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Perkin Elmer Co. Ltd. @ DSC-7 (DSC) .
10 mg -25 , 10 / 200 . 5 2
00 , 10 / )
13 C—NMR 120 Bruker AC 200 , 300 mg
/C;D,Cl,  3:1 2,5cc
— (Relaxation delay) = 12
- = 2000 + 2500
— — 4,7- —
" Organometallics, 1990, 9, 3098 " (p— 54 %)
(B)1.2- @7- - )
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, 165 ml n— ( 1.6 M, 264 mmol) 2.5
, 4 , 4,7— - -70
, 15ml 12— (135 mmol) 25.3g 35
' , . Nast4 ,
20¢g ( 48 %).
© - - @7- 1= )
80ml 12— 4,7- —-3- ) (31.8 mmol) 10 g
160 ml  KH (70.3 mmol) 2.82 g .
, KH 250 ml ZrCl 4(THF),(31.8
mmol) 12 g (cannula) 50 ml 3
(*H-NMR 2.33:1 ) CH ,ClL
1.7 g ( 11.3 %) , IH-HMR ,
(MAO)
30 % b.w. (WITCO) ,
; 40 4 (0.2 mmHg)
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10°) (% § mole | (8 O g & 109)
1 0.2 TIBAO 1 4 50 60 1.3 70.9 21.2 3.5
2 0.2 | MAO 1 1 50 | 60 | 4.2 226.8 | 10.0 3.0
3 0.2 | MAO 1 5.5 70 | 60 | 7.5 406.3 | 13.9 2.0
4 1.0 TIBAO 1 5.5 70 60 10.6 | 115.2 15.1 2.2
5 1.0 MAO 1 5.5 70 60 10.0 | 110.4 12.9 1.8
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FEEIEES T %
gnqq| E (R Ej ea | np | TE (f y ‘; 34| LV | al
@) | TF 4T (&) | EE (zam) | (d1/g) | (T) | U/
& 8 | mmole (uh) | (»h) /h)
6 | WAO | 4.0 | 354 165] - | 120] 65 | 169.0 | 20.1 | 9.0 | - | -
7 TI:?)L/ 4.2 354 16.5 - 240 46 59.8 10.1 13.6 - -
12!
8 MAO 4,2 378 17.1] 0.7] 120 | 180 | 468.1 14.6 1.7 89 72
%3
Ir EE] %
AN |mote-| M | @ a-EAE AR | g | T AT EE D
I (CH ) ( "
w0t | ™) S TEm EE @ | oh 2@
9 2.1 4.38 27.4 1.4 |[429.3 24,2 8.5 50 60 06 | 499.5
10 2.1 4.38 17.8 0.91 | 427.4 24.2 7.7 50 40 | 88 | 457.9
11 4,2 4.2 62.1 5.0 800 65.0 13.2 30 54 | 334 868.9
12 2.1 4,2 101.2 7.82 800 61.8 15.1 30 83 | 272]1415.2
13 1.1 4.2 122.8 9.2 800 60.1 17.9 35 | 120 | 218(1134.2
14 4.2 4.378 48.4 3.54 | 1000 96,46 9.0 50 16 | 187 (+468.7
X4
D.S.C
NMR L.
T2y 1 =7
, )
St IETSIN o o g 12 iz B “”)/ T | Ak
PPE+pPP) |© | o |

9 30.7 10.21610,083/0.007| 0.024 33 10.324|10.35|0.82 | 4.1 425 ] 1.5
10 33.2 10.220]0.100/0,008| 0,024 37 10.330{0.2810.63] 3.7 - -

11 31.7 n.d.| n.d.| n.d, n.d, n.d,| n,d.| n.d.| n.d.| 6.1 | 43.3 0.4
12 25.7 n.d.| n.d.| n.d. nd n.d.| n.d.| n.d.| n.d.|11.33| 41.9 | 4.9
' 21.0/

13 26.7 n.d.| n.d | n.d. n.d. n.d.| n.d.| n.d.{ n.d.[12,36 378!13‘0

n.d. = 3% R¥

X5
N.M.R. D.S.C. k
-2 1.V 1 A7
) BB/ (BB+
aAd (2%) | BB EB EE EB/:EE) BBB | riorz|(dl/g)| T¢ | AH ]
(o) | U/
14 | 27.2 | 2.68 | 49.0 | 48.3 [ 0.0985] 0 | 023 ] 6.0 - -
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