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2= oA 2RAY ARA ALT 2 AT, maa, A 24 27
q

=
FHA= A 2 Z1AF EAo]

10 I. A1 &9 A=
A Zd 1-1(AFA A)

4“\\\
Clalr S \/\/\/\
0O

és

A D gis FgEEY Ax
AZ9" 250 mL Schlenk flask(A1 Zgt2=3)o] 1.66 g(10 mmol)<]
15 SF2#(fluorene)S A7l ol=2F FHE HE F, 4 oA oHE=
50 mLE FAUATE. 0T7HA W4 = Fgd23 Y

2.5 M n-BuLi &2k €& 4.8 mL(12 mmol)E HH3

<

I

2
HE ol=go=z
] A7
F < aRkslth. thE 250

mL  Schlenk  flaske]l &4 40 alE AL
20 EEAIDYSE(HE)LE 2.713 g(10 mol) S FLEGITH. -78CT A
Wztstal, of7lel]  HelA &8 TFES A3 HuEAo. AL27A

AAE) $2A713 12417 B9+ auksl Tt

| &hs}ar

e EFEBL FWF FLAX 29 F

Az" 250 ml Schlenk flask(A2 Zatx3)e] ((1H-9)®l-3-
14

o
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Ao E)E e ((1H-inden-3-y1 )methyl))trimethylsilane) 2.02 g(10
mmol)S YW THF 50 mLE 7}3te] &sAIF . o] §HS 0C=E FZA)7| 1,
2.5 M n-BuLi &AF £% 4.8 mL(12 mmol)E AHJ}slar, Aoz H2A17

F 12403 B wsiglch,

{£AS AHr}g ) S 24A17F B wykEQiT).
A7]el & 50 mLE ¥ F7]1FE oHEE 33 FZ(50 mLx3)3%T).
BolA fr)Fo &

FF NgS0,E ol FA mutd &, H"EF 2
A3, 5.8g(EA 566.96, 10.3 mmol, F&:
2] 2L FE39t. 2oix gu=
2] HAglo] Mgz FFE Az AL
MHz, CDCl3): 0.00, 0.26 (3H, d), 0.46 (9H, m), 0.67
(1H, m), 0.83 (1H, m), 1.01 (1H, m), 1.25 (2H, m), 1.42 (2H, m), 1.49
(2H, m), 1.60 (9H, m), 1.72 (2H, m), 2.41 (2H, m), 3.66 (2H, m), 3.70,
3.77 (1H, s), 4.52 (1H, m), 6.01, 6.26, 6.37 (1H, s), 7.50 (1H, m),
7.59-7.80 (7H, m), 7.81 (1H, q), 7.97 (1H, d), 8.29 (2H, m).

2) HEEA FFEY Ax
Sl Axd 250 mL Schlenk flaskell A7) @A 1M @A4T
d7t= FFES Y 49 dEgAFEoNH Z(methyl tert-butyl
ether, NMIBE)®} EF< 60 mLell =< thg, 23%9 n-Buli P4k &4&

Attt shEst A & 0F zAhAM Z3a3 YR LuE 2E
AAstL FFY FEF &AIFHTE. Glove box oA 1972
ZrCly(THF),&  #8) 250 mL Schlenk flaskel Bi1 EFA&E ¥

M2 (suspension)&  THIAT. 99 F Y FEegtrm BE -
78C7HA ¥ZHAIZl ¥ lithiation® 2= FFEL 3] ZrCl(THF), 9
BH] A27HA 28 8%
ek 1/5 #9747

%
AT AAL B AARL Fe B2 su) AR Ryje] Ang s
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2
m&
o
>
2
o
o
lo o
of
~
S
oy
N

% s oFsted wE2RA

< 54 = AbEsted FE S FEd @z

AolZ(filter cake)E HoIFE ©E, glove box WA AFste A

2 e 2 2 dAastdn. 1 2, 4.05 g(5.56mmol, 55.6%)2)
g TAE F5FAHEE: 100%, A 727.08).

'H NMR (500 MHz, CDCls): -0.13 (9H, m), -0.13 (3H, m), 0.53 (2H,

m), 0.87 (2H, m), 1.25 (9, m), 1.29 (4H, m), 1.51 (2H, s), 1.64 (2H,

m), 3.34 (2H, m), 5.26 (1H, s), 6.81 (1H, m), 7.07 (2H, m), 7.18 (1H,

m), 7.38 (1H, m), 7.46-7.56 (4H, m), 7.72 (1H, q), 7.95 (1H, d), 8.03

(1H, d)

i

-

2

H
SE

e

%N_&

Azd 1-2(AFA B)

gA D e S3gE] A=
Az 250 Ll Schlenk flask(All Fehza)d]  ((1H-Qd-3-
A)dE)E g d e A & ((1H-inden-3- yl)methyl)trlmethylsllane) 4.05 g(20
g 23 o= J|A oA folEoEE 40 mLo]l HRTh. 0T 7R
2.5 M n-BuLi &4 &4 9.6 mL(24 mmol)E HHA3] A7},
g ETRES FHD) AReZ F2A F, 2440 B myhalgit.
£ 250 mL Schlenk flaskel] (6-EHE-HEAI2DUE2=Z(9E)ae
2.713 g(10 mmol)S &4t 30 mLo] =< &AL Fu|sta, o]& -78CT7HA

Wzhet 5 0471011 Al Zehr3e EFEL A5 47}0}0@ A7 5 &
ERES Loz AHE Festm, 24A B¢ WAAT. orle B
50 mLg %z'%ﬂ%% dEl28 33 =2(50 mLx3)stgdch. TolR

16
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7150l HFEY MgS0.E wWol A wwre ¥, dejstoqd S st
SE AZXAR A3}, 6.1 g(EA=F: 603.11, 10.05 mmol, 100.5% &)<
=3 99 Yo Y= FFEL FEIUTY. doiH s e
Hrol B fARe] A2 A SFE] Ax AL

'H NMR (500 MHz, CDCl3): 0.02 (18H, m), 0.82 (3H, m), 1.15 (3H,
m), 1.17 (94, m), 1.42 (H, m), 1.96 (2H, m), 2.02 (2H, m), 3.21 (2H,
m), 3.31 (1H, s), 5.86 (1H, m), 6.10 (1H, m), 7.14 (3H, m), 7.14 (2H,
m) 7.32 (3H, m)

A 2) degz4d sEe] Alx
Bol #=x3 250 mL Schlenk flaskol]l A7) @A 194 A3

etk 27t A F AT AN Egaz

E EF AASm FTHe EFdo LKLIMAFTE. Glove box

o] t}2, glove box
el A AlZsted 4 AR, &, €25 ZAssd. 1 23, 6.1 g(10
mmol)e] = SAFEZHE 7.3 g(9.56 mmol, 95.6%)9] AFA odL
Ao} E2ql gNoT WASUTHEE: 1005, B2 763.23).
1 NMR (500 MHz, CDCl3): 0.03 (18H, m), 0.98, 1.28 (3H, d), 1.40
(9H, m), 1.45 (4H, m), 1.66 (6H, m), 2.43 (4H, s), 3.47 (2H, m), 5.34
(1H, m), 5.56 (1H, m), 6.95 (1H, m), 6.97 (1H, m), 6.98(1H, m), 7.22
(14, m), 7.36 (2H, m), 7.43 (1H, m), 7.57 (1H, m) |

17
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O. A2 Sdg A=
Az 2-1(AFA C)

5 A7) Fz9 WERA  EFH(CAS No.  100163-29-9)F  Sigma-
Aldrich b2 58 T35t AREst Tt

A Zd 2-2(AFA] D)

10 J. AM. CHEM. SOC. VOL. 126, No. 46, 2004 pp. 15231-152449]
A B vle]l we} 1,2-ethylene bis(indenyl)ZrCl, S3¢ES T4 33T,

Az 2-3(AFA E)

@?Q |

an
Si \/*\\//\/\

<

18
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9A 1 = sEY Az

Az¥" 250 mL Schlenk flaskel <{1®l(indene) 2.323 g(20 mmol)<
Yy ol2& 714 slol A MIBE 40 mlE FU&UT. 47 &H& 0CT7HA
Wzhgk o2, 2.5M n-BuLi F4F £ 8 mL(20 mmol)E H7tskGith. A7
TFES HH3) ARoFE FA7IIL 24X FE mwketgitt. ©E 250
mL  Schlenk flaskel (6-BHIE-EESAAM)CE2Z ()L ((6-tert-
butoxyhexyl )dichloro(methyl)silane) 2.713 g(10 mmol)3} &4F 30 mlE
Yo 78TAA W7 B, d7le] AN zvE EREe
A7) TEES HAE] AReE S2AVIIL 24MT F
o7l & 50 mLe %o quenchingstil %.7]%% %’_—
AZAAT, 2 23, 3.882 g(9.013 mmol, 90%) 2 HAHES

NMR 7] purity (wt%)=100%, Mw=430.70

'H NMR (500 MHz, CDCl3): -0.45, -0.22, -0.07, 0.54 (total 3H, s),
0.87 (1H, m), 1.13 (9H, m), 1.16-1.46 (10H, m), 3.25 (2H, m), 3.57 (1H,
m), 6.75, 6.85, 6.90, 7.11, 7.12, 7.19 (total 4H, m), 7.22-7.45 (4H,

m), 7.48-7.51 (4H, m)

@A 2) HEzA §‘r5“j° Az

Q8o =3 250 mL Schlenk flaskoll 7] @A 1614 &35
SRBS 9 49 WIBES B2 60 wlol =%t of7lel
%Y n-Buli FAF §AE Jtetal 244t Ft lithiationAl H=,
g Zestd AAsRAT. o] AR Zuj sho) schlenk
3to] Li-salt®™t EATH(3.092 g, 6.987 mmol). RtY} 3
E A7) #5t purifications AY3FATE. Glove box WA

L)
=
[
ot

=

®
it
b
o i

filterZ

o HTA
220 7rCl,(THF )& &3 250 mL Schlenk flaskel 1 EFd&

A 2~#H A (suspension) S FHEFTH. A7l F e Zg23m3 BEF -

78C7A WdZ4AZ tE,  lithiation® = FFES  HA9

ZrCl4(THF),8] EF AM2AAHe) 7l A7) EdEE AHs] A2o=

TEA7I B F T wEke te, EFE WY EF4dE T 7Y

B8 AAstR old &v = FI g JtE AZFAAT. AxE

}lr

_—

s
b

¢
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A £ E o2& dto] oHst, oA3d LAY AFHAEZ EF U
ek sholl &ulE FEARY. Aol P& HE AolA(filter cake)St
filtrateg 27 NMR2 Fstd &AstiL, glove box WA AZFSA =&
2 =& #2deit.

3.1 g(6.987 mmol)® = SFEEZFEH 1.321 g(2.806 mmol,
40.25)¢ =TA dg do EF Sdo= BAsTH(0.3371 mmol/mg).

NMR 715 purity (wt%)=100%, Mw: 605.85

'H NMR (500 MHz, CDCl3): 0.88 (3H, m), 1.15 (9H, m), 1.17-1.47
(10H, m), 1.53 (4H, d), 1.63 (34, m), 1.81 (1H, m), 6.12 (2H, m), 7.15
(2H, m), 7.22-7.59 (8H, m)

A Zo 2-4(ATFA F)

CZry SN NN K
Glove box¢ of=& %5’.—-?4?] ol A 599 mL ¢ wrgI)o)] A7)
Azd 2-3o0A4 AFFT Z=vlet Pt0,(0.023 g, 0.1 mmol)& ¥ F
dgagzdol= 30 i ¥3 W78 £R5ho] glove boxol A 7WAT
1t wkglol FA JFAE 40 bar7FA AL F, 60TolA 12413 ot
murstodth, Aleow WzZbsl o2, filter frito] AFHA celiteE A1
o 75} T O%J"’Jr"“ﬁ SulE A stoll A, = H(gum) FH Y

1H NMR (500 MHz, CDClg): 0.72 (3H, s), 1.17 (9H, t), 1.96-1.25
(20H, m), 2.87-2.32 (8H, m), 3.33 (2H, t), 5.48 (2H, d), 6.64 (2H, d)

A Zd 2-5(AFA G)

20
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{-Bu

gA 1) Bs FdEEY Az

%% 250 mL Schlenk flaskell 2-(6-B]E-F-5A| &) o] EZHE}-
1,3-td(2-(6-tert-butoxyhexyl)cyclopenta—-1,3-diene) 5.25 g(23.6
mmol) & 93 vIghE 50 nLet o}FME 4 mlE Y& F 0CT/A FAA R
ofzlel HEYD 2.95 ol(l.5 BF)E HJF oo, AHd) o=
LA 7)1 TAZ 5ot uwrstETr. o 7)o & 50 mLb= ¥ o] quenchingdlil
F715& 285t MgS0E AEAIZT. 2 A, 2-(6-HE-FFA|FA)-5-
(2 g-2-dagd)rlo| F 2 HEF-1,3-1) 2l (2-(6-tert-butoxyhexyl)-5- -
(propaan—Z—Ylidene)cyclopenta—l,S—diene)-5.0 g(19.07 mmol, 80.7%)7}

AAAEAEE NRE 215R3L, o] oE 2o 3},

2 7Az¥ 250 ml Schlenk flaskol 2,7-U-B]E-RE-gH-
A(2,7-di-tert-butyl-9H-fluorene) 2.784 g(10 mmol)S ¥ il ol=&

HEo] F o, T stol oE2 50 nlB ¥ol w47

ox i
£
ki fo

4ds 0CE 343 o2 2.5M n-Buli #AF &9 4.8 ml(12 mmol)Z
Azbata, deor A F F T awtet.. 7] S§9E 9A
Az 2-(6-E| E-FEA FA)-5-(Z 2 -2-d ] W) Ato] 22 HE-1,3-
Ode] dge gRo) A7 g5, 5% T wntsgin. o7lel & 50
ml& ¥l quenchingdtil #715& £t NgSO.2 AEAZ 5 o Fs}o
T AL AT A7 fHe AF Y stol fulE BEF FTAA
5.0 g(9.36 mmol, 93.6%)9 Y& AT

21
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MR 712 purity (wt%)=100%, My=540.86

H MR (500 MHz, CDCIz): 0.87 (IH, m), 0.99 (6H, m), 1.19 (9H,
s), 1.30 (11H, s), 1.41 (11, s), 1.51-1.67 (5H, m), 3.00, 3.13 (1, s),
3.35 (2H, m), 3.87, 4.05, 4.09, 4.11 (1H, s), 5.72, 5.97, 6.14, 6.61
(3H, s), 7.28 (1M, m), 7.35 (1H, m), 7.42 (1, m), 7.58 (2H, m), 7.69
(2H, d)

@A 2) W24 gFEY A=

QB #Az3F 250 mL Schlenk flaskel 7] @A 1914 FA g
e SFES ¥il MBE 49%FFH EFddd =20 H&, 2.1 %Y n-
BuLi &b &g 7}bskir 24A13F F< lithiationAlZATh. Glove box ol A]
2.1 @& ZrCl,(THF),S 33l 250 mL Schlenk flaskol B oHEES Yo
A 2~#A (suspension)S  &EHEIQATH. A7) F oY Zetam BEE -
78C7x  W@ZAZ ©hg,  lithiation® PE= SRS
ZrCl(THF),9] M 2gAe]  7hstdet. A7)
F2A713 &% B AW o, EEE
a8 o 1/5 B7tA] AAsL, Folds &9 58 o] dAikg Tt
AAZANAT, AxD A £ 5 of=2 2 ] dsta, AE 1A 9
oqyAg BE AF Y s &HE
Aol Z(filter cake)$t filtrateS ZH2H NMRS S3h0] els}il, glove box
ol A AlFsted & 9 =5 AT, 5.1 g(9.4 mmol)9 =
FFEZRE 4.4 g(6.3 mmol, 67.4%)¢] 22 1A} Lo},

NMR 7]¥ purity (wt%)=100%, Mw: 700.98

{ NMR (500 MHz, CDCls): 1.17 (9H, s), 1.23-1.26 (6H, m), 1.27
(12H, s), 1.38 (6H, s), 1.40-1.44 (4H, m), 2.33 (3H, s), 2.36 (3H, s),
3.33 (2H, t), 5.31 (1H, m), 5.54 (1H, m), 5.95 (1H, m), 7.39 (1H, m),
7.58 (2H, m), 7.62 (1, m), 7.70 (1H, s), 8.00 (1H, t)

of

Az 2-6(ATFA H)

22
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g 1) Y= Az
=30CANA ¥hg7)o] ZF 9 100 g(0.60 mol), A 4.5 L 2 MIBE
35.7 mL(0.3 mol)S Y1, 1939 n-BuLi(2.5 M in Hexane)Z A3
7¥stal, ALoA A , 40TolA 3AIZE o] WRAIAT.
wEto] 2A4H I wgr] 2% E -30CE WYZAIZII, -30TAA A3

L)ol Holle (6-ElE-REA )T Z2 2 (vg) A S ((6-tert-

L
3
il
o
o

butoxyhexyl)dichloro(fnethyl)S>ilane) 162.8 (0.6 mol) HRel A7)
Azy 2Fodd IAF AL W A A3 et 4
gAIZF ol Wwrg & tiA] -30CE WIZAAI T, CH:Na(55.9 g
mol)/THR(4 L) |83} 6A1ZF o] WA ¥, BE LA EHdES T
A2 AAsD #iom FEde FHFT Y= =T 0d FH
AATH(FE 99%, == overall yield 91%). =9 F=

NRS F3] a5t |
'H NMR (400 m&, CDCl3): -0.13, 0.06 (MeSi, 3H, s), 0.27, 0.35
(Si-CH, 2H, m), 1.19 (tert-BuO, 9H, s), 1.15-1.40 (CH,, 4H, m), 1.41-
1.55 (CHy, 4H, m), 2.70, 3.10 (methylene CpH, 2H, brs), 3.31 (tert-Bu0-
CHy, 2H, t), 4.01 (methylene Flu-H, 1H. s), 6.00-6.30, 6.40-6.70 (CpH,
4H, m), 7.26-7.50 (Flu-H, 3H, m), 7.51 (Flu-H, 1H, d), 7.58 (Flu-H, 1H,

d), 7.80 (Flu-H, 1H, d), 7.90 (Flu-H, 2H, d)

rlo
2
X

o

o

*=

2) gz sgEY A=z
-30ColA A7) @A 1A Az #=(310.1 g, 0.72
mol)/EFN(3.0 L) &dBo] 29z n-BuLi(2.5 M in Hexane)é% %l
detm gecz  2WA 8N o4 WAL F,  -30TA
23

A3
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ZrCl1,(THF),(271.7 g, 0.72 mol)/EFA(2.5 L)o &8z L|AL A7)
Az" tgEG(dilithium salts) Z2e] &) A3 7Hstn ALl
gAZ Bk o WMSAAT RE w4 BRL AF dzstm, do
0d4 9 2o tZzdw 498 st AU, Aol
A AF Axd F, d4e sk FAEL fEISAT. dojn
AAEL og W Aoz Mojyo] 2 uAe FFEL AYTHEE

70%) . ,

'H NMR (400MHz, CeDg): 0.66 (MeSi, 3H, s), 1.16 (tert-BuO, 9H, s),
1.35 (Si-CHy, 2H, m), 1.40-1.75 (CH, 8H, m), 2.70, 3.30 (tert-BuO~CH,.
oH, t), 5.46 (CpH, 2H, br d), 6.46 (CpH, 2H, br s), 7.05-7.20 (Flu-H,
2H, m), 7.34 (Flu-H, 1H, d), 7.39 (Flu-H, 1H, d), 7.46 (Flu-H, 2H, t),
7.89 (Flu-H, 2H, d)

Az 2-7(ATA 1)

gA D) Yzt FEEY A=
—20°Col A BF&7)o] %Egﬂwssg,wlmm> AXF(100 mL)
MIBE(1.2 mL, 10 mmol)Z ¥, 8 mLe n-BuLi(2.5 M in Hexane)Z 3133
7kska, g2l 6ARE Fob aRksklth. wwko] FZ2" ¥, kg7
T2 -30CE WAA7 I, -30ColA @M{womudlhwka% (6-E1E-
SEAAAYEZZ (M)A S ((6-tert-
butoxyhexyl)dichloro(methyl)silane)(2.7 g, 10 mmol) &R A7) A|xH
L2097y E 9L 16l AH DA A, Feold 8A
=

qor

ol mHE ¥, B Frteld #5831, AZ(evaporation)dte] Y=

24
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SIFES JUTHG5B.3 g, FE O100%). FA=Y FERE NRES =3
gelslgitt. '

'H NMR (500 MHz, CDCls): -0.35 (MeSi, 3H, s), 0.26 (Si-CHy, 2H,
m), 0.58 (CHy, 2H, m), 0.95 (CHy, 4H, m), 1.17 (tert-Bu0, 9H, s), 1.29
(CH, 2H, m), 3.21 (tert-BuO-CH;, 2H, t), 4.10 (Flu-9H, 2H, s), 7.25
(FluéH, 4H, m), 7.35 (Flu-H, 4H, m), 7.40 (Flu-H, 4H, m), 7.85 (Flu-H,
41, d).

oA 2) HEEA SFEY Az

-20TColA 471 @A 194 Az 2173=(3.18 g, 6 mmol)/MIBE(20
ml) fMo] 4.8 mLe n-BuLi(2.5M in Hexane)S A3 7}stn Aoz
2EA 8AIZE o dEgAIZL F, -20TelA 7] AxR
e EE(dilithium  salts) <88 &8A4E&  ZrCl4(THF)(2.26 g,
mmnﬁ“P@omeQHHSMW@éaia %F7M£ﬂH8MP
O #FEAZT. FAEE AFSa o8 ¥ o7 Mojo] F24 1A
%WQﬂ@%é<ﬂuM4@,¢g94%y

'H NMR (500MHz, CeDg): 1.15 (tert-BuO, 9H, s), 1.26 (MeSi, 3H, s),
1.58 (Si-CHy, 2H, m), 1.66 (CHy, 4H, m), 1.91 (CHy, 4H, m), 3.32 (tert-
BuO-CHp, 2H, t), 6.86 (Flu-H, 2H, t), 6.90 (Flu-H, 2H, t), 7.15 (Flu-H,
44, m), 7.60 (Flu-H, 4H, dd), 7.64 (Flu-H, 2H, d), 7.77 (Flu-H, 2H, d)

%O

Azd 2-8(ATFA J)

C;EZT Si \

S

A7l Fze dgzsA Zul(CAS No.  126642-97-5)E  ALFA

ChemistryAl2 8- T8ty AF&38F3 T},
25
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Al Zdo 2-9(AFA K)

gA D s ey Az

ol=2 o] Wz® 250 ml Schlenk flask(A1 Zehx3)o
oldl(indene) 1.162 g(10 mmol)S ¥ oegEZ 5 mL 2 3A4F 40 mLo
F&olel &AATE. 7] &HE 0C7HA WZe ¥ 2.5 M n-BuLi A4
€4 4.8 nl(12 mmol)& H7FsHAT. 47l EREs HH3 o=

3 4
LAz, % B¢ wEbEelth. thE 250 ml Schlenk flask(Al2
Eet23)0l (6-HE-FEAFZAOEFEZ (M E) A A ((6-tert-
butoxyhexyl)dichloro(methyl)silane) 2.713 g(10 mmol)3} &4t 100 mLE
Y -78C7HA A oy, A7 oA FHlE Al E23 Y

£9e e At

ol

tE2 AZH 250 mL Schlenk flask(A3 Z&A=)o] 2-wE-4-3d
dl (2-methyl-4-phenyl indene) 2.063 g(10 mmol)S 21 oHE 40 mLol
2.5 M n-BuLi &4t &9 4.8

AR FLoT HLA T,

o

oo

=2

>
oo
B

o

N

ofo

12

o

O

@

)

X

ok

N

ot

tlo

l _{o‘,

st = wykelgdtt. o 7)o 0.1 mol%e] copper cyanideE 2713 &

7 B masdd. 47 EFEL @o Az Sgaze ¥ 8%

T wsiith. o7l & 50 mL< 2 o] quenchingsti JBIEZE work-

O

upste #F715& st MgSO = AEZAAY. 2 A, 5.53 g(10.61 mmol,

26
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106.19)9] BHEL 24 odz AU

NMR 71 purity (wt%)=100%, Mw: 520.82

'H NMR (500 MHz, CDCls): -0.44, -0.36, -0.28, -0.19, 0.09-0.031
(total 3H, m), 0.84 (1H, m), 1.09 (9H, s), 1.23-1.47 (10H, m), 2.14
(3H, s), 3.25 (2H, m), 3.45 (2H, m), 6.38, 6.53, 6.88, 6.92 (total 2H,
m), 6.93 (1H, m), 7.11-7.24 (2H, m), 7.28-7.32 (3H, m), 7.35 (2H, m),
7.44 (3H, m), 7.53 (2H, m)

A 2) gz sgEe Az |
| Bo| #z3% 250 mL Schlenk flaskol %71 @A 14 AT
P0E B wn 43P NIBES ESd6 59 the, 2.19%0 n-
Stal 24A)%F Eot 1ithiation1433f4! Glove box uhollA]
ko] ZrCl,(THF)»S 8 250 nl Schlenk flaskel] @i oje€l22 ol
A2~ A (suspension) &  THIST. A7l F e EFg2m 2R -
78 C77HA] vg,ﬂ/\]ﬂ o}, lithiation® 2= SFFES
ZrCly(THF), 9] Al&gde]  7Ztatgitt. A7l EFES A6
FeA7R B2 B wue 0, AF 243 ST §U8 o=
tellA st o8 (f
AASR . AFAE AF
< st ABAAZT. A=
AgdE nAYg AFHRAE BEF 3
g I ﬂ]olﬁ(filter cake)®} filtrateE Z+7z} NMRS %3]'04 Q?lﬁ}l’,
glove box WolA At & 2 ¢=& AsAUY. 1 A7, I
Aol A (filter cake) 3.15 g(4.63 mmol, 46.3%)Y 4 1A/} dojH ).
MR 715 purity (wt%)=100%, Mw: 680.93 |
' NMR (500 MHz, CDClz): 0.01 (3H, s), 0.89 (3H, m), 1.19 (9H,
s), 1.26-1.33 (6H, m), 1.50 (4H, m), 2.06, 2.15, 2.36 (total 3H, m),

3.35 (2H, m), 3.66 (1H, s), 6.11-6.99 (34, s), 7.13-7.17 (2H, m),

7.36-7.68 (10H, m)
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. A3 S99 AZ
Azd 3(ATA L)

o \“%

CLTi N / \/\\/\/\0
| <
-Bu |

HE A 22t (tetramethylcyclopentadiene) 150 .g(1’.2

mol)¥ THF 2.4 LE whg7]ol ¥, whg7] 228 -20C2 328, n-
BuLi 480 mLE ¥ YFZE o] &3l 5 ml/mine] £=Z Hkg7]o] 718k,
A3s] A2o® S2WA 124 FSE myketgitt
E-EEAFAHEEZ(HE )L 326 g(350 ml)= w2 A
Sy EEE FAHI Aoz WA 1243 T
2 WA 7] 299 t-BuNH, =
BFEoE SEsHA 124 Bt

€]

wEkakgltt. THRE A7 st 4k 4 LS 7hete] A= E B3 45 AAT

28 $4& Ao, FH &85 oAl wkerled e ¥, dabg 70Tl A

AAS =T gAE dflen, NRe  Fd HAE6-t-
=]

BEANSAA) (H Eg i ECpH)t-FE ot = & (Methyl (6-t-
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MFZRRI(Q)O/ 8.5 9.2 8.5 9.5 9.9 105 | 87 | 100 | 9.6
Tm(‘C) | 120.3 | 122.0 | 121.8 | 120.8 | 122.1 | 122.5 | 121.4 | 121.6 | 120.0 |
(XMYO4) 100 106 | 9.8 155 | 14.8 | 15.4 | 10.1 | 10.5 | 10.1
Mo/Mn | 4.1 15 1.0 3.8 | 3.8 4.0 1.0 45 3.9
[ 2] _
Ao | AAld | AAo | DA | AA]d] | AA A | AAd | AA G| A A
10 11 12 13 14 15 16 17 18
2ol 2k
ﬁ([;g)o 48.1 | 33.0 | 30.9 | 30.7 | 29.1 | 22.0 | 23.6 | 31.0 | 19.8
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H2 ~
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Mw :
(<10 | 98 9.9 | 15.2 | 14.7 | 13.8 | 14.0 | 15.1 | 15.3 | 14.8
We/Mn | 2.8 3.5 3.9 3.8 12 3.0 3.8 3.6 11
[ 3]
¥ T~TM ]
Mol 1 W mel 2 el 3 LUCENE™ | iecENE™ SP310
SP330 Y
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48.1 30.0 30.9 - -
(mg)
24 _ _
| (ePE/gtat) 2000 2320 1940
ZHATHE) 55 60 45 - -
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= 22k (nol8) 0.10 0.06 0.12
MFRR(10/2.16) 8.3 7.8 8.0 7.7 7.2
Tm(C) 120 .5 121.0 120.0 123.0 117.0
| Mw(x10) | 11,5 12.1 15.2 | 13.0 11.1
| Mw/Mn__ | 2.8 3.5 3.9 | 2.8 2.8
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