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& °k Lithiated 3389 CLSICHLICH/Bu2Y-E] LiC12] A ukgoll 2la) AAE F4A w5743
silaethene, CI,Si=CHCH;'Bu-& propene, 2-methylpropene, 1,3-butadiene, 2,3-dimethyl-1,3-butadiene, anth-
racene®}t WHE-ated <wk3- MAE, 2+2-, 2+4- 23RS AU o] FEATERYE o=
et E ¥3YHoE #elalar)

ABSTRACT. Silaethene ClL,.Si=CHCH,Bu, generated as a metastable reaction intermediate by the
thermal eliminatio of LiCl from lithiated compound CLSICHLiCH:Bu, react with propene, 2-methylpro-
pene, 13-butadiene, 2,3-dimethyl-1,3-butadiene, and anthracene to give ene-reaction product, 2+2-, and
2-+4- cycloadducts. They are isolated by vacuum fractional distillation method and spectroscopically iden-

tified.
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Table 1. Spectroscopic data of 4a~9%

a

CLSiCH.CH'Bu

b

.

4a

'H-NMR(500 MHz, CDCl) ; §=091(s, 9H, ‘Bw), 1.12(t, 2H, 2), 1.41(, 2H, b), 1.86(s, 3H,
CHy), 2.13(s, 2H, ¢), 4.74, 4.84(d, 2H, CH;=)

C-NMR(125 MHz, CDCh) ; §=14.88(a), 25.11(c), 28.8%(Bu), 48.90(Cpucr), 31.45(b), 36.20
(CHy), 48.90(Cpurs), 112.93(CH,=), 138.70(C=)

MASS(70 eV) ; m/z2=238(M ", 30%), 197((M-CH.CH,)*, 5%), 183((M-CH,CCH.Me)*, 12%),
167(M-CH,/Bw*, 29%), 122({CL,SIHCH.CH,)*, 11%), 11X(CLSIHCHy)*, 29%), 9%(CLSiH)*,
8%), 57((Bu)*, 100%)

a

Me;SiCH.CH;Bu

b

'H-NMR(500 MHz, CDCly): §=0.02(s, 6H, Me;Si), 047(t, 2H, a), 0.87(s, 9H, ‘Bu), 1.1%(t,
2H, b), 1.55(s, 2H, ¢}, 1.73s, 3H, CHy), 448, 4.5%(d. 2H, CH;=)

BC-NMR(125 MHz, CDCly) ; 8= —3.03(Me,Si), 9.62(a), 25.11(c), 31.90(b}), 29.04(‘Bu), 38.01
(CH3), 30.00(Cguan)r 108.33(CH:=), 144.00(C=)

MASS(70 ¢V) ; m/z=198(M*, 10%), 183((M-Me)*, 3%), 143((M-CH,CHy)*, 84%), 113((M-
CH,CCHACH,, Me,)*, 60%), 99((Me:SiCH,CHCH.)*, 32%), 85((BuCH.CH»)*, 63%), 73
{(MeaSD)™, 100%), 5K(Me.Si)*, 99%)

CH Analysis in %(Found/calculation) ; C%(72.42/72.62), H%(1326/13.23)

'H-NMR(90 MHz, CDC),) ; 8=0.95(s, 9H, ‘Bu), 1.30(m, 3H, CH-CH,), 4.20, 4.22(s, d, 2H,
Benzylic,C-H), 7.18~7.44(m, 8H, Aromatic-H)

(*see ref. 6{(a))

BC-NMR(22.5 MHz, Bzd); 5=27.50(CH), 30.01{(Bu), 31.00(CH), 44.20{CH,), 5400(CH).
124.84, 126.22, 12642, 126.53, 126.78, 127.06(Aromatics)

'H-NMR(90 MHz, CDCly);5=0.15(s, 6H, Me:Si), 0.92(s, 9H, ‘Bu), 1.12~1.5%m, 3H,
CHCH.), 4.12(d, 2H, Benzylic C-H), 7.20(m, 8H, Aromatic H)

BC-NMR(22.5 MHz, B.d);5=—001(Me,Si), 25.00(CH), 29.90(Bu). 31.0KCH), 4390CHy),
54.00(CH), 123.80~125.70(Aromatics)

MASS(70 eV) s m/z=320(M*, 11%), 245(M-BuCH»)*. 4%), 191(M-BuCH,, Me,Si)*, 4%),
178((anthracene)*, 100%), 142((M-anthracene)*, 9%), 85((BuCH;CH)*, 53%)

‘H-NMR(500 MHz, CDCL,) ; $=0.93(s, SH, ‘Bu), 1.72, 1.73, 1.75, 1.76(dd, 2H, CHy), 2.14,
216, 2.17, 2.1%(q, 2H, CHy), 127, 1.28, 1.29, 1.30(dd, 2H, CH.-ring), 2.36~245(m, 1H,
CH-ring), 5.06~5.87(m, 1H, CH=), 4.99~5.06(m, 2H, CH.=)

*C-NMR(125 MHz, CDCly) ; 5=29.86('Bu), 30.66(CH,), 38.38(CH), 42.66(CH,), 40.83(CH),
11540(CH.=), 139.28(CH=)

'H-NMR(90 MHz, CDC};);5=0.25(s, 6H, Me;Si), 0.86(s, 9H, Bu), 1.10~1.41(m, CH-CHy),
4.77~5.03(m, CH.~=), 5.65~6.05(m, CH=)

BC-NMR(125 MHz, CDCY) 5 3=—0.75, (Me.Si), 29.8KCH), 30.84(CH.), 30.70(Bu), 17.97
(CH,). 41.70(CH), 112.80(CH,=)

CLSi

Ta

H-NMR(500 MHz, CDCl,) ; =0.92(s, 9H, ‘Bu), 1.39, 1.40, 1.41, 1.42(dd, 2H, CH,), 236~
2.45(m, 1H, CH), L.64(t, 2H, CH,), 3.243, 3.246, 3.263, 3.266, 3.283, 3.286, 3.303, 3.036(q,
d, 1H, CH), 490~5.06(m, 2H, CH,), 5.78~585(m, 1H, CH=)

RC-NMR(125 MHz, CDC);) ; $=29.73('Bu), 30.57(CH.), 39.49(CH,), 42.72(CH), 47.56(CH),
11345(CH;=), 14140(CH=)

MASS*(70 V) : m/z=236(M*, 2%), 221(M-Me*), 10%), 182((M-CH,CHCHCH,)*, 13%),
17%(M-'Bu)*, 14%), 165(M-CH,;/Bu)*, 8%), 125((CLSiICHCH.)*, 19%), 9N(CLSIH)*, 10%),
57(CBw*, 100%), S4((CHCHCHCH,)*, 10%)

*mixture of 6a and 7a
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Table 1. Continued

d2tedd CL,Si=CHCHyBu® 442 WA 223

'H-NMR(90 MHz, CDC)y) ; §=0.30(s, 6H, Me,Si), 0.86(s, 9H, ‘Bu), 1.10~1.41(m, CHCHy),
4.77~5.03(m, CH;=), 5.65~6.05(m, CH=)

Me.Si BC.NMR(125 MHz, CDCly);5=—453, 1.20(Me,Si), 1899(CH), 32.63(CH,), 29.93(Bu),
4294(CH,), 44.08(CH), 11043(CH,=), 145.17(CH=)
MASS*(70 eV) s m/z=196(M*, 6%), 142((M-CH,CHCHCH,)*, 64%), 13X(M-Bu)*, 76%),
111(M~Bu, CHCH)*, 33%), 97((M-BuCH,, CH.CH,)*, 36%), 85(Me,SiCHCH,*, 100%),
- 73(MesSi*, 56%), 5%(Me,Si*, 85%)
*mixture of 6b and 7b
CL,SiICH.CH/Bu "H-NMR(90 MHz, CDCl;) ; 5=0.98(s, 9H, ‘Bu), 1.2%m, 2H, CHy), 148(m, 2H, CH)), 1.76
(s, 3H, CHy), 192(s, 2H, CH.-Si), 4.78(m, 2H, CH,=), 4.88(m, 2H, CH,=)
9
Ph,SiCH,CH/Bu 'H-NMR(%0 MHz, B.d;) ; $=0.82(s, 9H. ‘Bu), 1.42(m, 4H, CH,CH,), 1.76(q, 3H, Me), 4.68
(m, 2H, CH,=), 486(m, 2H, CH,=), 7.15(m, 5H, Ph), 7.62(m, 5H, Ph)
— MASS(70 eV) ; m/z=348(M*, 8%), 291{(M-Bu)*, 12%), 277(M-‘BuCH,)*., 8%), 270((M-
= PhH)*, 13%), 24%(M-CH,CCH;, ‘Bu, H)*, 4%), 235((M-CH,CCH,, CH,-Bu, H)*, 4%), 221
((M-CH,CCH;, CH,CHyBu, H)*, 3%), 20%((Ph,SiCH.CH)*, 100%), 195((Ph.SiCH)*, 8%),
9% 183((Ph,SiH)*, 54%), 105((PhSi)*, 30%), 57((Bu)*, 6%)
(CLSiICHCH/Bu), 'H-NMR(90 MHz, CDCl;) ; 3=091(s, 18H, ‘Bu), 1.69~1.93(m, 6H, CH,CH,)
1la BC.NMR(22.5 Hz, CDCly): $=2890(Bu), 3LONCpr), 35.70(CH), 38.20(CH;)
*H-NMR(90 MHz, CDCl;) ; 0.05(s, 2H, CH), 0.17(s, 12H, Me,Si), 0.78(s, 19H, ‘Bu), 1.33~
1.41(d, 4H, CHy)
(Me,SiCHCH,/Bu); "“C-NMR(22.5 Hz, CDCly) ;5= —9.10(Me;Si), 12.10(CH), 209.39(Bu), 31.5M§Cpsr), 40.00
(trans) (CH,), (see ref. 8(b))
 MASS(70 V) ; m/z=284(M-H)*, 8%), 247((M-2Me)*, 25%), 227((M-BuH)*, 85%), 157
11b ((M-Bu, CH,C(CHz),, CHy), 141((M-2'Bu, 2Me)*, 100%), 99(Me;SiCHCH:)*, 56%), 85((Me;
SICHCH,)*, 64%), 73(Me:Si)*, 74%). 5H(Me,SiH)*, 56%)
CisSiCH,CH/Bu  "H-NMR(90 MHz, CDCl;);58=098(s, 9H, ‘Bu), 1.39~1.50(m, 4H, CH,CH,)
12 BC.NMR(22.5 Hz, CDC)); 5=19.60(CH;Si), 29.52¢Bu), 30.51(Cpu). 3550CH,-C)
BuCLSICH,CH,/Bu 'H-NMR(90 M#z, CDCl):85=0.82(s, 9H, 'Bu-Si), 1.00(s, OH, Bu-C). 1.44~1.78(m, 4H,
CH.CH,)
BC-NMR(22.5 Hz, CDCly):8=10.1%CH,SD), 23.0KC,ur-Si), 25.00(Bu-Si), 28.90(Bu-C),
13 30.80Cpur-C), 37.06(CH,-C)
CI,SiCH,.CH/Bu  'H-NMR(90 MHz, CDC));5=090(s, 9H, ‘Bu), 4.95~521(m, 3H, vinyl), CHCH, R CH.-
— Si signal® 0~2ppm 2o]8] of4| 2 Jepdi 9lo} v)dks] B4F peaks) 723
14a Wz £
'H-NMR(90 MHz, CDCL,) ; 8=0.08(s, 6H. Me;Si), 0.47~0.62(m, 4H, CH,CH,), 0.81(s, 9H,
‘Bu), 0.95~1.05(m, 2H, CH,—), 4.76~592(m, 3H, vinylic)
Me,SICH,.CH/Bu  “C-NMR(22.5 Hz, CDCly); 8= —3.00(Me,Si), 9.45(5i-CH,), 25.20(CH,~vinyl), 30.05(C s},
30.00(Bu), 34.5KCH,"Bu), 1120(CH=), 135.00(CH;=)
MASS(70 eV) ; m/z=184(M)*, 8%), 169(M-Me)*, 8%), 142(M-CH,CHCH,)*, 58%), 127
({M-Bu)*, 47%), 99((Me,SiCH,CHCH»)*, 70%), 85({BuCH;CH:)", 100%), 73(MesSi}*, 69
14b %), 5K(Me,SiH)*, 87%)
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-—(r4- CLSiCHLCH,Bu + CLyyi
+)—Sict2 _é___ _

9a(80%) 8a(20%)

Scheme 1. Reactivity of silaethene 3.

S FEE 9% 7 e g4 (2) AP
R=Me, C(Me)CH:9] 7% 11a ¥ oligomerEd]
Y JAHA edgkent R=He 2% 32 +
43} 11a8) oligomerE<] o] A= qch
A2lollEl 32 2+4-DR YIRS, UT)RA 3
2} anthracene®} gh-goll 4 WM AAE2 2+4-28
HA7)3 88 59) 72 'H-NMR4 2] anthra-
cene®] 9, 10 #|Xo] FAF= 'Hel 3.89-~4.12
ppmell Al 222 FPAE Sl EEAELS 720
ppmo.2 al=ig]ch Sa) AL 7Y 6(a)9 'H-
NMR spectrum3s} 5% 232 &8sst o BC.
NMR spectrumol A A HA=odelTable 1 33).
2,3-dimethyl-1,3-butadiene®} 32] wHg-<lde #4
HERZA 938 Y319 0(80%) FuHEo A 2+
4-22] 347 A8 8as] (20%) S B3
t}. Alzleldd 39) Diels-Alder %H&& Me,Si=
CHCH,/Bu®?"20]| nl3] & wk-gAdg 74zl wid
ene-BH-3-3} 2+ 2- 2| AP AP 2B £ &
u3-3E 7RAIR slgel £ Aol sk
Alvloligl 32 2+2-m2|% HOMES. 374 13-
butadiene?] utgejre 2+2-12|3} Hrpurg 4
JEo] FHAUEZZA 6a%) Ta7l WA (65%9) T&
2 6a%t 728l EYEE FeDEe 2+4-2208

W7pS AAHE 10at $Q%A ZG ukE B
AE 6a2) Ta2) &1L 'H-NMRA) <)) (64%2} 7
a2} 36%2) 6a¥A) c)1Foiom = o) £4HE(6as}
7a)& methylation3ld¢ HSE 6bst 7b2] Me;
Sizle] $127} 0.301 ppm(7b)3} 0.240 ppm(6b)ell 4
64 : 369 ¥]&= Jehtz Qe o) EjHEY] AP
B-A(MASS)2 2ol &M*)9 peak’} m/z=196
A A=Y en o] EEF ¥R Yueh

AARE 6ast Tave Fbd wh-3EE AAN ¥4
He WggAdEoly 1 AFA:= MeSi=CHCH;,
‘Bui 1,3-butadiene®] W34 40%9 2+2-18
RS AAET] 7% 2+4-Te AR
o] ¥4z & v e} 8] 5ol o gAY
Aztelle 39 whgAe $i9t e}

4 H

2 Ayl A% 4ol 25 Szl o)A
24 Na2 A2 A(F4-471 THFs} Et.O= Ph,
C=0¢| 2& HzA4HE A AH4-3A FHsto
AHgsigdch 28 #2798 A A7
o 712 AzAA A 89 A 90
MHz FT NMR spectrometer (Jeol JNM-EX90A)s
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Ay CLSi=CHCH;/Bu®] %43 wrg4 225

$)3} '"H-NMR spectrumol] &j3f ¢]Fo{Z e o8
A4S A EE el B whe2el A kg 4vlE
d8 HAste] A= Smm NMR tubes] ¥x
Solg} whg H-EE AFAA U2 F
molecular sieveo] 2J3] AxY CDCLE Sz
H7}A1A dry ice/acetone Dewarol4] AFo g BtE
o 4344 AHEilel wRsAAES] AAe
AF 25 9 AL FFH A o] Foinan
'H-NMR, “C-NMR spectrum-S 90 MHz2} 500
MHzBrucker AM 500 spectrometer) FT-NMRe}
oja) v|AF2EE ez, AFEAF Uy
A& e FaPARe] 2708 JaUAE 2T
Grignardéh-g-oll 2}8§ methylation R phenylation
A1 (BN 24 5 e R e
wpA)5k7] §lsf) A3tk YAFAH MSEALS
P12t PR VA Y G F 2eM
o] £ HeK V4 ¥4 (Carlo Erba 1108) MS(VG 70-
SEQ)). IsomerE¢] #e}& #18f HPLC(Varian 5020
Liquid Chromatograpy)& AH&-3l12 A14-¥1 dete-
ctoryz UV detector(220 nm % 254 nm)#} Refrac-
tive Index Detector(Varian RI-4)& ARg-3l¢ic),
AHS Column2 Varian#|(C-18-5, Micrpak 4 mm L
D, 15cm long& A}-8-3tdch

32} 2-Methylpropene® ©HE. 3381 g(23.6 mmole)
2} 1% 100 mi] n-pentane $-fol LsjAlA ~78
T2 Y242 F X107 torvyol 41 50 mmole 2]
2-methylpropene?| #|-§ wh-2efol] L&A 25
mi®] nm-pentane £¥o| £#E  23.6 mmoled
‘BuLi® -78CE #x¥ uhg&7]d AH3) Al
AZc} oF 147 Ax 2 E5F #HAAR o
AFe-o 2 WA AFIW 5C PENA LiCle] @43
Aol felsie A BIA) A2y 1A =
o AR F wRFAelq 34 LiClE gt
AT A A A samples AN st 'H-
NMR spectrume] <Jsf sl £ A3} Bu 99
oA 170¢) peak(0.91 ppm) o] B A= 31eH>95%).
A4SFee Lol vPukE 18 AAAR S 40
C/10 M torr2 2F3sldct

+ W 367g65%)% 4.4-dichloro-2,7,7-trime-
thyl-4-silaoct-1-ene 4acl® 'H-3} “C-NMR®] &3
&3 datats Table 19 4313}, 191 g(4.97 mmole)
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2 4aF W0mi2] THF $de S234A 1230
mmole?] MeMgl(in THF)2 2ol A3 A
FHAR F 241705} BRAIA AUAEFhol o)
S & AAAZ] ohg 50 Ml pentane o8 WHg-2}
Bell4 B4 MeCllg AAHAZZ AshEFdl
o3 gvig AAAI chg 40°C/10 Horrdl A 3
3t}

= # 059g(60%)9 244,7,7-pentamethyl-4-
silaoct-1-ene 4¢ : 'H-, 3C-NMR, MASS & #1424
datas Table 1ol $E38lgr}.

32} 1,3-Butadiene®| ¢F2. 3.94 g(24.4 mmole))
1% 100m/9] pentanefde] L3r)7 ~78°CE
WA F 22107 torr)e) 4 488 mmoled] buta-
L3-dieneZ] -5 ul-g-gofol] $321A4 25mig n-
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CZ #A8 Wg-470) WMl HrpAe o 1
A AR I3 LEF #AAR op ARoE
22|71 5°C =€ LiCl2) B3 Ae) Felg+e
7ol gAA). ybg 4o & PN <of 147 A
o] wukA3] & ukg-FAdelA YAg LiCle et
A A FUFRYE o) &-3hed Lofe) nluks- 18
AAHAZ E 42°C/107 torr 2 5738k 3.60¢
(62.3%)<] 6a9} 7a®] isomer& @ cHisomer 6a%}
722) FAu]EL 36:64). 6a9} 7aS] spectroscopic
datax= Table 14| +E38}¢ic). 2.24 g(11.43 mmole)2)
6a2} 7a9} EYEL 10m/e] THF 5o 2543
mmole (2.29] a2} MeMgl(in THF)-& AH&s) A
MA3] AZMAZ F 24175t BRAA SR
el & LofE M AR kS 50mi9] pentane
422 uhgaiAdx J99 MgCIE A HA|7)
I A el 2 £alE AARR g 42°C/
10" toreoll ) ZH-31 isomer 6b9} Th& <o)

& #®. 1,1-Dimethyl-2-neopentyl-3-vinyl-1-si-
lacyclobutane(6b)2} 1,1-dimethyt-2-n  eopentyl-4-
vinyl-1-silacyclobutane(7b)2] & 1.53 g(68.3%)
'H-, ¥C-NMR 2 MS datat Table 10 $5352ct

33 2,3-Dimethyl-1,3-butadiene(DMB)2] $HE.
4.25 2(26.30 mmole)2} 13} 6.00 g(73.04 mmole)2)
DMB¢ 100 m/2} n-pentane £§o] £3]4|7|x
—78°C2 W75l whgzo) 25 miel pentane 4o
281%l 26.30 mmole2) ‘BuLi-¢ A3 F71A17 o}
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< o 17 Ax 2 REE FAAR] F AR
k) A7l 5°C FENE LiClY 94 o] &%
2]glch whg SelE ARelAd o 147 FE o
AR 3 kg FeA ¥8AE LiCe Ak
HA 7|2 BAEFHE o83t fule)l mgE
E2 AAAIZIch 60°C/107 ! torrot M F7-3b 560
g(21.2 mmole)2} 8a®} 9a 1somer mixture(T& 80
%yE dck8ast 9a2] HAw|EE 1:4). 'H-NMR
3} BC.NMRE Table 14| $+F31t}.

553 g(209 mmole)¢} 8a2} 92| THEE 0mi9)
THF &4 o 42.0 mmole] PhMgBr(in THF)E-
Al A A3 H7RAR] F of 2470Ft P
A o 4ol & ALFREN A AHAF)E S0 mie)
n-pentane #4122 7t g}t 140°C/107 torr
o4} FF3h pentane £-ofollA] HAAF st (T
A AA)E d4ch 'H-, “C-NMR % MS datae
Table 14| 5533}

31} Anthracene2] ¢b®. 135g (8.33 mmole)2]
17} 150g (840 mmole)®] anthracened 50 m/2)
benzene2Nel S3A]7 o} ALelA] 26mi9
pentaneo)] £-#% 833 mmoles] ‘BuLig A}2dll4
AHs A7LA7IE <F 308 F LiClel 9 43)Ae)
AAEE ol T FLoA 2427k AR
F uk HAelA 9 LiClE 33 AF341A
Sojo} apg-E 1€ AUFF3 AAS pen-
" tane$-Ao A T4 AA 0.36 2(354%) SaF Lk
Spectroscopic datate Table 10 +F3tdc),

12} ‘Buli®| YHE. 3.85g(23.86 mmole)d] 1&
THF/pentane(2: 1) S0mfel] £3A]7|2 —78°CE
W2}2)2) ¥ ‘BuLi 2386 mmoleg AN3] Hr}A|7]
o ok 1A)3FEsE e EelA] kA i), uhE
$dg Ao wAA7IY 5C AxFE LiCle)
WP Ae] PAdch HHE-SolE AelA & AT
Hz o] A7) F LiCE ezl 3
g5FHol os foie} wubEES AAARC
140°C/10 ! torrel| 4] sublimationA]# pentanedl A]
A 2 Aol

%+ % 2737g(745 mmole 34%) 1,133 -tetra-
chloro-2,4-dineopentyl-1,3-disilacyclobutane(11a)
H., U"C-NMR spectrume- Table 1 3=

0.29 g(0.76 mmole)2] 1lag& THF £ 10m/el

£814]7) % 300 mmole MeMgle] Et,084¢
H7}A)H 1A17HE]L refluxsle] FHerod=)A)z) F
S£olE AYEHFE F 130°C/107 torrA A subli-
mationA]# pentane £-do4f AAPHAt 1,13,
3-Tetramethyl-2.4-dineopenthyl—1,3—disilacyclobu—
tane(11b) 'H-. ®C.-NMR spectrum™} MS spect-
rume Table 1 4=

33} Propene®] BEE. 3.03 g(18.78 mmole) 18
pentane 100 mfol| S]] —78°CE Y23 ¥
1210 torr)o Al 40 mmole2] propene”) -8 3t
S-gofol] 23)4]7)2 18.78 mmole 2] ‘BuLi2 B33}
H7H ). oF 147 F Ah o2 A7) 2 14]7
o adkA oy el PAE LiCle 2
FFAAZ] ok, Sl F bSR3 AAA T2
60°C/3 torroll A ZF-slgdrct

4§ 140624 mmole 338%)9) 44-dich-
lore-7,7-dimethyl-4-silaoct-1-ene 14a& itk H-
spectroscopic datat Table 1 =,

1.40 g(6.24 mmole) 14a8 THF 10 miol] -£3j4]
712 1248 mmole?] MeMgl(in THF)-Z oA
AAE ALY ey 2417 B3 BRAIAG 2
Rl o=t SolE ANAHAFIZ 25 mie] pen-
tane§- ol 4] MgCIIg A AR & AU4SFHN
23 2of8 AAAFIR 63°C/10 torrell A FF5H
ot
%+ & 063g(3.42 mmole 55%)2] 4,4,7,7-tetra-
methyl-4-silaoct-1-ene 14b-3- 2¢iv}. 'H-spectros-
copic datat Table 1 =

29| Hydrolysis 8h2, 1.89 g(11.25 mmole)s] 1&
Et;O/pentane(1:1) 50 mie} &3}XA|A —78CE
Z4A)70 % ‘BuLi 11.75mmoled AH3] A7
g oF 108 ¥ Ax4A1717] 24 EtO 1mig 3
7pA e} Ao g whAA)1A LiClE AAAR F
4o & A4 25°C/107 " torrE SR/ 3l
0.30 g(1.37 mmole 11.7%)%) 1,1,1-trichloro-4.4-di-
methyl-1-silapentane 12a%& <¢ich 12a¢] 'H-, *C-
NMR spectroscopic datax Tadle 1 F2.

12} ‘BuLi2] 4H2. 12a9] A Re} 7L digjes
32w ‘BuList 14 ®|3 Fekoz Hrisigdch
40°C/107 " torrol| 4| sublimation3}s| pentanel]*]
A A3kt 3,3-Dichloro-2,2,6,6-tetramethyl-3-si-
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laheptane 13a¢] 'H-, “C-NMR spectrosoopic data
 Table 1 3=

o] =52 19908 E BHFAQ YFHENFA
o] Au] {4 edT A oste IF
5H5lS.

ol
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