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Me,SiO
Y—N
®@ @® @® @® @® @
@ , 200433, @ , 300071. Email: xgzhou@fudan.edu.cn)
3,5 (HPzMe,) THF (CHo) Y , [(CsHy)-
Y (h*PzMe)(mPzMe))], (1) [Y(h*PzMe,),(mPzMe,)(mTHF)], (1I),
: I X : : P1,
:a=1.079 8(1) nm, b = 1.081 8(1) nm, ¢ = 1.131 3(1) nm, a = 76.914(2) °b = 68.940(2)° g =
60.510(2)° ¥ = 1.071 5(2) nm?, Z = 1. R = 0.044 5. ,
, MeSO 1 Ln—N( ) , [(CHo)Y- (h*PzMe;) (m
OSiMe,PzMe,)], (1II), Il Ln—N( )
[1-5]
MO &8, : [Me,SiQ]
M—N 3.4,
, [Me,SiQ] Ln—N(mPzMe,)
Ln—N (h2-PzMe,) , 3,5-
Cps..Ln(PzMe,), (x=1, 2) , Cp CpH
1] Cp = 1]
1 2 3,5 ;
Cp , , 3,5-
(3 )
? , [Me,SIO] Ln—N( )
2 [Me,SiO]
Ln—N , [(CHy)Y (h%-PzMe,)(mPzMe,)],  [Y(h*-PzMe,),(m
PzMe,)- (mTHF)], [Me,SiO] Y—N
1
Schlenk , Ar . (THF)
, : LiAIH,
(CsHy),Y® 3, 5- (10 ; ,
.C,H, N CHN-O ; NICOLET FT-IR 360
; HP5989A ; EDTA .
(1) [(CHy)Y (h3-PzMe,)(mPzMe,)],( 1) . 0.205 g (0.72 mmol) (CsHs),Y 15
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mL THF 2 HPzMe, (0.138 g, 1.44 mmol).
72 h , 10 mL 2 , 021 gl
, 85%. (%): C, 52.51; H, 5.62; N, 16.04; Y, 25.52. (%) (

CisHiN,Y ): C,52.34; H,556; N, 16.27; Y, 25.83. IR (cm'%): 3072, 1594, 1 545, 1 462, 1 378,
1306, 1154, 1 030, 1 012, 778, 670, 495, 466, 410. MS: 344 (M), 279 (M-CH,), 248 (M-HPz-
Me,), 184 (YPzMe,), 154 (C;HsY), 96 (HPzMe,), 65 (C;H,).

(i) [Y (h2-PzMe),(mPzMe,)(mTHF)](1I) . 0.242 g(CsHs),Y (0.74 mmol)  0.216
g HPzMe, (2.25 mmol) 20 mL THF 72h
4 mL, , 015¢g , 54%. (%): Y, 19.27; C,
51.24; H, 6.68; N, 18.71. (%) ( CyHsONLY )i Y, 19.94; C, 51.12; H, 6.55; N,

18.82. IR (cm'!): 1 516, 1 252, 1 316, 1 170, 1 090, 1 044, 1 007, 932, 890, 794, 768, 663, 495,
466, 410.

(iil) [Me,SiO] Ln—N( ) : I (0.200 g, 0.58 mmol) THF(10 mL)
0.10g THF , 48h 3mL,

, 012g [(CsHs)Y (PzMe,)(0OSiMe,PzMe,)], (1) , 49%.
(%): C, 48.54; H, 5.94; N, 13.45; Y, 21.11. (%)( C;;H,sON,SIY ):C,48.80;

H, 6.02; N, 13.38; Y, 21.25. IR (cm%): 3 120, 3090, 3 065, 1 541, 1 516, 1462, 1440, 1334, 1
325, 1 252, 1 142, 1 044, 1 011, 943, 824, 798, 771, 762, 663, 488, 480, 458, 425. MS: m/z = 771
(M-CiHs), 741(M-PzMe,), 675(M-CiHs-PzMe,), 427(Y(OSiMe,PzMe,),), 353(M/2-CoHs), 323
(M/2-PzMe,), 210 (Y,0,), 169 (OSiMe,PzMe,), 154 (C;H.Y), 96 (PzMe,), 65 (C<H).

(iv) [Y (h-PzMe,),(mPzMe,)(mTHF)], . 0.25mm” 0.20 mm”~
0.10 mm , Ar Lindeman , 293(2) K Bruker Smart 1000
, MoKa (I =0.071 073 nm), w-2q 1.93
<(<26.39 , 5044 , I1>2s () 3213
SADABS : (SHELX-97)
, R=0.044,R,=0.0943[ I>2s
(1)]. Bruker Smart
, P1, :a=1.079 8(1) nm, » = 1.080 8(1) nm, ¢c=1.131 3(1)
nm, a = 76.914(2)° b = 68.940(2)5 g = 60.510(2)% ¥ = 1.071 5(2) nm®, Z = 1, D, = 1.384 g/lcm?,
F(000) = 464. 1, 2.
2
2.1 I I
: HPzMe, (CsHs)sYb 3,
, HPzMe, (CsHs),sY [ ),
o2 ). Y3t Yb?*
, Y—C(h5-C,Hy) .
2(C;Ho),Y + 4HPzMe, %%® [(CH.)Y(PzMe,),], + 4C.H, (§0)]
2(C;Ho),Y + 6HPzMe, %3:® [Y(PzMey)y(THF)], + 6C.H, (2
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1 ( 10%
X y z U 10°/ nm?
Y(1) 651(1) 9 459(1) 8327(1) 37(1)
N(1) 1968(3) 10 347(3) 8 946(3) 40(1)
N(2) 1495(3) 10 748(3) 10 170(3) 39(1)
N(3) 455(3) 11 093(3) 6587(3) 47(1)
N(4) - 645(3) 10 666(3) 6 849(3) 45(1)
N(5) 2818(3) 7539(3) 7 324(3) 45(1)
N(6) 1700(3) 7113(3) 7823(3) 44(1)
o(1) 1296(2) 8 074(2) 10 462(2) 41(1)
c(1) 3184(4) 10 547(4) 8 316(4) 45(1)
c(2) 3494(4) 11 074(4) 9 115(4) 53(1)
c(@3) 2 426(4) 11 187(4) 10 264(4) 44(1)
c(4) 3085(5) 10 228(5) 6 955(4) 72(1)
c(5) 2232(5) 11 725(5) 11 453(4) 65(1)
c(6) 289(5) 12 080(4) 5 627(4) 56(1)
c(7) - 897(5) 12 308(4) 5 260(4) 61(1)
c(8) -1 455(4) 11 414(4) 6041(4) 48(1)
c(9) 1.300(6) 12 778(5) 5 086(5) 87(2)
C(10) -2 746(5) 11 230(5) 6 073(4) 71(1)
c(11) 4073(4) 6 418(4) 6 790(4) 53(1)
c(12) 3781(5) 5 274(4) 6 937(4) 63(1)
C(13) 2302(5) 5 746(4) 7 579(4) 53(1)
C(14) 5 519(5) 6 505(5) 6 162(5) 80(2)
c(15) 1 411(6) 4 936(5) 7 990(5) 83(2)
C(16) 2 869(4) 7507(4) 10 423(4) 52(1)
c(17) 3185(5) 6 193(5) 11 291(5) 71(1)
c(18) 2 262(5) 5 613(5) 11 150(6) 87(2)
C(19) 881(4) 6897(4) 10 963(4) 51(1)
2 3
/ nm / nm
Y (1)—N(4) 0.231 4(3) Y(1)—N(@3) 0.232 3(3)
Y (1)—N(6) 0.232 6(3) Y (1)—N(5) 0.233 4(3)
Y (1)—N(1) 0.240 9(3) Y (1)—N(2A) 0.241 3(3)
Y (1)—0(1) 0.266 6(2) Y (1)—O(1A) 0.2735(2)
Y(1)—Y(1A) 0.377 4(1)
1) 1)
N(4)—Y (1)—N(3) 34.9() N(1)—Y (1)—N(2A) 120.5(1)
N(6)—Y (1)—N(5) 34.7(1) O(1)—Y(1)—O(1A) 91.4(1)
N(4)—Y (1)—N(6) 101.5(1) N(4)—Y (1)—O(1) 161.3(1)
N(4)—Y (1)—N(5) 106.6(1) N(3)—Y (1)—O(1) 160.2(1)
N(4)—Y (1)—N(1) 122.8(1) N(6)—Y (1)—O(1) 79.3(2)
N(4)—Y (1)—N(2A) 91.1(1) N(5)—Y (1)—O(2) 84.8(1)
N(3)—Y (1)—N(5) 98.3(2) N(1)—Y (1)—O(1) 69.7(1)
N(3)—Y (1)—N(6) 114.1(1) N(1)—Y (1)—O(1A) 69.6(1)
N(3)—Y (1)—N(1) 90.5(1) N(2A)—Y (1)—O(1) 70.2(1)
N(3)—Y (1)—N(2A) 121.8(1) N(2A)—Y (1)—O(1A) 69.4(1)
N(6)—Y (1)—N(1) 122.4(1) Y (1)—O(1)—Y (1A) 88.6(1)
N(6)—Y (1)—N(2A) 90.4(1) Y (1)—N(1)—N(2) 120.1(2)
N(5)—Y (1)—N(1) 93.8(2) Y (1A)—N(2)—N(1) 119.3(2)
N(5)—Y (1)—N(2A) 123.9(1)
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, LnCl,
(s HO(CeFs), 0,
,  Lng(mPzMe,)q(h%-PzMe,),(m-O)Nay(THF), (Ln
=Y, Ho, Yb, Lu) , . (CHy)sLn  HPzMe,

2.2 Me,SiO Y—N
| , Me,SiO Ln—
N [(CsHy)Y (h2-PzMe,)(mOSiMe,PzMe,)], (TI).
[(CsHs)Y (PzMey),], + [Me,SIO] %a® [(CsH:)Y (PzMey)(OSiMe,PzMe,)], (3)
: [Me,SiQ] [Y (h*-PzMe,),],(mPzMe,)(mTHF)], Y—N( ) :
. THF , Ln—N( )
, [Me,SiO] Ln-N( )
I~1I N .3 488~495
458~466 cm't Y-N(h?*PzMe,) Y-N(mPzMe,) sl I I
3070,1440,1010 775cm? CsHg , I 80 1045cm?
THF . I I , PzMe,
OSiMe,PzMe, ,
2.3 I
1 , I THF
Y3 4 N , N THF O
: 4,4- : N(3), N(4) O(1A)
N(5), N(6) O(1) , N(1) N(2A)
0.232 4(3)nm, (0.241 1(3) nm)
) Y—N(C ) Y—N( ) [(CsHs)Ho(PzMe,)-
(OSiMe,PzMe,)],®  [(CH,Me)Ln(PzMe,)(0SiMe,PzMe,))], (Ln=Y b, Dy)!***!
,Y—0  ( 0.270 0(2) nm) Y—O (THF) [,
. [Cp,Ln(mOR)], , Y—O—Y 16> 20° O—Y—O
1849, . Ln,O, Ln,N,
, Ln,0, (89.4°).
69.0°
, ., Ln(PzBU,)4(THF), (Ln=La, Nd,
Gd, Er) 12 [Y(h*PzMey),(mPzMe,)(mTHF)],

[16]

: THF Y3
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, [Y (h*-PzMe,)(mPzMe;)(mTHF)],
0] , Ln—N( ) , [Me,SiO]
Ln-N(PzMe)) . [Me,SiO] Ln—N(PzMe,)

( 1 29872009).
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