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S=50l 10-2028736

Ao A 50g9] Mg(s)ES 10L ¥Hg7]el 7bsk = THF 300mlE 7}&}9ith. [, 0.5¢ 718 3, "3 7] &2 50T

0216}031:} HES-7) itﬂ or4g3l ¥ 3 250g9 6-t-H-SA|M A FEeFo]=(6-t-butoxyhexyl chloride)E

stod Bml/mine] &= ¥Hg7|ol 7}ttt 6-t-HF-EASA FReo|=E 73
% ] Tt 4-5C AL dsste AS #EUY. ASHoE 6-t-F-EA AN FEEo| =5 JeiH
ARG AFE A2 g 2mlE F

_V.‘in&,

E1 1?4145 Hgo]l 2 AFPHASS
th. MeSiCly 500g¥} 1LY THFE ¥+-&7]o] 73t & w-$7] &
nadlEg SREel= F 560ge IH FZE 9
(Grinard Reagent)o] ¥go] ¢ & <
T EAe] NgCl,Yol Ad=EE e FAs8it.

DL T AR A7) "E SAE wkgTle] 74k § 70ToA Ak AAGY gl =] dqAE & F

Q. de A U MRS Ed  Yeks  w9(6-t-EAA) T EE 24 SHnethyl (6-t-butoxy
hexyl)dichlorosilane) 3}3t&EdS &l 4 AT}

HNMR (300 MHz, CDCl3): 3.3 (t, 2H), 1.5 (m, 3H), 1.3 (m, 5H), 1.2 (s, 9H), 1.1 (m, 2H), 0.7 (s, 3H)

H E gt galo] Z 23 el 2l (tetramethylcyclopentadiene) 1.2mole(150g)3 2.4L¢] THFE wH&-7)d] 7}3+ & b

W23t n-Buli 480mlE FFHIE 0|83} 5ml/mine HEE w27 718
nBuLi< 7}gt & Wb§V] 25 & A3 Aoz SElHA 12A17F stk ibS 12413 & FEke] W E(6-
t-FEAA DY S22 T(326g, 350ml)S wWEA {EE7]o] 7ty HEY] REE A
A 12417 ks & oAl HES Y] 255 0CE WAAZ ¥ 2 o] t-BuNd, &

q 12A1F WSl Ty, jEg- 12413 & THFEE AlASkaL, 4L A4S 7138ke] labdoris &
S 2E F UAT. EHEAE gA] 93Tl vrek & @S 70TCA AASY =
Tl gl A 4= gIQdr)t. A7) @Al &HS H NRS E& wWE(6-t-FEA ) (B EgtwECpH) t-

t (e}

butoxyhexyl)(tetramethylCpH)t-butylaminosilane) 3&dEAS F<ld 4= YArt.

olo
N
ro
ki
Gl
S
(@)
fr

4z

n-BuLiZ} =2l wWE (6-t-F-5A1 8 4) (HEZHECpD t-F-Eopr| = & (methyl(6-t-
butoxyhexyl) (tetramethylCpH)t-butylaminosilane) S 2FE] THF &MojA 3As -78C ¢ zrt=9 fEY
o] TiCl3(THF); (10mmol)S w2 A 7}slglet. Hb&8HE HH3] -78ColA F2oz WA 12A17F wHkskad

o}, 12A17F gk 0 Aol 2] PhCly (10mmol)& WSS 713k & 12A17F adkslsich, 12417 it

F FEA Ot Qe Bedd §98 A8 5 AT 44D BesAelA TFE AAT F AN Theto]
YRS BT, 47 BE G A AAT F, H MRZFE Ashs [MY6--FEAR)AY

I NR (300 MHz, CDCl3): 3.3 (s, 4H), 2.2 (s, 6H), 2.1 (s, 6H), 1.8 0.8 (m), 1.4 (s, 9H), 1.2 (s,
9H), 0.7 (s, 3H)

_14_



[0088]

[0089]
[0090]

[0091]

[0092]

[0093]

[0094]

[0095]

S=S01 10-2028736

t-BuO
AP 6
\/\/@r\c
t-BuO

6-F 2 2 AE(6-chlorohexanol)S ARE-3Fo] & (Tetrahedron Lett. 2951 (1988))cl] #|A]¥ HWHOo= t-
Butyl-0-(CH)s-ClS A|Z3kar, oJ7]o] NaCpE ¥HSAIA t-Butyl-0-(CHy)eCill;E SATH(FE 60%, b.p. 80T /

0.1 mmHg).
wek, -78CelA t-Butyl-0-(CHy)s—CH:2 THF] *=oli, w22 BEg|E(n-BulLi)S JH3s] 718 &, Aeoz
FeAZl 3 8AIZE HEe A AT, T §MS TRA] 78T oA ZrCl,(THF), (1.70 g, 4.50 mmol)/THF (30mL)9] A

2~ A (suspension) &N 7] gAH g EFA(lithium salt) &NS HH3] 718t 2204 6A17F &t ©f wF
SAIA

RE U EAS AF Hdxda, Aoz o9A dF E-o| HAk(hexane) EvE 7}3}04 Ayt 2e
W gds A3 1z & d4kE JhE] A2(-200) 4 AAES FEsGT. Aozl AAES A 2odA 2
Yol 34 311 el [tBu-0-(CHy)eCsHiloZrCl, S AT GTE 92%).

I NMR (300 MHz, CDCl3): 6.28 (t, J = 2.6 Hz, 2 H), 6.19 (t, J = 2.6 Hz, 2 H), 3.31 (t, 6.6 Hz, 2 H),

2.62 (t, J =8Hz), 1.7 - 1.3 (m, 8H), 1.17 (s, 9 H).
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aa, 2 JEs7le] EFdl &9 100mlE ¥a F=6jE et A
wHkEGITE, AEItE FE3] A F 10wt% " GF0)=AHMA0) /BT
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S=506 10-2028736

A e AR AsE el AT F 0T Feslel ok A AL Asel gl A

Hlale] 5

A8 7H= Grace DavisonAte] SYLOPOL 9482 600°Col A 12417 FoF A& 713k Aejol A &<=8to] FH]etadn)
aga, 8 g7l EFA & 10mlE Wi FHlE AT 10ge FYg F kg 5 40CE ¥
A alRksElTE. A7) Az 164 Alxzd HEEZA S3E 0.706mmol S =7l 50mlel o] & AElE RHE
3, "k T)e] EQle B oAzt Tol wwA|ATE, i, £l 50mlo] N N-tiWgoelde FE Egly| (e

FozVd)RYCE 1.12mo1(0.90g)S H9 % @A HvjE& ¥l w-s7]od F4star, 40ToA 2413t

o 200rpmo. = ﬂﬂko}@ﬂr kS0l Fuk 3 A xﬂ}_oﬂ 2004 Azd wWEZ24A 33E 0.413mol S EF
S50mlel] Eo] & AEZ wE3, "S-y Elh= ﬂi} sla, &
& & 40C

40

2 2 ot

=
ol}l‘

10wt% W LFr52HMA0)/EF<1 &S 57ml Fisk= whAlel, 2M Eﬂ”ﬂ%‘%—‘?‘ﬂl%(TMA) =74 &9
El =

Hlud 7
EF4do NN-tHeold e FHEHI| A(HAEEFL2H D) RN EE 5 & & Fulg Xggsi= 957
FHste] wdtsls BAE X3k &2E AS AYstae Hlaud 63 U3 WHeR A Axg @A

7] AAle 1 WA 3 9 vl 1 WA 7oA, mgeAl sHetE 2Euje] @RS sb7] & 10l skt

F 1
A1 Z ) Az 1 A 27 Z 1) Az 2
etz A 3lgts etz A 3gs
mmol/gSi0, wt%/gSi0, mmol/gSi0, wt%/gSi0,
AR 1 7.5 3.5 0.112 2.5
AN 2 7.5 3.5 0.112 2.5
AAld 3 3.75 3.5 0.112 2.5
Hlale] 1 7.5 3.5 0 2.5
Hlala] 2 7.5 3.5 0 2.5
Hlwd 3 3.75 3.5 0 2.5
Hlxlo] 4 7.5 3.5 0.112 2.5
Hlwd 5 0 3.5 0.112 2.5
Hlale 6 7.5 3.5 0.112 2.5
Hlule] 7 7.5 3.5 0 2.5

A Az B BA LR S) 20mg Seholutrol N FF
o= WRse] metol wadA Ave] FAT HhE Fuls

=
Z2do] 7hgstar aigtelAd olgH= 2L = dw HESTIdA
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