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(Cp"Rh),Cly(u-Cl), (1) (Cp" = n’~Bu,CsHs) AgSO;CF;
, (Cp"Rh)»(n-C1)3[SO5CF3] (2). AgSO;CF;
[(Cp"Rh)y(u-CI)][SO5CF5], (3). 3 — ,
14 [(Cp"Rh)y(1-Cl)a(p-pyrazine),][SO:CFs]4 (4).
, , X 2 4
2 3 ;4 14 ,
0.3748 nm x 0.7027 nm, , 0.3510 nm,
[m, 5 .
1=31 (C,H, N) Elementar vario El
pd*, pt* , , Nicolet AVATAR-360IR
13 , Re(CO);X (KBr ), 400~4000
(X = Cl, Br) tel, cm™', '"H NMR Bruker DMX500 ,
, m 18] T™MS , CDCl;
: , () (Cp"Rh),(u-C1)3[SO5CF;3](2)
Re, Rh, Ir, Ru =111 ) ,  Ag SO;CF;
, (26 mg, 0.1 mmol) (Cp"Rh),Cly(u-Cl), (70 mg,
, 0.1 mmol) 30 mL CH,CI, , 1h,
; R R s 5 mL,
> -18 , (62 mg) s
, : 76%,; IR(KBr)cm_I: 3068w, 2969w, 2870w,
1490m, 1374m, 1261s, 1144s, 1031m, 637s; '"H NMR
n2.131 Cp'ReCl, 24 (CDCly): 1.31 (s, 36H, 'Bu); 5.81(d, 4H, Cp"), 6.18(t,
[CpRe(Sex)( p-Se:l,  [Re(p-Se):; 2H. Cp: (CoHoOuF:CLRBS), - (%):
Re cp' ’ C39.75,H5.19; (%): C 39.60, H 5.36.
. () [(Cp"Rh)4(u-Cl)4(p-pyrazine),][SOs-
(Cp"Rh),Cly(u-Cl), (cp* Tl () ' ’
= 0 -BuyCsHs) ’ 16 AgSO;CF5(52 mg, 0.2 mmol) (Cp"Rh),Cly(p-
( 1, Cl); (70 mg, 0.1 mmol) 30 mLCH,Cl, s
3h, , ,
1 (8 mg, 0.1 mmol), 2h 5
() mL, , 0 , (70
, Schlenk mg) : 68%; IR(KBr) cm™: 3100w, 2969m,

(Cp"Rh),Cly(u-Ch(1)
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1488m, 1423w, 1376m, 1263s, 1163s, 1031s, 812m, 638s;
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A\
AgSO,CF, [SO.CE.] AgSO,CF,
CH,CI, CH,Cl,
2
Wl /s
Rh—N/ \N—Rh
2C,H,N —/  /\ I
[SO,CF;], cr C [SO,CF,],
N \/ >
Rh— N —Rh
Wy
3 4
1 4
'H NMR(CDCly): 1.31 (s, 72H, ‘Bu); 5.82 (d, 8H, Cp™), 0.071073 nm) , 293 K
6.22(t, 4H, Cp™); 8.67, 8.97(d, 8H, pyrazine);
C64H92F12N4S4012C14Rh4, (%) C 3807, H ’
4,59, N 2.77, (%): C 38.58, H 4.62, N 2.98. ’ ’
() . 2, 4 ’ ’
, CCD-Bruker Smart APEX SHELXTL ) 2,4
, MoKa (4 = L.
1 [(Cp"Rh),(u-Cl);][SO5CF5] (2)  [(Cp" Rh)4(n-Cl)4(u-pyrazine),][SO;CFs]4 (4)
2 4- CH,Cl,- Cg¢Hy,
Cy7H4203F;CI3Rh,S C74H112Cl112F 12N401,Rhy Sy
815.86 2442.96
P2,/n P2,/n
a/nm 1.5164(2) 1.41202)
b/nm 1.2591(3) 2.2435(3)
¢/nm 1.8388(2) 1.7048(2)
L) 105.434(3) 107.331(2)
V/nm® 3.0108(9) 5.1553(13)
0.20 mm><0.15 mm><0.15 mm 0.30 mm><0.25 mm><0.10 mm
/g- em™ 1.703 1.574
/K 298 293
260/(°) 3~50 3~50
7863 21435
7322 9095
R[I>20 ()] 0.0859 0.0519
R(WF) 0.1640 0.0970
GOF 0.879 0.765
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2
(Cp""Rh),Cly(p-
Cl), AgSO;CF; AgCl  Cl
, 2,
'H NMR 5=131
201 2
, 3.
3 ,
3 , 14
4, 'H NMR
(5= 8.67, 8.97). , 2 4
2 2, 2 [(Cp"Rh),(1-Cl)3][SO5CF5]
2. CI(1), CI(2), CI(3) , .
o ’ (R-CD]x(81.71°, 98.29°) : [(Cp'Rh)y-
(1-C1);][PtCIs(CH;CONH,)] (82.34°, 81.57°)
CI(1), CI(2) CI(3) , 3 s ’ ’
Cp” ’ 2. 4 Rh
, [(Cp M), (u-OH);]" (M = Rh, 14
Ir)m’* ; 0.3748 nm x 0.7027 nm, :
[CpRRX(u-X)L(X = CI. B, [(CPR)(1-Cl)s(p-4.4-
’ dipyridyl),] (SO5CF3). 0.368 nmx1.1445 nm/'2.
Rh  Rh 0.3238 nm 4 , Rh(1)-Rh(la) Rh(2)-Rh(2a)
[Cp RhCI(p-CD], (0.3719 nm)",  [(Cp'Rh)y(u- 0.7952, 0.7976 nm, ci(l)
C1);][PtCls(CH;CONH,)]"®! (0.3216 nm) JRh-Cl 2 0.3148 nm, Rh(1) Rh(2) 0.3748
(0.2379(2)~0.2439(3) nm) [Cp RhCI(u-Cl)], am. ’
[(Cp Rh),(p-Cl);][PtCls(CH;CONH,)] Rh-Cl 0.3510 nm, o
(0.2464(11), 0.2452(10) nm). CI-Rh-Cl Rh-Cl- Rh
79.31°  84.02°, [Cp RhCl-
2 2
2 4
/nm /(°) /nm 1(°)
Rh(1)-CI(1)  0.2439(2) Rh(1)-CI(1)-Rh(2)  83.65(5) Rh(1)-N(1) 0.2125(6) N(1)-Rh(1)-CI(1) 87.88(18)
Rh(1)-CI(2)  0.2379(3) Rh(1)-C1(2)-Rh(2)  83.79(8) Rh(1)-CI(1)  0.2444(2) N(1)-Rh(1)-CI(2) 88.00(19)
Rh(1)-CI(3)  0.2433(2) Rh(1)-CI(3)-Rh(2)  84.62(16) Rh(1)-CI(2)  0.2451(2) N(2a)-Rh(2)-CI(2)  87.60(17)
Rh(2)-CI(1)  0.2416(2) CI(1)-Rh(1)-CI2)  79.35(7) Rh(2)-N(2a)  0.2123(6) N(2a)-Rh(2)-CI(1)  88.20(19)
Rh(2)-CI(2)  0.2469(3) CI(1)-Rh(1)-CI(3)  79.28(5) Rh(2)-CI(1)  0.2444(2) Rh(2)-CI(1)-Rh(1)  100.15(8)
Rh(2)-CI(3)  0.2377(5) Rh(2)-CI(2)  0.2451(2) Rh(2)-CI(2)-Rh(1)  99.74(7)
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