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- 'H NMR (d¢-DMSO): 6 4.22 (s, 3H, CH;N), 4.50 (s, 6H,
CH3N), 10.79 (s, 2H, H,,5).
- 13C NMR (H) (CD,CN): & 38.67 (s, CH,N), 38.87 (s,

2CH4N), 120.35 {(q, 17 = 320.1 Hz, CF,), 147.72 (s,
3 q CF 3

2C ;.}o]:_—_,k) .
2. (111b)
I1b "

L CHs

CH,\N/N

z':\ON/C‘H (1lib)
/ AN

H CH

cﬁ, \CH, 2 CF,S0,
,1H-1,2,4— 1,2—
(€] ) 4 (R,
,CHy _]'
N |
YO e |
R
H CH
c»’c, \CH, - CF,S0y’
91 %
(22 mmol) 25ml 1,2— 20 ml
24
1,2—
(I11b) 163-165 73 %

- 'H NMR (CD,CN): & 1.65 (d, *Jyy = 6.58 Hz, 6H, CH,CH),
4.34 (s, 3H, CH3;N), 5.03 (sept, 3Jy,; = 6.58 Hz, 1H,
[CH3}2C_HN), 10.22 (s, 2H, H/\]»O]%)'

- 3C NMR (CD4CN): & 21.51 (s, CHyCH), 38.71 (s, CH,N),
58.88 (s, [CH;],CHN), 120.35 (q, *Jop = 320. 1 Hz, CF,),

145.22 (s, 2C,ag) -
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[J. Prakt. Chem., 1988, 330, 3, 325]

1,2—- 3 2
, 1,2—-
(1nd) 69 % :
- 'H NMR (CD,CN): & 3.04 (s, 3H, CH;), 4.19 (s, 3H,
CH3N), 7.8-8.1 ( w43 3= ., 10H, 1 #H4¥ H),
10.51 (s, 1H, H,q5).
- 13C NMR (CDyCN): & 12.31 (s, CH,C), 38.04 (s, CH,N),
126.70 (s, 2 #Yd cH), 128.02 (s, w49 <), 128.49
(s, 2 #d CH), 130.07 (s, dd <€), 131.56 (s, 2
#ld cH), 131.83 (s, 2 #Y CH), 134.04 (s, 1
Wd  cH), 135.88 (s, 1 #9 CH), 120.35 (q, Jgp =
320. 1 Hz, CFy), 145.58 (s, CH ,,.), 157.66 (s,
C xozCHy) .
CH 1Jey = 240 Hz
5. (llle)

e

[J. Prakt. Chem., 1988, 330, 3, 325]
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- 'H NMR (CD,CN): & 4.08 (s, 3H, CH;N), 4.20 (s, 3H,

CH;N), 4.46 (s, 3H, CH,N), 7.8-8.1 ( wu¥s = ,

106, 5 dd H), 10.16 (s, 1H, H,,,).

- 'C NMR (CD;CN): & 37.88 (s, CH,N), 38.36 (s, CH,N),

39.42 (s, CHN), 130.78 (s, 4 C), 131.97 (s, 2
sd CH), 132.15 (s, 2 #Hd CH), 137.35 (s, ¥4

CH), 131.83 (s, 2 #d CH), 120.35 (g, *Jop = 320.1

Hz, CF3), 147.35 (s, CHpy,4 ), 156.48 (5, Caz).
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[J. Prakt. Chem., 1988, 330, 3, 325]
12— 3 2
, 12—
(nf) 95 % , 194.4
- 'H NMR (dg- o}#|% ): 6 3.35 (s, 3H, CH,C), 4.46 (s,

3H, CH;N), 4.69 (s, 3H, CH;N), 4.77 (s, 3H, CH,N), 10.77

(s, 1H, Hygz ).
- PC NMR (dg- ©MAI¥ ): 6 10.53 (s, CH,C), 35.91 (s,

CH3N), 36.26 (s, CH3N), 37.99 (s, CH3N), 120.35 (q, Jqp
= 320. 1 Hz, CF3), 145.35 (s, CH,ug), 157.31 (s,

C xjojz CH3) .



2002-0005366

Q)
7. Ag(D) (1a)
Ia CH.
cH, -
N
L
/ N
" e, 2CF,30;
0.4 g (2.4 mmol) (THF) 1 (ma) 1 g
. 2 . THF— ; TH
F 10 mi . , ( (111a) 8
2% ).
- 'H NMR (CD;CN): & 4.01 (s, 3H, NCH,), 4.19 (s, 3H,
CH;N-NCH,), 4.22 (s, 3H, CH,N-NCH,), 9.72 (s, 1H, CH)
- 13C NMR (CD,CN): & 37.2 (NCH,), 38.5 (NCH,), 38.6
(NCH;), 121.1 (q, 'Jcp = 320.1 Hz, CF,;), 144.8 (CH),
189.2 (CAg).
8. Hg(l) (Ib)
Ib CH, CH’ C.H,
CH, N/ NN e
~ ¢
T Q\C———ng'-'—c/ |
[ \ /N\
Cﬁ \CH céN s
& : : 4 CF 50,
0.16 g (50 12 ) (DMSO) 1 ml
(THF) 20 ml 5 (llle) 0.43 g .
24 . . THF
(lb) 85.4-87
(llle) 86 %

- 'H NMR (CD,OD): 6 4.70 (s, 12H, NCHy, %Jy 4, = 12.8),
4.29 (s, 6H, CHyN, *Jy .. = 8.5 Hz), 7.9-8.2 ( 7]ilg)
¥3, 10H, #9d  H).

- >C NMR (CD;OD): & 38.79 (CH;N-NCH;), 41.75 (NCH,),
121.1 (q, Jep = 320.1 Hz, CF,), 156.88 (C-Ph,
(?3+23)c_yg = 86 Hz), 183.78 (CHg, Joyg = 3275 Hz).

- 10 -



4.42-4.41 (2s,

(CH;N), 121.1 (q, Jgp = 320. 1 Hz, CF;), 130.5, 130.8

H NMR (dg- OMAIE )
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0.15¢ .
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(llle) 2.4 g
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9
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C), 153.4
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, 10H,

vd

.88-4.84 (2s, 6H, NCH;), 4.54-4.49 (2s, 6H, CH;N) ,

3C NMR (CD;0D): & 37.0 (CH3N), 37.9 (CH,N), 38.4

(C-Ph), 188.2 (C-Ni).
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11.Ni(I1)
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If

0.30 g

'H NMR (dg- oMI¥ ): 6 4.88-4.84 (25, 6H, NCH,), 4.54-

4.49 (2s, 6H, CH;N), 4.42-4.41 (2s, 6H, CH,N), 2.63

6H, C-CH,).

- 13C NMR (CD,0D): & 13.86 (C-CH;), 36.1 (CH;N), 37.6

(CH;N), 38.5 (CH3N), 121.1 (q, 'Jgp = 320.1 Hz, CF,),

154.8 (C-Me), 187.6 (C-Ni).
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- M NMR (dg- OFHIT ): 6 4.38-4.35 (2s, 6H, CH;N), 4.68-

4.65 (2s, 6H, CH;N), 4.99-4.96 (2s, 6H, NCH,), 9.32 (s,

2H, CH).
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) ,
(Ie) 51 %
- 'H NMR (d,-DMSO): & 7.8-8.1 ( ¥4, 10H, A9 H),
4.49-4.53 (2s, 6H, NCH,), 4.21 (s, 6H, CH,;N), 4.10-4.13
(28, 6H, CH;3N).
- *C NMR (d,-DMSO): 6 37.2 (CH,N), 38.3 (CH,N), 39.9
(CH;N), 130.1, 130.9 and 134.5 ( ¥4 ), 152.4 (C-
Ph), 174.5 (C-Pd).
X
13.Pd(ll) (19)
Ig
CH, CH,
o e
N D C—w=Pg==—C - i
LN '
e/ ! N\ ,/"\
/ N\ ! N CH
CH cH, (= :
21
6 (If) 0.425g ,60ml  THF 0.112 g
0.30g . 2 .
, 30 /
) (9) 206 — 212 (
). ;
(f) 60 %
- 'H NMR (ds-DMSO): 6 4.41-4.40 (2s, 6H, NCH,), 4.29 (s,
6H, CH;N), 4.16-4.15 (2s, 6H, CH;N), 2.95 (6H, C-CH,).
14.Ni(0) (1h)
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A
1 ml 40 ml . 380 660
60 ml 6 (1nf) 2.0g C )
1
. ] 3 2 1 20
0 ml . (1h) :
, 30 / : (1h)
: ). (1f) 26 %

- H NMR (dg-DMSO) : 6 4.00 (s, 6H, NCH;), 3.99 (s, 6H,

CH;N), 3.78 (s, 6H, CH3;N), 2.72 (6H, C-CH;) .

1982 1 1906 ! (CO)

X
- 28.99 % ( 28.89 %)
- 3.36 % ( 3.63 %)
- 12.39 % ( 12.62 %)
B
150 mg ( 10 )y 10 ml 10
(1d) 0.2 g
: : A(
) : (d) 48 %
A b
15.Rh(1) aj)
lj cH
CcH, /N/ ?
N @ C —=RhI(CO), I
C—
CH/, N

CH,
CF,S0,
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THF 10 ml ( ) 0.277¢9 , THF 40 ml 6
(111f) 0.456 g 0.16 g . 50 2
anf)y 70 %
- M NMR (dg-DMSO): & 4.47 (s, 3H, NCH,), 4.28 (s, 3H,
CH,N), 4.20 (s, 3H, CH;N), 2.96 (s, 3H, C-CH,).
- 13C NMR (ds-DMSO): & 10.5 (s, C-CH;), 35.2 (s, NCH,),
36.8 (s, CH3;N), 37.9 (s, CH;N), 154.2 (s, C-CH,), 183.0
(d, 'J(Rh-C) = 82.9 Hz, CO), 188.1 (d, J(Rh-C) = 42.2
Hz, Zk=4 ©).
1975 ~1 (CO)
16.Rh(1) (k)
14
CH,
CH, N/
\N/ \
: @ € —==Rh’(CO), [{3)
C
RN
H CH, X
2 CF,S0,
THF 10 ml ) 0.200 g , THF 10 ml 1
(111a) 0.16 g . 50 15 .
, (1) k) 67
%
- 'H NMR (d¢-DMSO): & 4.20 (s, 3H, NCH;), 4.22 (s, 3H,
CH,N), 4.25 (s, 3H, CHyN), 9.66 (s, 1H, CH).
- 1’C NMR (d4-DMSO): & 38.6 (s, NCH;), 38.7 (s, NCH,),
39.1 (s, CH3N), 37.9 (s, CH;N), 121.1 (g, *Jop = 320.
1 Hz, CF,), 145.5 (s, CH), 186.1 (d, 'J(Rh-C) = 76 Hz,
co), 187.9 (d, 'J(Rh-C) = 43.3 Hz, =M ().
2029 (i) ' 1985 (m) ~'(Cco)

17.Rh(1)

)
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- :75h 1 (
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, 16
80 3 ,
- 196 %
- : 100 %
— / 1 25/75
- 279 h ™t (
(57)
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[(Z" X7 )m ML, 1Y
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