18 (n, 8H), 5.3 (s, 2H), 28 (0, 3), 221 @, 360, 119 s 3H),
0.89(d, 3H), 063 (5, 3H).

{(2.5-Me , =3-@2MePWA E=ZHE[2.3-b]E] 2 H-6-21) o-SiMe , }ZrCl 2 o] Al

200 mL9] o H 2 59 (2,5-Me,-3-(2-MePh)-6-3| =2 A| Z 2 HEF 2,3-b]E] 2.3-6-U),SiMe, (27.6 g, 51.5
mmol)-& & -78C & Wzate], dik 5o n-F- =2 H(2.5 M, 105 mmol) 42 mLE A2 v}, Aol A ¥hA] aL ]
Sl E 1F skl Al7stal AL(150 mL)S A7 &4 &ejelE -78C = ¥zhataL zrCl,(11.7 g, 50.2 mmol)i za
Pt g EFES AL o® Sk, 18 AlZE Et wnkah, #H 4 ZEg Faf o gt B4 245 W60 mL)
o & AlFsta st xdte] 33.8 g AL ES FEAT AL ES A2 400 mLe] HEZZWTOE W

Hisla Aglol EE Fal o3}, 3¢t sl A HES T2 A A 50/50 2] rac/meso E§E(27.9 g, 78.5%)ZA] WA=
S S5 UdF 2298 F rac/meso % b= o] 3 5 &allrl7])a, FHv e Sk A 7}0}3, 2t sl E]ii‘iuﬂ
S BE SEgo Ry ofdAAE Rt ol WA SR meso O|HAE &N OZHE A, o] el o3| A
AR 7 HA A3 5 Bl E o J%EETH A7 0}04 rac oJHAE ca.95% CEE F5 U

'H-NMR (CD,ChL): 8 7.65 (m, 2H, meso), 7.60 (m, 2H, rac), 1.27 (m, 6H, meso), 7.26 (m, 6H,
rac), 6.33 (s,2H, rac), 6.18 (s, 2H, meso), 2.34 (s, 6H, rac), 2.32 (s, 6H, meso), 2.30 (s, 6H,
rac), 2.25 (s, 6H, meso), 2.09 (s, 6H, rac), 2.03 (s, 6H, meso), 1.17 (s, 3H, meso), 1.13 (s, 3H,
meso), 1.08 (s, 6H, rac). "C-NMR (CDyCLY: 8 (rac isomer) 148.1, 145.6, 1373, 134.6,
134.4,130.8, 1304, 129.6,128.2, 1263, 125.2, 118.5, 19.5, 19.47, 15.2, -0.57.

EIMS: m/z 697 (M™+1 of theo).

}\lAlql 3

dugderreln »~-6-[3.5-tuaFrAerod-[1.2-b|-HeM|x=F I 2efo] =-SiMe , (Me , Cp HL
) 7rCl §C629’ A

O

S

! \\Zr(‘b
/Sl ¥ -

3

@)

3.5-trEl-6-s|l=2 A FZE[1.2-b[E] 0 M -4->9] 3t

84% 2] =24 Aldrich) 950 g & 73k & E]—Z:ﬂoﬂ 180 g9 P,O-& 7M. £88E 4 AlZE 59 140 T2 7HE
3}aL(P,057F B 832 wj7hA]), o]e] A 70T = ¥Z+gth 100 g(1.01 mol) ] 3-#EE 2.3, 86 g(1 moD®] HEtaH
Ak, 2 60 mLe] U EF 22w ErS -3k & 51—.7}5”1’/} E3ES 2 AR B2t ﬂe’\]L , Bds A5 ‘?ﬂ oAk

715, 30%°] HE 2= e/aqt gl ow 3 skal, =, E3} B 7R |0l E &9, = ]3[5}“4 o]o] A FAkmt v

(e3
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A Al A %}1 AR -, S| E JF3tol] AAAT. 143 g9 o] 7% 24 2 US 3¢t 2 d& 78 T4 500
nfo] AR 0 7 FHETH 10.2 g9 & 3 0 AL IFAHEE, 6.1%). A 3322 IH-NMR ZFH oz 243

o

35-trd-4-=3 s oA E-6-3| =2 A FZHE1.2-b [ 3] A

100 mL ol gk ZFoll €-31% 9.5 g(57 mmoD¢] 3,5-tHE-6-t] 3| =2 A Z =23
2249, 10.6 g(57 mmol) 2] Fe}-EFANE L s =epx = D Zv3H0.6 g)9] 32}- %$~
7hth Bhg EFES 2 AR B FFA17] 4, o]oj A Ao s WY W7t &

of o =3 k. 21 stoll A E AXYTE 12.8 g(F8:67.4%)9] AEE o] Aoz
EA sES A

sg
=
¥
o

35-tugd-6-3l==Z A S ZHAE1.2-b[E] 3] A

-

S

50mL THF Z-oll €% 11.1 g(33.3 mmoD) 9] 2-& X3 =g} =-3 5-U v -4-3| E2 A F2ZHEH 1,2-b]El o9&
g Eekael, 4t o 2.5 M n-F-g e F& I+ &2(96 mmol, 38.4 mL)& H7H3Th 18 AZE & QE ARkE A
43kaL, 0CellA "7 48 mLe] THF Foll €31€ 18 g(1 moD o] &S TFa &H oz nkgg AT F7H4 o=
100 mL2] %3 A7¥skaL, oloj M skl THEE AIA I 7] 22&, At &< 2] 20% ﬂﬂiiuﬂ%gi 33t
i, =, #g} H HZFE2 RO E &9, ojojA Z & AlHstaL, ik vpavlgdel A Axd F, gy SvlE 3dS
7] Aol M AlA B, 2.9 gof of T FEEE R OéMJ:L oA olol A= AN A F7FH el A Aghe] AHE5%
th. Z4 8435S 'H-NMR 23 ez 2430,

H=@.5-tvdE e Merd) o] W g A gho] gt

20 mLe] to g g2 Fol g% 2.9 g(20 mmol) ] 3,4-t]H € -6-3]

HES 3 2.5 M 89(20 mmol, 8 mL)S 7k 2 Alﬂ °L HES Xl%fz %, % HE 11 3 oMl xﬂﬂ%v‘r Kl
Z9 1A 2 #Aero 2 M slar, o]o]A] 10 mLe] THF o €38t} z17ke] Zat~T0), 1.2 ¢(10 mmol) 2] 2 2]
eSS ek & I Fo] &S g THE €98 A 71t 18 AIZE 59 wnkS x| &3 - 213 3ol &0 & A
(e}
o

At 1A E Aeto 2 M Hsar, W33l Heks xﬂﬂ 3le], 3.0 go] 2o A 5 LS S5 FA FEES
'H-NMR 23 o2 BAgr},

clulel A ebr]du] A3 5-rlu el e Al e A 2 3% o2 elo] = o] Fh4)

250 mL& Z2t23%, 60 mL Hell 2ol 2 Fofl 8319 3.0 g(8.41 mmoD) ] ¥]2x(3,5-t] WA Z=HEH1,2-b]E] 2
A dd oz ARk A2, Fk Fe] 25 M FEHES % gk & (16.8 mmol, 7 mL)& A 7Fgich &
1.5 A3 &QF alnkshal, oo} xl-g shofl Sl & AANT. 1A S Ao A st v A k] 271 801%

S8t %4 3329 'H-NMR 233 o & BA 3},

n.o
=
O 2=
=

27} Lol (7] AlZzE)E HABE(70 mL)F oA £ 8]sFaL o]oj A, 1.96 g(8.41 mmol)9] X 23 F HEZGFZEo| =5
Az FEEA s A7 H7F ks 5, 2 o] THFS A 7fstar, O]Oﬁ’\ﬂ &elgl & 18 AI7F &ot kgl X

E AAG 5, 4.5 g9 B2 A uAE St o] 24 F 3.5 g 5 Al o tEEEvEo R A
A e}l Al A F shol] £mjE A Aste], 1.3 g9 50/50 rac/meso ZEES *’FET?\ED}J ARt 52 1.68 2(38.8%).
rac/meso EFE ] tEF22rgh §AS HH3| ZRAA rac o] 2A ] AL F5AY. T4l 3FES 1H-NMR &
oz 243t

ALEER B

AAf 4
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-[2.5-dvd-3-@.5' -t g - DA S ZMefr]old-[1.2-b[-H e [A =54 v = }o]

2-Me=-3-(2.5-Me , Ph)E] @ 3l ¢] 44

100 mLe] o E| 2 F 3-H2R-2-w=HE 2 :(42.5 g, 0.24 moD) 2 Ni(dppp)Cl, 1.2 g o] &0 2,5-t]w s dn}1
Y4 BRu=9 o g2 £H4(0.6 M9 400 mL, 0.24 mol)S H 3] H7F3le}. st vk & &(200 mL)S 935}

A7Vea, f71%S Beleta, Qo100 mL)E Al H ko] A=A ATHMeS0,). &1 2 29 2248 WA A, 2744
Aol AFEE &= AANE 47 g5 5T

EIMS: m/z (%) 202 (M™, 100), 187(78), 171(29), 154(15), 128(16), 115(13)

2.5-Me , =3-(2.56-Me , Ph)-5.6-ts| =2 A =M} 1.2-b|E 2 H-4-L¢] g4

125 mLe| T F 220 g F 2] 2-Me-3-(2,5-Me,Ph)E] 2#(47 g, 0.23 mol) % WE}ZH4H(24 g, 0.28 mol) <] &S
90T~ 1000 g2] +¥ PPA°] A 713}a1, 24 A7k §<t wukglc}, o] 78 A4 &S 3] A-5(1000 g) ol
PPA7} €hx18] el d w7h] awksieh, A &S it Tof 25%(v/v) H 2 mu o FEHTH2 >400 mL). f;;%
7] #8& NaHCO;9] 23} =8H oz AFetaL, AXxAHMeS0,). &S 3 ATE7] AellA AAste, 59 g 24
SAE FEU AR ES At 59 50% (vTEFR 2w eto 2 At o] ARvtE ) o8 FAch F&
26.1 g(42%)

U-NMR (CDChy 8 7. 6 TH), 705 (d, 11, 6.92 (s, THI, 295 (m. 2H), 2.8 im. 1110, 2,38

(s THL 23545, 300, 2T (s, 3H), 13245, 3H) "C-NMR (CDCLE B 152.1. 1362, 1359, 1353,
1335, 1333, 130.22, 130.20, 130,11, 1289, 1225, 46,1, 326, 208, 19.1, 16.9, 154,

EIMS: s (%) 270 (M, sm. 253 (1001, 24 (61, 227 (37), 213 (230,198 (1), 179 (10). 141
(7). 128 (15),

2.5-Me , =3-(2.5-Me , Ph)-6-3|=2 A F2 A et[1.2-b|El 2 A ] 34

75 mLé] THF %9] 2,5-Me,-3-(2,5-Me,Ph)-5,6-H s =2 A S = EH1,2-b ¥ 2 3-4-2(26.1g, 97 mmol) &4
=, 0ClA olH = F 2] LiAIH,(1.0 M sol. 48 mmol) 48 mL= A 2] glt}h. Aol A 5 AJ7F &<k wrk & =(10 mL)&

olste] H7tslal, 53 ¥ & Aol Ee FH 18 FHAIA At AR EZHE THFE SEA 7|4l o3&
ol & fE2veo 2 Al FItH3x50 mL). EZ22d e £33 & 37 &7 238t 550 mL)= Al o, Az
(MgSO,) ¥, & 3| AFL7] el A AAT. BE=S 5FM60 mL)oll &A1 713, 60Tl A 3 AlZF &<F 0.4 g9

p-TSAZ wytgch ¥zt § 574 &8 E(50 mL), NaHCO, & 94(50 mL), 94 (50 mL)= Al H3kar, =gk
(MgSO,). 7L s]d5L7] oA A AL, =S FHatel AAUTHLI10T, ~0.05 torr). T8+ 11.5 g(47%).
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"H-NMR (CDCk): 8 7.19 (d, 1H), 7.1 (d, 1H), 7.0 (s, 1H), 6.41(s, 1H), 2.93 & 2.90 (ss, 21,

2 o] AAA ), 235 (s, 3H), 225 (s, 3H), 2.12 (5, 6H). "C-NMR (CDCh): 8 146.0, 144.9,
140.1, 136.0, 134.8, 134.1. 133.6, 1333, 1304, 129.8, 128.0, 122.1, 39.9, 20.9, 19.1, 16.9,
142, EIMS: m/z (%) 254 (M, 100), 239 (75), 224 (16), 206 (20), 191 (11, 178 (10), 165 (10),
149 (6), 128 (9).

(2.5-Me , ~3~(2.5-Me , Ph)-6-3] =2 A Z 2 ME}[2.3-b|E] 2 A -6-%) , SiMe , ©] §4

60 mLe] THF 59 2,5-Me,-3-(2,5-Me,Ph)-6-38| =2 A F ZEH1,2-b]E]. 2.5 &4 (10.6 g, 41.7 mmol)& -78T

2 yztstar, @4k Fo] n-FgaE 17 mL(2.5 M sol., 42.5 mmol) & A2 gt} ALo)|A] 16 A|7F Sk iy & wke &
FES -78CA THFS 30 mL% 9] tlZ 22t uedeH2.69 g, 20.9 mmol) & el 27k} NH,Cle] 23} 8-
(10 mL)&.2 7AA3}7] Ao, 27} ?i% A AL Aol A 18 AIZF &<QF wHkS A &g}, vk-g A &S o | 2(250
mL)& 8|43}l E(100 mL)& Al F gtk Ax(MgS0,) ¥, &1l & Elﬁ?ﬂgﬂ Gl A AARG. AP =S A T 5%
(v/v) dEz2vgoz A7l A azrtead a2 GA Tt 58 7.0 g(59 %) T8 o] DA -

'H-NMR (CDCh): § 69-7.2 (m, 6H), 6.2 (s, 2H), 3.85 (s, 2H), 2.35(s, 6H), 2.25 (s, 6H), 2.20
(s, 6H), 2.10 (s, 6H), - 0.12 (m, 6H). "C-NMRY(CDCh): & 149.7, 146.2, 145.9 135.8, 135.6,
134.9,1348, 1308 129.9,127.8,123.0, 122.1,46.2, 209, 19.4, 18.0, 143, -7.5, -89,

EIMS: m/z (%) 564 (M", 25), 311 (100), 282 (6), 253 (4), 237 (5), 206 (12), 189 (5), 165 (3),
128 (3).

{Me , Si(2.5-Me , =3-(2.5-Me , Ph)-A| &2 A [2.3-b e @ H-6-9) , } ZrCl , °] §4

50 mLe] o ¥l 2 F9] (2,5-Me,~3-(2,5-Me,Ph)-6-A1 F 2 E}[ 2, 3—b]1ﬂgﬂl 6-4),SiMe,_(2.33 g, 4.1 mmol) &9

S, A= 3.4 mLe n-FE8H(2.5M sol., 8.5 mmol) 2.2 A& gt} Ao 3 wk & 8w S X-F S}l A A

&taL, ZrCl1,(0.96 g, 4.1 mmoDE 7F v} AEH(60 mL)S H7skaL, %Q% 24 A2t Fok A NkITE 3AE ) 2

ol A =3 8tar, slgto 2 AlZ s, 21 stell A=t 2ALES 100 mLe] S22 gto 2 wnksia Ao EE

B3 oyt &S etstel Al A, FA 1A YA ES F5HTH2.5 g, 50/50 rac/meso =3HE). AA =9 %ILE
i o

ml

= ys2rd ol AEafsta, Ao ﬂﬂo}oi e A A EE ’“Co}j of el of el AA Y. =& T
toll 8ol 8 d m7h4] FH Ak G2 T, rac o) AAS A o2 F-E AAststar, #H 4 Z313elM =5 ot

ol

"H-NMR (CD,Ch): 8 743 (5, 2H, meso), 740 (s, 2H, rac), 7.16 (d, 21, rac), 7.15 (d, 2H,
meso), 7.10 (d, 2H, rac), 7.09 (d, 2H, meso), 632 (s, 2H, rac), 6.19 (s, 2H, meso), 234 (ss,
12H, meso), 2.33 (s, 12H, rac), 2.29 (s, 6H, rac), 2.25 (s, 6H, meso), 2.02 (s, 6H, rac), 1.19
(s, 3H, meso), 1.15 (s, 3H, meso), 1.10 (s, 6H, rac). C- NMR (CD,Ch). § (rac isomer)
1480, 145.5, 135.7, 1345, 134.2, 134.1, 131.3, 1303, 129.9, 128.9,125.2, 118.5, 21.1,19.5,
19.3,15.2,-0.58. EIMS: m/z 725 (M*+1 of theo).

}\lAlql 5

5-Me-5.6-ts| =2 A S =e}[1.2-b [ A e=gl-4-2°] g4

= o
T iﬂ] L*J($31 PPA)Oﬂ ”7}5} , 1.5 AIZF F<F j‘f‘*i“ﬂr THeEs v‘i’—ﬂ]% A el Far, PPA7} S8 & H%
< NaHCO, %3} 5890,
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2 Al etal, A=A R MegS0,). §E 3T L] Aol AASEL 5.25 gof 2 &S A e, GC Al o4
35% 4 sttt 2SS YN H SRR E Sl Aznteagvste], #A=2 3.02g5 75

). 78 35%.

"HNMR (CD:CHY: 86 (¢, 18), 7.05 (d, 1H), 325 (¢d, 1H), 2.9 (m, 1H), 2.58 (€4, 1H), 13
(A, 3H); "C 2018, 169.5, 14535, 1447, 1433, 1263,459, 344, 16.8; EIVS: mz (4); 200
(88), 185 (100), 171 (13), 157 (22), 145 (7), 130 9), 120 (1) 91 (55).

12

5-Me-5.6-tl3|=w A S ZMEH[1.2-b [ dH =dl-4-39]

I

250 mL& =223 T 60 mL to ol g 29l &3]% 20 g(100 mmol)2] 5-Me-5,6- E]L]EE’\]EET{]EHLOZ—M‘;E]

Aedl-4-25 wvh gE EFvE = =S drshes A edd g2 $ 1.0 M, 100 mmol, 100 mL) & —_Z8g
°fl A1 ﬂﬂsﬂﬂ} H7h &% F, 2EF A2 08 Fhal, o]olA FrbH 0.2 3 ARF Fek kgt o]ol A =& A HIbsh
AGOmL), fF71Ed S Age| ES S8l ofsha, vl el e 22 s3ste], 2 AF sk, ofojM A=A (&t vk
V). §1E 2F stoll AT 12.86 g9 o F& A4 2. 27)9] o] 4 A GCMSe 9] &) 98.6 %; EIMS:

miz (%% 9. o] 4 A7) 205 (2), 204 (19), 203 (14), 202 (100) , 201 (21), 200 (51), 199

(26,198 (22), 187 (51), 186 (8), 185 (40), 184 (29), 183 (41), 182 (17), 181 (19), 180 (10),
175.5), 174 (), 173 (24), 172 (6), 171 (16), 170 (9), 169 (1)

5-Me-3-3sl=m A S=Aep[1.2-b| A& =319 A

500 mL& Zet2=Fo], 70 mLe EF o] &3)9 13 g(65 mmol)2] 5-Me-5,6- E];]Eil\]ii #AEH1,2-b] %Eﬂh—_ﬁﬂ—
4-& 2 0.2 g9 Fet-EF<0 EEF He3|EYolEE wuh et~ &S A=A 18 ARt B¢t ?ﬂﬂ&f}ﬂ, o]of
A kg i?%ga E2 AHsta, f71E told e == ?2‘ shar, SAF vkl el A dxstar, of etk 01:>1
Al & 213 3ol Al AT 12.3 g9 = A 0ds FRAT 11 g & AEtE T3l Ao R A2vtE Y
ok 0.6 g 912 3] 9 A5 AEly 3o gy Sk Coﬂ ol 90% EIMS:

mlz (%, %2 o] 4 AA) 186 (2), 1859 (18), 1848 (25), 183.9 (100), 1829 (92),
1819 (92), 1819 (60), 180.9 (63), 179.9 (45), 1789 (23), 168.8 (27), 1669 (13).

Me , Si@-dgs| =22 e[ 1.2-bl Al ek , o S (7F #1HE)

40 mLe] tfe g ol 2] &3lH 0.6 g(3.2 mmoD®] 5-HE-4-3| =2
mL§ Zehsel, Lol A n-F el Fol §(A% 39 2.5 M, 3.2 mm
AR ok muksith Aol THRE W7ol SLAS SalA715, e o

ANEF2HEe-[1,2-b] A = g2AS 373 200
ol, 1.3 mL)& A7ttt et~ W&ES 1
==

125 mLe] 37} Zej7] 7k 439 8 129] 250 mL Fek2~ o, 40 mL THR ol 8319 0.21 g(1.6 mmoD 9| tF 2=
gulgdss A7 &S 7 C= ¥star, ”7101]/‘1 Axd 27F Fol2S& T &S A7t Sekaa
$ES MLOR T F 18 AR B WAk v EFES 40 mLe] 8t hm Lok §olo 2 AFFAHHD. B
T ETHERFH 72 ﬂoﬂgoﬂEﬂE’E? J8haL, ”E A sk Sk vkl o 7 sk} of 3ataL, o] of A
Sl E 2 E skl A7 A O 56 go] ol F& LAMA M e A& FHsta, §EN oA S AREEte] ATt FellA A
2rhE e ek 0.3 g9 A4 E(GCMSel ]3] 50%);

(o]

EIMS iz 4269 (1), 425.8 (4), 4248 (2), 4238 (10),422.8 (3), 421.8 9), 242.9 (13), 2419
(12),240.9 (59, 239.9 (12), 2389 (31),237.9 15),236.9 13}, 160 (20), 159 (100), 157 2)

Me , SiQ-Agsl= g2 A2 Meb[1.2-b| e e , A2k 2z etol=o] gy
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100 mL& Eek2==e, teldelH 2 F &3¢ 0.3 g(0.71 mmoD) ¢ Me,Si(2-HE 3| =2 A S ZHEH[1,2-b A& =31
gdl), & T - EEEFS FH8E 98 A7 01.2 mL, 2 F9 2.5M, 3 mmol). & EFES 20 7 wn

skar, g shell & AANY. A S Hetez Al Hstar, ojojA A= Heto = Xﬂkﬂiﬁlﬁ}ﬂﬂr 0.2 g(0.8 mmol)

ol A=y ElEa}ﬂia}oF%— Az dgza atd e Ads]) A7k vhg S-S A a5, o] gt
of ¢ A s Aoz AH Yt nAE v el 2 T &2 7], o HAIZ 5, el s 2 F st A7 0.48
g& st o]oizlt T A7l A8tk TH-NMR(CD,CL,): 7.0-7.4(m, 6H), 2.38(s, 6H), 0.5 (s, 6H)

AA 4 6(x] e

et ns-4-@5-trd-1-ddA Iz Aetrjod-[2.1-b]-v )X 2 a5 tF2 o] =-{Me , Si(2.5=
Me , =1-Ph-AZ2HE[3.2-b]5F-4-9) , }ZrCl , N1
o] 33HE-S WO 98/22486°) 7| A Ao 13 2] Ao we} Al =3}

Ln/ OZ
s @

\

A Ao 7(8] nte])

Oeg ety oln~-4-@-ve-1-sdAN Gz e d-[2.1-b|-v &)X 2 5 I efo] ={Me , Si(5-Me-1~
Ph-A 22 E[3.2-h]9]B-4-9) , }ZrCl , N29| §H4]

\/ 0"@
o8P

2y

-5 U5 E-0-st2 notys] =

POC14(107.3 g, 0.70 moD 76 mL®e] DMF(71.7 g, 0.98 moDell #7}staL, 10&3F ait gt 225 0 C= Y531, 100
-3
[]

mLe] S22 & F9] 1-7d 9 E(100 g, 0.70 moD)&N-& A3 H7Hgrt. o] AAde] 84S A3 50T E 7H&3
3, 1 AIZE S Al A aRkgth, Ao s Wzt & ZekA~gE g7] Sl i, 750 g9 wilE deo® S
20 T %) NaOH £ H(885 mL) S 9|5} @7}6‘% E3ES 54 85-90C & 7FEstar, 10 &1k kgt & &
T4 FolAM TF AAANAL FAAE e 2 ol T, Aog W7t & oukg %ﬁ%é U2 2 eH(2x200
mL) o & F=JT 234 7] £8& =2 AHsL A2 MeS0,). & SEAIA 114 g A &S, ca.10%9]
1-9d 9 E-3-7t2B A5 = o] JAAE {3 LAAA 2 dR2A =58 A ES F7HA FAlglo] A&k

'H-NMR (CDCh): § 9.5 (s, 1H), 7.4 (m, 3H), 7.3 (m, 2H), 7.1 (6, 1H), 7.0 (t; 1H), 635
(dd, 1H). PCNMR § (CDCh): 178.1, 138.1, 1319, 1304, 128.4,127.5, 1254, 121.3, 1103,
EIMS: m/z (%) 171 (M7, 100, 154 (7), 142 (8), 115 (50, 93 (42), 77 (16),
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AN [27]-2-Me=3-[1-9 3] E-2- | & T -0 o] o] E

75mLe] THF & Eglold 2-F 22X =T 23] @ Yo E §(1563 mL, 0.714 moD< 0CelA 60 mLe THF % ’\E A3}
EH(24.3 g, 1.0 moD 9 E3+E9 A3 H7Isk o). ’\E]Fq 2 AL 07 4L T 1 A7 Eok wukdl & O_E_ _—LU
10 T2 ¥+ &, 200 mLe] THF & 1-9d J]E 2-7t21ndH s =(113 g, 0.665 mol)A goe AslEc we B3
2308 T Ao shes], FAL AAES 5 NH,ClO) £3 89100 mL)& 79 5te] H7tated, 2-

|NS F59n. THFE S/ AAS A, = Mﬂ%; oH 22 FZdH2x200 mL). A HZ FEE& Oﬂoﬂ; Aﬂidzm
AZFHHMeS0,). S S %%Wh ZARNES Aatoz A Fste] WAl ARA wAo AAES 5. 58

89%(151 g)

'H-NMR (CDCL):§ 7.4 (m, 4H), 7.3 (m, 2H), 7.0 (4d, 1H), 6.7 (¢d, TH), 64 (:, 1H),
4.1 (g, 2H), 2.2 (s, 3H), 1.2 (t, 3H). “C-NMR & (CDCh): 168.6, 139.0,129.4, 129.,
127.3,126.1,126.0, 124.8, 122.8, 114.1, 109.9, 60.2, 14.1. EIMS: m/z (%) 255 (M, 50, 226
(5), 210(23), 182 (100), 167 (47), 154 (12), 115 (7), 77 (18). &4 73°C.

g 2-Me-3-[1-H I Z-2-H|ZZ 1o o]E

= -2-Me-3-[1-HAdHE-2-J | X 2T -2-0]| = 0] E(55 g, 0.22 mol) ¥ 10% Pd/
o Igﬂ lifgfiﬁl%[ zg]pszigz/l P f%ﬂau}z wo1% 49 jaz]u}%(i;ia] Hoz A3 ¥, §u)
2 902w Jol A AAF] YHES FER & 54 g(97%).

"HNMR (CDCK): 8 74 (m, 3H), 7.2 (m, 2H), 6.7 (m, 1H), 6.1 (m, 1), 6.0 (m, 2H), 40 (@

2H), 29 (m, 1H), 2.5 (m, 2H), 1.2 (t, 3H), 10 (d, 3H). "C-NMR (CDCh): § 175.6, 1289, .

1270, 126.0, 121.8, 107.8, 60.0, 393,303, 167, 13.9. EIMS: m/z (%) 257 (M, 9),216(7),

184 (6), 146 (100), 77 (16)

2-Me-3-[1-7d 5] £-2-91 | 5 & =)

o ~E| 2 o8 2-Me-3-[1-HA I Z-2- | Z 2340 0] E(42.1g, 0.164 mol)Z 78 mLe] Sg}o]#l A]eFo = % 23}
i, 90-95CE 7FE gk 1 Al7F Sk wnk & oS Bajg J8Abo] 31 6N HCIE pH 1-2& A4 3kt I A9 &
EW" o H] 2(2x200 mL) & T%z‘sﬁ AN=Z A, AXHHMeS0,). AE2E 3 AUV 2 AAS ] BYES

Sk 8 27.9 g(75%).

+

'H-NMR (CDCH): 8 7.2-76 (m, SH), 6.7 (¢, 1), 62 ¢, 1H), 6.1 4, 1), 3.0 (m, 1H),
2.6 (m, 2H), 1.1 (d, 3H).

5-Me-1-Ph-5.6-t3| =2 A S ZHE1.2-b | E-4-2

75 mLe YEFRZANE F 2-Me-3-[1-#L I E-2-U | Z23}+=4H43 g, 0.188 mol) 2] £2 100 CTollA 43 PPA
1000 gell A 7+ght. 5 Al oF wHk & EFES 60 TR »gﬂo}ﬂ FE A Aol A3 Bk A ES, i T
30% (v/)tl 2 22 e %% IEH(2>200 mL). 23 7] 25 NaHCO49] E3} 8o 2 AHsta Az

(MgSO0,). & 3T L7] ol A AAsL &4 A=A YA % T5A 81 37 2(93%).
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'H-NMR (CDCL): § 7.5 (m, 2H), 7.4 (m, 3H), 7.1 (d 1H), 6.4 (d, 1H), 3.3 (dd, 1H), 3.0
m, 1H), 2.6 (dd, 1H), 1.3 (d, 3H).
PC-NMR (CDChY: § 199.6, 156.6, 138.8, 129.8, 129.2, 127.9, 127.2, 1220, 104.1, 475, 30,8,

I7.1. EIMS: m/z (%) 211 (M7, 100), 196 (55), 182 (33), 167 (27), 154 (12), 120 (23), 105
(38), 77(46). §-4 120°C.

5-Me-1-Ph-5.6-t]sl =2 A S = AE[1.2-b I E-4-2 2] EHNs=d}E

5—Me—1 Ph-5,6-t3| =2 A &2 e 1,2-b ]9 5-4-(36 g, 0.171 mol), p-EFANEEs| =ebA=(33 g, 0.177
mol) & p-EFAEEA L3 =0l E(6.6 g, 0.035 moDE 70T A 16 A1ZF 5<9F 220 mLe] o EH-&o A] nREE EL—
Ao oz Wzl 2A7F A z; x]x{ﬁ A EL o3} Z 7] "}Oﬂ/\i 2~ 2] o]—_Tl o g == _‘”X,]O]_U:" 23 so] Azl
ok & s Oiﬂr"”OiTEi SHAZIAL F7HAR A ES, EFAe o3 s Edl o 5T 24 1A E 3
43k &1 58.9 g(91%).

'H-NMR(CDCH): § 7.9 (d, 2H), 7.1-76 (m, TH), 7.1 (d, 1H), 6.7 (¢, 1H), 3.5 (m, 1H), 32
(dd, 1H), 2.6 (d, 1H) 2.4 (s, 3H), 1.3 (d, 3H).

“C-NMR(CDCh): § 1622, 1470, 143.5, 1389, 1355, 1297, 1292, 1281, 1269, 1263,
1218,121.4,105.5,42.8,32.4,21.5,19.7. 471 186°C (2.4)),

5-Me-1-Ph-4-3|E2 A2 AMEF[2.1-b |9 &

THF(200 mL)% 9] B3] =2FE(32.5 g, 0.086mol) & ell, -78°T oA 76 mLe] a4t T F-d & H(2.5 M, (()3189 rr‘lol)
L H7tgth Hhe 5L A0 2 A3 735t 16 A gF =< wRkg) ), NH4C14 I3 8 M(20 mL)E A7t

71 8ol & SF AA . E(100 mL)E 7k, i?}ia AEHE(2x100 mL) & FEt. 2349 dlH 2 L9954
£33 (MgS0O,) &S 3 d327] ol A AA R 0 AiEe 1 AR Et AR50 mL) o2 Al A at

|
o). B84 AP ES st AA I ik %—%Alﬁ g s o AES 5 7512 g(72%). 2 71

4om
g
\I
iy
é
32
©
o

'H-NMR (CDCL): § 7.5 (m, 4H), 7.3 (m, 1H), 7.1 (4, 1H), 7.0 (d, 1H), 6.6 (5, 1H), 6.4 (s, 1H)
63(d, 1H), 6.2 (d, 1H), 33( 1H), 3.1 (s, 1H), 2.2 (s, 3H) 217 (s, 3H).

EIMS: m/z (%) 195 (M, 100), 180 (28), 167 (7), 152 (10), 139 (2), 127 (3 ), 116 (3),91 (12),
77(8).

(5-Me-1-Ph-4-3| =2 N S 2 HEF[3.2-b | E-4-%)SiMe ZQ

100 mLA ol ¥ 2 Z2] 5-Me-1-Ph-4-3] =2 A 22 MEFH[2,1-b ]3] Z(11.2 g, 0.057 mol) &< —010 codlxi fﬂ*

o] n-=-E g H(2.5 M, 0.070 mol) 28 mL& A 2]}, 226|416 A| 75k wuka)c}, @%(53@) E;J o &0 I
7}0}1, AdE g 9E 7heteksla AAE o o2 A AT A ES A H 2150 mL)F ol A8 :H/\VIL, }72(()?}
= 9hajel, 3 EE M AR05 nl, 0080 moD & FAVI% ARk WS EYEE AL ofol, 2 A0 5
SFAHT W7 2 o3 T IHES X F ol A HEZFEEH A A (100 millitorr, 407T), T4 U2 A ES
FEAT 75 12.7 g(77%).
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HNMR (CD.CE): 8 7.5 (m, 4H), 7.3 (m, 1H), 7.0 4, 1H), 6.6 5, 1H), 63 (4, 1H),33 (s, 1H),
2.3(5, 3H), 05 (s, 3H) 0.1 (s, 3H).

C-NMR (CD,CLY § 144.9, 129.9,125.5,121.1,120.6,117.9,106.2, 45.0, 18.0, 0.95, -1.25

(5-Me-1-Ph-4-3| =2 AN S ZHEF[3.2-b|I E-4-%) 2 SiMe 2

60 mLe °H 2 £9] 5-Me—-1-Ph-4-3| =2 A2 3E}H2,1-b]HE4.7 g, 24 mmolD) & &ML, A= 11.2 mLY i—
HFHe2 (2.5 M, 28 mmoD) o= A gstaL 16 A ZF F¢F ikt ATHGE0 mL)S F7tekal el & w4 38 27| &
£3) o sh3iet. 44 21 F 95 50 mLe) THFE A £8)83, -78T 2 42ka}e] 50 mLe| THEZ o 8815 (5-Me-1-
Ph-4-3| =2 A 2 Z3EH3,2-b 9] &-4-9)SiMe,CI(6.7 g, 24 mmoD) & A2 gr}. L A4 &5 50T = HA3s] 7}

235k, 167175 e mukalt), 3 B8 A F3lo] A A, FFES IR eo R =230 LiClS A At &)
g S9N A o) YAES ?%—;ﬂiﬁ‘r. T518.5 g(81%), 2709] o] g 2.

- HNMR (CD:CE): 8 7.5 (m, 8H), 7.25 (m, 28, 7.05 (¢, 1H), 695 (d, 11, 6.6 s, 2H), 6
(d, 1H), 63 (4, 1H), 345 (5, 28) :3( 3H), 22 (s, 3H), 020 (s, 3H), -022 (s, 3H).
UC-NMR (CDCLY 8 1463, 146.2, 1413, 140.7, 1303, 1299, 125.2, 1209, 1202, 120.1,

*-\3

n
s

463,
1170, 1064, 1062, 42.8, 42.5
18), 24(7), 194 (7), 16503).

6.9, -
EIMS: m/z (%) 446 (M, 7(8),

163
252(10 )

{Me251(5 Me-1-Ph-A|Z=2HE[3.2-b|IE-4-Y )2}ZrC12_

100 mLe] o el 2 2] (5-Me- 1-Ph-4—3]l:—§"]§§@51r[3,2—b]ﬂ%—4—%)zSiMe2(4 0 g, 9.0 mmol) o] &S -
78CE Wztatarl, Ak = 8.0 mLe F-E&H(2.5 M, 20 mmol) 2. & A g]dle] A2 0 7 33t} whA) LL}‘
S E SEA A FFES AH(40mL) S E /H] 2] 6}1, g sholl Az, 2t 75 24 E85 530 ZrCly,

H
(2.09 g, 9.0 mmoD) & &3 o
S 93 28 Zd)7] el A —/F;S; 3’— Ji]EJO—Eu *ﬂ’“ O}Uﬂ Il 0}01] 74}—0}04 Q {x]@l 12](5 99)E —’F?ﬂﬂr._iﬁ?@
=9 d5(5.65 9% "4 2 2YEH(75 mL)ZF ol A nyksla 0445“3} ANE S FF5H3le] Ry & Fola ek @22}04
LS HAAA AT, =81 4.1 g(79%, 50/50 rac/meso). rac o] A A 2] Z2AS rac/meso F&E9 T FZ2 2 E/EF<
|l =g Fuko 4011 A=

S g 3

'H-NMR (CD,Cl b): 6 7.3-7.5 (m, 8H, rac & meso), 7.38 (d, j =3.5 Hz, 2H, rac), 7.15-7.25 (m,

2H,rac & meso), 7.12 (d, j = 3.5 Hz, 2H, meso), 6.45 (s, 2H, rac), 6.4 (s, 2H, meso), 6.32 (d,
J=335Hz,2H, rac), 62 (d, j = 3.5 Hz, 2H, meso), 2.4 (s, 6H, meso), 2.2 (s, 6H, rac), 1125
(s, 3H, meso), 1.118 (s, 3H, meso), 1.10 (s, 6H, rac). CyoHasChN,SiZr 9] o] 2% : C, 59.38;
H, 4.65. AYA:C,59.78; H, 4.74.

& Matheson Gas Co. 278 T93to], 3A &2k & &Frjve] 2443 F3A7 o AAdn. vd
H = . ) . .
LFEAHE T &4, 10 % MAO, 4.92% ADS Witco Corp. & 26 9] ataL 1o & A&t AlBw, (A 5

24.5%°] 8-91)<& Akzo Nobel Chemicals 28 T4t} [CPhs] [B(CGF5) 415 Asahi Glass Co. 22 5-F A5t}
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NMR

Z A NMR 242 913, 15C-NMR 29 E2} 892 Varian UNITY-300 NMR $337] 2ol A 75.4 MHzZ & 5l
oSS 130 COM LEENIFRZ2WMA-d, T 10%(w/v) §No 2 SR YT 23} X2 E A TMSE V5o 2

3}etA o] & HAskS ul, ZelZ2d e CH, WY 9371 21.8 ppm o] At} H 2 Afelol| A 10 0] A|Ao® Zhzfe] =
AEH v 5000 EANAAES} =AU} 4317} &4 L2 0o] & Overhauser 237} E4) 8k}
TEA AE] &9 af &N HE [n],E 135TC9 Decalindl Al S8 3ch g 24 Sujste Fe]lz2 DA G55 A

o W3t Fek 7 BaFE(Mw) 2 [n]oﬂ A2 B (log,y[n];=-3.8996+ (0.7748*log,, {M }E ] &3}t A o
3 A=t I(GPOC o)l af HEE Mwe s A&

I A] o] 56914, 120 C, 100.61 MHzoll A Fourier E#2~3Eo| A 25 3F+= Bruker DPX-400 £33 7)o A NMR &4
=

49~
AEHS 5T A ES 8% w/ve] TE=E C,D,ClL el &3iA % th

1> >

90°H A~ H H Abo9] 15 29 Ao g AHAEHS S5} oF 1500+, 2 Z2d Uy 5] 49+
3000) ERAAAET} ZF ~HEHo| & *

=
ol
i)
32

PPP W& 7h = Ee]F-dle] CH, 2] 925, 21.80 ppm 3 27.73 ppmell A ZH2he] Wi 502 ARE-FiTt.

[H.N.Cheng, J.Polym.Science:Polymer Physics edition 21, 573(1983) % J.C.Randall, Macromolecules 11, 592
(1978) ]l whet 4 it

Wzl Sujste Sz dsT Aol g Mwst [n], o 284 A o] &afe], A o3} A=zntE ey
(GPO)ell oJ3f iLfr =g TF Wt BAFo R At
DSC

A8 -1 2= Perkin Elmer (PE) DSC-7 % PE PYRIS(3.03 7§ A ¥) &~ Eo] & AF8-3to] S3A] W&o o] &
2 89 ey 2 A} EE =H t,z‘il:} %ﬁ £ 98] PE Intercooler II(Model FC100PEA)E AF&-dith BAH (1)
Teim=156.60TC; Hf=28.71.]/g 9] dF % (2) Teim=231.88C; H=60. 46]/g o] Aol &l 71 S AHFF}. g+
d/97F 5= 20C/min o] AT B A 7= (purge gas)ZA AAE 20+ 2cc/mino 2 S B W Th Al 7] 2 (7}
Zb-A7}d) Aol A Ae 2 a3k 22 7F 742 25T 2 235C 08 AFREUTE WE Alo] ] B2 {4 A|7FS 350
WA 7 o] A¥E Barsglt

= 7}
7t -4
[Bci=g
GPC &4 (A Ale] 41 - 48): 112 GPC A&, frs AZvtELHT 20 E& AHE3ste] AAekgich

Z+2: PLgel 2 X&¢=-B, 30cm, 10 v]|32&

Sl 1,2-t] 222 A 2 F2kabA
fre % 1.0 ml/iE
2% 140T

A Z - A

A% EY =gl

A 8 -31
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F7-d A wNb] 2 ~'/E 2% 2 ZFo] FAH 4 18 2E A 2 vES 7]l A %‘—?}%" gt F3pskr] A,
90Tl A 3 A7 Fot Ax of2 2o g S EFHo|HE Adagrt 2748 MAOY 10 5 %%“ Foll &3lato],
10+t 2+ A &etaL, 15Tl A jbg7]el H7F ok Z22(2.2 L)< H7bshal, ks Alﬂo}ﬂ@oo rpm), ¥--3-7] 2
|ES S5 -7 & d T 257 FE AT BE S AIFAA, T 25 o] 2L TAIZF §, SR AE WHE-7] 9
ARTE, 27 AFAE A AL, WSV E Ao E WA FHEAE AAS, FA SAH A 1 AIZE B 50T A A
T X Tl Azt 7IEH 2L, TFA 2 23 FFo2HE AL 53 A 54 Ui A5 =
3 1ol YER AT

A Ao 32 - 34(¥] )

3 Lol veksls mE 2 Als Abgsto], A7 7 g d = S-S st 58 TEA e S g A, ® 1

Oﬂ LHER AT

A4 35

TR A wRb] B A/ 25 24 AFle] AR R 4 18 2RI A vk 7] SOl T e A Zﬂo}ﬂ A
ofl, 90CellA g A7 Tk Az ofE o e EIdolHE YAt C3(0.05 mg)E, EFAA0mD 5 10 %]
MAO®] &N GalstaL, 10i5 ¢k AFshar, vhg-7 ol F2b5l 2 Qle 2 29 A& 35 (bomb)ell &3t} %7‘6& Llasd

faA [€)
(200C)ell Z==(2.2 )& H7Fskar, arbgeh(500 rpm). ¥H-7] o] Z 2 o] 37148tk 100 psig #4202, FZufE o
Sk 90 W71 AL W71 W U 5 - 7 3 ol 50T/ Helehan, 2209 £57151 100 s
Bl d

e 4 } =, o€l TS 2AUT T AR, dAsELE H¥°7l°ﬂ A9 KL W], WA FFAE WEA
2. HP" 715 e o R ek, A7) Aol 5 st kB tii R AU SFAE AAS, FA 54 A, A

L ENA 1/\]{} OJ 80CE HAxPot. & TFA 254 g(IR l"ﬁ:*i#i, 19.9 ol €l = %%)

A A4 36 - 40

TR A w7 2 29/E 2% 2 o] A 414 2H AU 2 9] Foll, TS FHAT. T A
o, 90°Col A 3 At Bt Ax olEFTOR QEZ o HE A2t} A 24 EFA &4 2 Al(Bu), S 15T W
710 H7betaL, o]l A 2.2 Lo RIS Hbeh wnkS A 2F8EaL(500rpm), [CPhy1[B(CGFy), 19 &7l &S,
3100 mL3 A w-g-71el H7ta) ]

3} 7FetH, 5 - 7 & Yol W&ES 3 257HA 7143 S8 Al gl 55
ol2a1 1 AIZF F, AAstErAE WS 7] A YTt F{ GEFAE A A, WU E oz YT A E A7
sk, A 54 1*1?& A, JF LEAA S0CE AZPY. 7| 5H A&, T34 2 A 27349 FAZEH AL

, 3 20 YERAT

- 9

H/E e 2l A Y Sl 7S] Al=go] FAH 5 2 EE whg7]E v 150 - 160 TR 7kdsb, &
a1, Wzhsle], 70C 2 TIBA(0.25 ), EF(20 mL) 2 223 A (500 g) 32 AFA A, A7 &3=

o] A, WHg-715 1650 g9 A Z2Ao g -3, =5 20CHE 30T7HA| M*AP%} o]0} A, 4 -
%2 i ZF=Ael Arbete], 70T ] kA 1 - 1.6%90] vt HAl Ak G4 A7 23§, 559 20 mLE A
835} TIBA(198 mg) 1 mmolS WH-g-7] 9] 3it}.

o=, 2.00 go] Eg2{2-dd-Z=d} Al[CH,CHMe(CzH5)15(5.20 mmoD-& A= vi7i7h 2d= ¥ ¢ &<l 20 goll

gt SANE Ade 25 AFEE ] 0 - 4TE Y43+, 100 wh & FAZ AHE38ke], 5 Holl 47 9] 2(2.61 mmol)
S H7bele, &2 15T nvte = f-A )

37, 13.1 mg? rac-C3(19.4 mlo] A= )5 23.3 g¢] EF<lo] afst1, A=23F 25 0.75 vlo
= F5E 89 0.717 g5, 28 mg®] TIOA(76.5 u}o]z&i)q HES A A A A QL o= )
G2 u] =2k 0,38 mmole 58k 1.59 g9 71583 dAny EIES Ay] &9 AT TIBAE wH37)d =
3L 20—‘% T, A5 A 2F A §AGE el d)S 30T e XA ¥H8-7](20 mle] EF4 3
th 0.5 & %, 6 - 73 el 55 70C7HA] 45 A1A, 840 - 1100 rpm ¢ wykS 3}

A8k, 1A17L 5o TS 1*0}“@ olo} A WErL 5 - 10 mLE F¢)8to, vh-g
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g zeade Eeta, B 2YZRAAS FRAT 08 12 AdAS AHEEke] A7sta, MEeE Az
2RI £ E S 12570 - 80T, 200 EvE, Aa QS 2Fste], FYLRAde F rES TSt 75T
THAL] T 23 % A A ARE & 30 e

A Ao 42

Eﬁ T5 ?& & Fr54kS ARE-ghet, TIOA(76.5 umol) e olow 2t
umol)E, TIBA Al A A (1 mmo) S E38FsE vk-5-7]0o] Hd7}sic), 3t

.

F1]=2H0.38 mud) 2 o A 7 g = UH rac-C3(0.72
ZA 2 53 FTAd B3 255 F 3o YERES]

A Al 43

Bl wgby], 28l/E 2k 24 7] 9 S F9) Alaglo] A H 5 2lHE w7 E WAl 150 - 160 T2 7FE3)aL, o] o
A, AxE Alelal Wzketda A, 70Tl A TIBA(0.25 g), EF4(20 mL) 2 Z2A A (500 g) EFES AL-gato] FHxkA
Ak AdE EFES AASEAL, o]oA ¥EE7]1E 1650 g9 A Z2IdAo R A9, 2EF 20T A 30T E 54
AT ol A, 4 - 5% FAE Tt Hrtst, 70T 7h=A el A 1 - 1.5 $4%7F A Aok 4 J7F 28 &, &
Tl 20 mL& AFE-3HA TIBA(198 mg) 1 mmol& WHg-7]e < Tt

=, 1.98 g9 Ed2{2-(p-& -2 23} Al[CH,CHMe(4-F-CzH 1 5 (4.5 mmoD<, A2 vp7i7F 9= ¥
= 20 mle] B¢l Salstrl. 898 A5 25 AHE51] 0 - 4T=E W238kaL, & 41 p(2.28 mmol)S, 100 u & FA}

71 AHgEte], i Mol Hrtel, 2= 15T vRto 2 fA P 59 895, 79 Al 2gS AEate] v =9
b, 254 20 ml=Z Al A 3

o {1
to
tl
o
e

s, 13.3 mg(19 umoD 9] rac-C4 & =54l 24.34 goll €331, 0.24 umol®] A 235 FES T st T54 &9
0.304 g<, 0.11 g(0.3 mmoD) 8] TIOAS} WH-g-A1 A, shA oA & Aoz ystaqint. 4.5 mmolo] &1 =524ks o
shs bl AR ERes Wl EUEkL 102 §, S g A=A £°”(5 ZF ool )E 30T e &
Eol M Wk 7] (GE <l 20 ml AFE) el FARIEE 0.5 F, 6 - 72 el 225 70T = 7k28kar, 840 - 1100 rpm= a3t
ato], 7kAA W i T8 192 A, TS 268 ¢ ALY 5 - 10 mlo] WEEE HUste] & T
AR olojM FE & A StaL, ZRE/ES B Ao, ¢ TYZz2dds FH YN a2 AdRlE AHEste] @
E5 AL, e E ARG FYzedd £98 dx8kaL(70 - 80T, 200 Bk, A4 Ash, =3ste] e
Zeddle F FES 5N T8 24 % 53 A0l B3 AR E & 300 HER AT

0{1

e A 413} AR AA e o, Ev {2, 3t v d - e} a5 AI[CH,CHMe(4-F-CH 1,3 &9 1t

2 0 ZHE FEF dFn|=AS A5 T TIOA(76 5 umol)el o]o} &+ ul-;MP(o 38 mmol) & & o x ] ¥ Z1j rac-
C4(0. 72 pmol)e TIBA xﬂﬂxﬂn mmol) & Z &5l Uk 7)o AT & 2 EAS T 39 el 23 20 2

o] T o= AAld 429} ELHA Ao, BHekE C4 Uil 3HetE Co& ARSI

o] F o= AAd 429 BAsA FAHQ O, HFE C4 HA HFE C58 g om, BF0)5/A 23 vl fol
2500121t}
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o] T3 ol Arlel 429 FAaHA FAHA L, SeHE C4 Al 3H3HE C55 AHE-8kSl e, TFPPA ti4l MAOE A

Zed gl FAAPE) doll AAF C3 2 MAOE $hrate A A vl A]2~8) o] A%

A Eu) A D BE Axsr] e, sh719) Beld 4Ae e PEEEAE A8k

Hat YA A7) 151 m

A 0.357 cc/g(24.2% v/v)

EWA: 1.4 m/g

ot JAAE 1S

A A 2=

Sl XA & 9t A= F FYoz FAAE A AR 7L, v §do] FAglo] FaEHY, HFE o FHAE 2

skl 71 A AR X" HRA] AHS 2351, T AR F9L, S SRS 8 Tty S FH o=

GAE 29 & JAAH AFFA I Sl TS g 79 E FUIAH EJJrO}L Fzhe 25l o] dFdAR =

] g-o] EAglo] FFEH, o]oA, ’%}O]%%("Perrys Chemical engineers' handbook" 6%, 18 - 73 &)o|| & ¥
7l dF25H 28 5, 3 1A F902 A AedEh, F2 RS9 T Y2 Ao Bo ZF Aol A Yo

s 4831l e S H43s =2 g QE% Aok, HA xS Jl”?lo}‘ﬂ, S NS w231 A SHA

E5% 5 oA A,
Zvj Ao Az

g9 PE S A & 7] 7141 % *ﬂoﬂ meratar, A 2 9
FAth FEZ k7] T A Aede, 58 A Tl HdAE R
E 29 F2] 100 g/ MAO €(Witco) 20 mLS A& HZ 5 Al-&3}o
7}, AR A (LHEE o 2 300 - 400 ppm)ell HFehs &) vk
MAO €9 60 mLol| 173 mge] C3& &alsto=an A 35 =
NS thH| Aol AT A2 X 2] A= o]o]A], oo e] ThE AR ;7}3101 15 EO} A< §‘r0}°4 & v F
|l & AA g 5 AR S o] A A= shr] 9k Bk AlVZr = B 7F 412 %1, 5.75 % %] Al % 470 ppm®] Zr.

)
A St
O
'6‘

PE AT 437 & Pl 2Lk, UL S8 A3 A1 Az AP A} S Lot £ v

7 2AS ACTARD, 2 ALE A9, B0 MAO $918 $ 50 ml B 1A=, A A% A1 A2 49
A, TA el ZESE EE A A 156 mL, dHHF &4 (180 mge] C3E &35t <+ )Oﬂ 50 mlL, PFAE o2 B
Aok 542 el F. MAOT 15 mL. Al $91&, A4T F9 $E ALgakel 15 A1k B9 A A AZH
RS A9 Ao, SAE 15 B LB s, G ALAL, AT Al £ At ok

& H] Al/Zr7} 53821, 6.5 TF%°] Al & 407 ppm?] Zr.
A A9 50 - 53

AAE C3/MAO Sl = o] &3k T=adll 9l ] Pale] 53
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TIBA®] 0.5 M 34t &4 9] 4 mL(2 mmol) & 3£ 4(70Co A 2] 2.5 L A deFAol 3ol 7IAe o] Z=dd 9 5
§l5, 30Cell A, 4.25-L 2l e| -2 gk gkg-7]o] 2 e J3it), o]olA], 1A AAA S, 2H e =-2E nlo]dE
ol A et oe A vhgT] o sz, ofo] A 5 mLe] Fitom Ao} Wil vkE-7] o] £ 5E 10w Well 70T= &
SAZATE 60 &RF 70TAA T8-S AAlskaL, o]o]A, 1 LY COR Wrg& T3, HFTH o2 w375 A7 st 1
e, frel-frE, ¢ d AAES sk Az o2, 243, 700).

TIBAS] 0.5M &AAF &91¢] 4 mL(2 mmol) &, 850 g9 1-H-€lL& 30Ca A 4.25 L8 ~H & ~- #% al &% l
A5 mL

Els ]
L9staL, o]ojA, ZE e ~-2E H}OP“’ ol Aa Hefoz A g 7ol F)staL, ojoj A 4 L= 3+, %
2719 225 108 Woll 70T & A5 A At 60% 5 70T F&S A8, 1LY COR A %% %%%}111, %l S
# W371E ¥9-aL, BAE T 5% EE R Tgs TRt ARSI 8, 2411, 707). 7] A ES 1)
o e EAS 7FHTh: LV, 1.12dl/g, Tm = 101TC, AH = 82 J/g.

A 55 = 57

AALE C3/MAQ Zrj & o] &3 T2l 9 oeldllo] 3t

TIBAS] 0.5M @4t &9 4 mL(2 mmol) %, 3 50l 71 A8 ko] Z2AN(70TAA A @A 9] 3 Lol t-8)< 30T
ol A 4.25 L& ZERle -1 alnk w37 2o it oo A, ~E|Qle -2 mlolbg Fall A wpefo =y
A Fuj(E 5 F2)E We7)dd FdstaL, ojojA A5 mLE A, w718 25 108 Wl T8 252 454

ek ddds, T3 ’\l‘%% o LA ﬂr"” FAGomN FAUT THS LG oA 607 w2t s, o
oJM, 1 LY COR g5 TAAA, HTH o2 wg7] & v §-aL gzete], fe]l-739, ddd =S st A=
PoHH T 28, 2 AIZE, 700).

O
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[E 1]
GFEAL 22 o] &3 WA e T A7
2 o | 2] 2531041 MAG To. | H2 7 zeal @4 Troe v, P21, | mom,
(mg) (10%) °C | Mmol g {Kgemgmz  °C DUg | & % | B%
mi
§ €3 (0.20) 70 50 0 212 7060 60 | 38 | nd. | na.
33 (0.05) 70 55 55, | 399 7580 57 | 27 | nd | g
663 (0.05) 0 70 ) 146 | 2920 786 | 30 | 054 [ 040
1163 (0.05) T} 78 55 [ 513 | 10260 185 | 22 | nd | nd.
12163 (0.05) 0 75 5 | 516 | 10320 B | 13 | md | na
1363 (0.05) 5 75 55 | 374 7480 57 | 14| 025 [ 043
744 (0.05) 5 50 55 | 155 ] 3100 %0 | 14 | nd | nd.
75 64 (0.70) 5 ) ) 73 730 61 58 | hd | ad.
6 IC4 (0.05) 5 ) 55 155 3700 T61 T8 | ha | nd.
77 1G4 (0.10) 5 73 o 122 1320 T80 | 34 | nd. | nd.
5 IC4 (0.08 5 74 55| 334 5680 57 14 T T e
19 [C4 (0.08) 5 70 55 238 4760 160 1.5 n.d. n.d.
70 [C4 (0.20) 10 50 G 6 730 15 | 53 | nd | nd.
21 [C4(0.20) 10 50 55 418 2,080 160 3.3 n.d. nd.
3314 0.20 70 75 o T34 720 180 | 33 | 621 037
23 €4 (0.10) 10 70 55 522 5220 159 1.7 n.d. n.d.
74 65 (0.10) 5 50 R EETS 1360 %3 | 18 | nd ] nd.
35 1C5 (0.20) 5 50 0 77 385 %373 T a1 ha.
76 (G5 (0.10) 5 50 55 54 549 62 28 | ha | nd.
37 1G5 (0.40) 5 70 q 105 | 2625 70 | 55 | 027 028
78 IG5 (0.10) 5 70 B | 419 | 4150 781 T4 | 624 o2
75 (C5 (0.10) 5 70 55 188 1880 61 33 | nd | nd.
30 G5 (0.20) 5 75 0 132 560 150 | 47 | nd ] nd.
31156 (0.40) 15 50 0 700 250 45 18 | nd | nd.
32N (0.40) 70 50 ] 35 38 155 |17 | nd. | nd.
GER)
33 N1 (0.40) 10 70 ) 02 755 152 | 10 | 009 | 143
CET)
T INZ (0.40) i) 50 [) 46 730 746 | 126 | nd. | 21
CET)
a) H-&-7]oll 7t 422 mmol, n.d.: S = A &5

N1: 50/50 rac/meso—{Me,Si(2,5-Me,~1-Ph-A S =M E[3,2-b ]3] E-4-4),} ZrCl,

N2: 50/50 rac/meso-{Me,Si(5-Me-1-Ph-A| 2 HE[3,2-b ]3] E-4-%),} ZrCl,

b
by

il

AN

il
9,
o
oy
z
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a)

AAI | ==y =i Al(iBu); | H, T *S% | 24 IV-DEc | DSC Tm | P-2,1 mrem
o Kg 'y o So (==X
mg mg mmol mmo | C G net-Al 2+ dL/g C =% =%
36 1.4 c3 1 10 70 314 3140 3.2 160 0.15 0.39
(0.10)
37 1.4 C4 1 0 70 126 630 5.5 162 - -
' (0.20) '
38 1.4 C4 1 10 70 93 930 3.1 164 0.09 0.06
(0.10)
39 1.3 C4 1 10 50 7 770 3.8 165 — —
’ (0.10) '
40 1.2 c3 1 0 70 205 1025 3.6 157 — —
’ (0.20) '
a) §H-&7]el H 7 47222 mmol; b) [PhyCl[B(C4F5) 1.
[& 3]
29 Fg
=S |A2H 2 old &
AAL 2 =04 Al/zr = | =< Y O:é!(% mmom- mrem - [Tpe* AH XS
= 0H umol o |(Z=0 tons PP/ Mw Mn o X . L
Oll A, dli/g R, 1-& % % T J/g %
=AF) o |9Zr - A2t
o] - 1,3)
41 |C3 [0.72 |AK 530 19 60 (0.29 54.2 [26.9 (0.54 0.21 6.3 0.4 156.4 112.5 (1.4
42 |C3 [0.72 (A 520 80 [60 |1.22 73.8 [36.5 [0.74 [0.32 6.6 0.4 157.1 102.0 (0.7
43 |C4 [0.24 |AO 18970 315 |26 [33.5 89.6 [35.1 0.85 [0.29 9.9 0.3 [156.2 |108.1 |1.22
44 [C4 [0.72 JAO 530 270 |60 |4.14 73.3 [28.0 [0.75 [0.27 9.6 0.4 [156.6 [105.2 ]2.4
45 |5 [0.25 |AK 18020 B68 |29 [51.5 68.5 [30.2 | 0.23 97.7 0.2 159.6 Mm1.1
46 |C5 (0.5 |AO 500 226 21 |14.2 93.8 [39 - 0.16 6.6 0.3 161.3 109.2 |-
47 (5 (0.5 JAO 250 183 60 4.0 62.8 |17 ~ 0.17 94.8 (0.4 |160.1 109.9 |
341
48 |C5 (0.5 [MAO 500 Ejﬂ 60 [7.5 105  [32 - 0.21 98.0 0.2 [161.7 |110.3 |
xl)
[ 4]
A=A @ C3/MAO Fvlj & AFE-SH, Z=dd W 1-Felo] I3
ALALG 50 51 52 53
(gC3+gC4) B & 1129+52 1000478 1000+134 1000+196
(gC3+gC4) H Kl 1005+48 .4 968+76.5 942+130 907+186
= O B A A B
Mg 191 226 259 570
ka/(gx Al2}) 1.47 0.93 0.52 0.72
I.V. 1.82 1.87 1.77 1.62
T 141 137 134 119
AH 92 89 88 78
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2, 1(NVR) 0.5 0.5 0.5 n.d.
XS S&% - - 1.4 -
Comon . %(NMR) 3.5 5.7 7.5 14.0

a) 4,1 9k 49
[E 5]
A AFE C3/MAO W E A3 Z2de W oelale] 353

ALALGH 55 56 57
(903) £ 2 1289 1281 1367
(9C3) oy 5y 1192 1184 1294
APy, Bt 0.5 1.0 0.9
(9C) sy, oumrar 6.1 12.1 13.1
= A A B

Mg 008 213 350
Tp 70 70 60
Ka/(gx Al2+) 1.8 0.3 1.55
1.V, 1.62 1.31 1.32
comon. Z=28%(NVR) 0.7 1 0.6
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