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oleial BE 249 TAA dA= FTEEE Axdd 7|AHe ATt
ANdEE AT 98l ANHE Ao2A, AEAT 7] Ao @
_]

<Az 1>
D 2= SFEY Az

» | Sei o)
aw oy PN T

MTBE/Hexane MTBE/Hexane

( -20°C -30°C

THF %Uﬂﬁ}oﬂfﬂ tert-Bu-0-(CHp)eCl ~ SHFEF  Mg(0)  3H9
ihS o2 HE 28 U= (Grignard) Al tert-Bu-0-(CH2)eMgCl 894
1.0mole® EAT. 47 Axd agu=E AFES -30CY Y MeSiCls
332(176.1nL, 1.5mol)T THR(2.0L)7} BAYE T2z 7Hstx,
Aol 8AIZE o] mukAZl &, Al §4L WF 7A=x3to] tert-Bu-
0-(CHp)6SiMeClo9] A ES AU FE 92%).

—20ColA  wkele] ZEo#(3.33g, 20mmol)T  HAH(100mL) e}
MTBE(methyl tert-butyl ether, 1.2mL, 10mmol)& 231, 8m19] n-BuLi(2.5M

in Hexane)& A3 7Istx, A2olA 6A17F mekAFHT. wxto] FAH

29

F, 837 LEE -30CE ¥AA71aL, -30ToAA ALH100mD) ol =
tert-Bu—0-(CHy)¢SiMeCl5(2.7g, 10mmol) 2No| A7) AxdE ZF 2
ZE 4L 1Az 2A JAAs] 7tetadvh. AdA 8AIZE o] uRkgl
%, EE it FE31, HX(evaporation)dte]  (tert-Bu-0-
(CH2)6)MeSi(9-CizHip)2 SFFES IATH5.3g, F& 100%). BUH=9 F2&
IH-NMRE &3l =lst3ict.

1H NMR(500MHz, CDClz) : -0.35 (MeSi, 3H, s), 0.26 (Si—CH;, 2H,

21



10

15

20

25

WO 2012/102572 PCT/KR2012/000632

m), 0.58 (CH,, 2H, m), 0.95 (CH,, 4H, m), 1.17(tert-Bu0, 9H, s),
1.29(CH;, 2H, m), 3.21(tert-BuO-CHy, 2H, t), 4.10(Flu-9H, 2H, s),
7.25(Flu-H, 4H, m), 7.35(Flu-H, 4H, m), 7.40(Flu-H, 4H, m), 7.85(Flu-H,
41, d).

2) WE=z4 329 Az

o )
| . ?n?#léjl-:/-zo’c\ ZICI4(THF)2 DL O\{\/J}s\s! ?

_ 7 MTBEMHexane |
OQQ . -20°C z:cnz

~20TC el A (tert-Bu-0-(CHy)s)MeSi (9-Cialli)2(3. 18g,
6mmol)/MIBE(20mL) & <¥o 4.8m1¢] n-BuLi(2.5M in Hexane)2 3]
Vet Aoz LA 8AIZE o] WEEAIZ £, -20TolA A7) Alzd
gL (dilithium  salts) &£ £MS  7ZrCl(THF),(2.26g,
6mmol)/34H(20mL) S &€#e] §AqoZ 3] ststan A2oA 8AIZF F<¢F
o SAZEY. FAES AFsta A4y W Fioz Hojuffo %%*—H A
Hele) (tert-Bu-0-(CHz)e)MeSi(9-CisHg)oZrCly BFES AU (4.3g, &
94.5%) .

1H NMR(500MHz, C6D6) : 1.15(tert-BuO, 9H, s), 1.26 (MeSi, 3H, s),
1.58 (Si-CH2, 2H, m), 1.66 (CH2, 4H, m), 1.91(CH2, 4H, m), 3.32(tert-
BuO-CH2, 2H, t), 6.86 (Flu-H, 2H, t), 6.90 (Flu-H, 2H, t), 7.15 (Flu-H,

4H, m), 7.60 (Flu-H, 4H, dd), 7.64(Flu-H, 2H, d), 7.77(Flu-H, 2H, d)

<A zd 2>

) Y= SFEY Az

g7te AZAl tert-Bu—0-(CHy)eCl 3FE W4l tert-Bu-0-(CHy)4Cl
FFES o83 AL ALsne AV Azxd 13 YA =

22
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g2 Az (tert-Bu-0-(CHy))MeSi (9-Crsfho)e HFEL 47 Azl
15§18 22 BSa9T. AnEd TEE MRS B Sashr.

1H NMR(500MHz, C6DB) : -0.40 (MeSi, 3H, s), 0.30 (CH, 2H, m),
0.71 (CHy, 2H, m), 1.05 (tert-Bu0, 9H, s), 1.20(CH,, 2H, m), 2.94
(tert-BuO-CH,, 2H, t), 4.10(Flu-9H, 2H, s), 7.16(Flu-H, 4H, m), 7.35
(Flu-H, 4H, m), 7.35 (Flu-H, 2H, d), 7.43 (Flu-H, 2H, d), 7.77 (Flu-H,

C4H, ).

2) gzl HPEe Az

(tert-Bu-0-(CHg))MeSi(9-CisHyp)s Al (tert-Bu—0-(CHz)4)MeSi(9-
CH): SHES 043 AL AdsznE A7 Axd 13 SUs
Az (tert-Bu-0-(CH2))MeSi(9-CizHlg)e ZrCly, SFFES FAIG &=

AR

1H NMR(500MHz, C6D6) : 1.14 (tert-BuO, 9H, s), 1.26 (MeSi, 3H,
s), 1.90 (CH2, 2H, m), 1.99 (CH2, 2H, m), 2.05 (CH2, 2H, m), 3.39
(tert-BuO-CH2, 2H, t), 6.84 (Flu-H, 2H, m), 6.90 (Flu-H, 2H, m), 7.15
(Flu-H, 4H, m), 7.60 (Flu-H, 6H, d), 7.80 (Flu-H, 2H, d)

<A|Zxd 3>
D 3= 3= Alx
g7t A FZA] tert-Bu-0-(CHy)eCl FFE thAl tert-Bu-0-(CHy)sCl
ol&3 AL A3t AUl Axd 1# FEsA =
ato] (tert-Bu-0-(CHz)g)MeSi(9-Cisti)e ST ES 471 Az
2 #5359y, gzt=9 FZ2& IH-NRS S &3},

23



10

15

20

25

WO 2012/102572 PCT/KR2012/000632

1H NMR(500MHz, C6D6) : -0.40 (MeSi, 3H, s), 0.29 (CHy, 2H, m),
0.58 (CHy, 2H, m), 0.83 (CHy, 2H, m), 0.95 (CHz, 2H, m), 1.05 (CHz, 2H,
m), 1.14 (tert-Bu0, 9H, s), 1.30 (CHy, 2H, m), 1.64 (CHz, 2H, m), 3.27
(tert-BuO-CH2, 2H, t), 4.13(Flu-9H, 2H, s), 7.17 (Flu-H, 4H, m), 7.26
(Flu-H, 4H, m), 7.37 (Flu-H, 2H, d), 7.43 (Flu-H, 2H, d), 7.78 (Flu-H,
4H, d).

2) Mgz4d s Az

(tert-Bu-0-(CHz))MeSi(9-Cistlip)s WAl (tert-Bu-0-(CHz)g)MeSi(9-
Ciflip) FFES o83 AL AYstas A7) Axd 13 FY3HA
Az (tert-Bu-0-(CHp)s)MeSi(9-CisHg)2 ZrCl, SFES FAIR FEE
At

1H NMR(500MHz, C6D6) : 1.17 (tert-BuO, 9H, s), 1.29 (MeSi, 3H,
s), 1.41 (CH2, 4H, m), 1.49 (CH2, 2H, m), 1.64 (CH2, 2H, m), 1.89 (CH2,
4H, m), 1.94 (CH2, 2H, m), 3.30 (tert-BuO-CH2, 2H, t), 6.81 (Flu-H, 2H,
m), 6.90 (Flu-H, 2H, m), 7.14 (Flu-H, 4H, mw), 7.60 (Flu-H, 4H, d),
7.65 (Flu-H, 2H, d), 7.78 (Flu-H, 2H, d)

<AAld 1 YA 13>

500ml #8 ¥H37] Fll(toluene) & FUBL, 1-FA(HA]
20l & 1-S'D)<S Er%}'}-ﬂ, O(HELdFr54h) 9 10wth EFd &AS
EAAT. oM, A7 Azxd 1AM AxTF FFE((tert-Bu-0-
(CHo)e)MeSi (9-CisHy)oZrCl) el 1M EF 4 &AL FYgd T w374
AL Fodstd FHE AAMSAH. dF A =

—]
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