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247 R 2@ &7 (condenser )7} TH]E 5 L 3-8 3 vlek Zaka=o) ) Mo(00)6(150 g, 0.568 mol)E =
Adstar, o]ojA, 40 OMIEHE%(Z L)& TR, EFES 0TAA A& 97] st 16A12F WA 24
3} 2. BEFoA o 1*‘4 Co 7}* H“JM %%}5111 &S

IA7F fNo 2 HE AAE .
A, AAE] 7l53d 3 wo| AAIHEE 3}
(200 mD) 2 AFHsATE. AF oA Hdx
TEL oF 155 g(84%) 0] AT},

1L &2 vg Z8kxae, 282 ¥r(glove box)ollA AF stel=gFo]=(Nal)(11.5 g, 0.48 mol)E F %13}
Aok, F HEGSO)| =2 FH(THF) (500 m1)S #H7lstar, dEde 30T AH3s] whksiidh. 23t 27
(dropping funnel)& A FA| 3lol] F23 ths, of7|o] EivdddAte]Z 2 Elr}e] <l (MesSiCpH)(66.3 g,
0.48 mol)& FHsIch. 18 s, Me;SiCpHE wHHEl Nal dedo] A3 H7istadnt. A A§-olAd, vt
$o A= BEE oF 15% WA 20% H7EEE Fof gl on, O™ ggos A Aol A3 SEoA
AAHAT. Aok, BE MeSiCpHE H74stm ud, F71EQ 4 de] BEHA kS wzbx] W

stlom, o714, S]] HUd(clear pale) F4/7NA4 & (Na[Me;SiCpl)ol F4 = At

5L 5 v ZekaF0dAM, No(C0)o(MeCN)o(2-Me-L=)C1(155 g, 0.477 mol)S FH3lar, 4= THF(1.5 L)&
A7yske], eAA M gAS RGO oo Na[Me,SiCp]l &S EeS Fa] oF 1At 2A A A 3]
HArbstadch, AR HA &AS Aol WA wrkstglon, of7]4, NaCle] #YD(pale) FHEo] FAHH
Ak, EWE TS st AAsIGoH, 1Y v, IAFES @2 x 1 L)oRE FE3UT *M% A /7
A gs AEelol s oagt v, &vilE e o3 =

1A Al (crude) =dE 1307C/0.5 Torrell A SHAIZA L™, 7|4, A/ QA A /A-&§4 1LAE F53¢

SH(E84 300C).

MesSiCpMo(CO)o(2-Me-2E) 9] & = F 100 g (Mo(CO)sZH-H 51%).

HNMR (CeDg): & 0.20 (s, 9H, SiMey), 1.72 (m, 5H, &E-Me, &H-H1), 2.63 (s, 2H, &H-H), 2.62 (s, 2H
adH-f), 4.74 (s, 4H, Cp-H).

12 MesSiCpMo(CO)o(2-Me-E) o] TGA EES TAI8t QJtt.

AAd 2: EgdgAr ol F2dAElttoldd EEHY tolglEryd  2-rert-FEEE  (MesSiCpMo(C0),(2-
tBu-&=) 9] A=
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2 Apgete] e golo] A4 ArksiTh. A7 Bekel, LA /A Ae] FHHEYom, (0 S
gtk EHRE 60TOIA WAl WS Ei o o)) (0 WAl BAHA e wrk muskeith

Mo L
iy = oo
N

o] HkZoA] HAAEo] F5HA gttt do g5y UH, EFES ARom YAAN b, §E %
sloll  AABF], @AM/ AN mAE Y Ay aAE RAF o sl AR},
Mo(C0)5(MeCN)5(2-tBu-LE)Br& <F 73 g(96%) &2 FE3}9 T},

1L S vg Zgtade, 28X vraoA 2F sto|=lo]=(Nal) (4.4 g, 0.183 mol)E ZAst. F4

THF(200 m1)E H7lstar, dEgAS 30TCoA AE3s| wdtsldot. H3t Z2u71& 24 AR dho] F-z3 g

ol 7]e Egwgadrto] FE2sElrto] al(Me;SiCpH) (25.3 g, 0.183 mol)S Z=Astgct. 29 the, Me,SiCpHE

WHkE Nall @E o] AA3s] H7petgict. dF FolA], w39 JiAe =28 9 15% WA 20% H7FsE o

AR oy, O3 gole F4 Aol dAd &holx AT dwh, BEE NeSiCpHE HUbsta

U, FrhEel 4 BAo] AR oS wzkA] WS AL o, oriA, Felo] Hd A/ o R A
0 p=j
k=1

’ =<} fus
Soo] FAEJMTY. ¥ v, AdE &9& AMEHE ARES] S5 THR0.5 L) S Mo(C0)2(MeCN)2(2-

Bu-%)Br(73 g, 0178 moDel Felo] MM S YR dHA Sae ALy
aratglom, o714, NaClel MY AAEol YHHAL. Su0E AF sl AAdGM, T e, AFE
S W2 x 0.5 OR FEFAG. AYE FHN EHES Awll 93} AR e, FUAA, ¢4

S 0.5 Torrol A SFAFHT. Ao WA Zgud 7t2RYd 7] A (based) EE-ES 60T WA 90TolA
Ao, o] 2xo QAR M} FFEI.

MesSiCpMo(C0)o(2-tBu-€d) (3|4 1A, &84 44-45C)¢ & = <F 35 g(50%).

H NIR (CDg): 6 0.19 (s, 9H, MesSi), 1.12 (s, 9H, tBu), 1.53 (s, 2H, &E-H), 1.70 (s, 3H, &H-Me),
2.83 (s, 2H, <™-1), 4.64 (m, 2H, Cp-H), 4.69 (m, 2H, Cp-H).

= 2% MesSiCpMo(C0)2(2-tBu-<3) 9] TGA Z3& =A|stal Ut}

Arq 3: EgdEddrolg2HAeldgoldd ETHd dolylEnd 1-EdEddde  (Me;SiCpMo(C0).(1-
Me:Si-<42) 9 AX

_22_



[0144]

[0145]

[0146]

[0147]

[0148]

[0149]

[0150]

[0151]

[0152]
[0153]
[0154]

[0155]

[0156]

[0157]

[0158]

[0159]

SS50ol 10-1819482

A7) wdky] 2 SE7|7F FHlE 5 L 3-8 T ovke ZEkaTol, Mo(C0)s(60 g, 0.227 mol)E FHstar, o]o
A, B oAEYEZ(0.8 LS 489 Y. EFES 90ToA Aix 7] skdl 1643 F<t gF3slo], 3}
A gdle FESY. 9 oA WEHdA ¢ o)A (0 7t wAo] #|EAE A ke wi7bA] WS AL
1S (RT) S22 YA s, 2(1-r2R-2-Z223-1-d)Ezueaazh(44.0 g, 0.19 mol

HhEl gdlol] A A3 H7Fsidd. ot EOPoﬂ QAR /A Mo] FAHQow, (0 BHAS T
‘—Jaaiv} EFES 60CANA WAl st on, o] 2%oA ©f o] (0 WAo] FFE X oyl TIE
S H2o=m YzApen, ¥ v, %HH% et shell AASIT. AAE edX A/ 2N uAE AT
Az 6}04 Mo(C0)2(MeCN) 5 (1-MesSi-2Z)Br& 96 g(97%) &2 553813},

2}

1L 5% vy 28236, 288 wrolq 4F dto]l=zglo]=(Nal)(5.5 g, 0.227 mol)E FH3A. F<¢
THF(300 mD)E #7tstar, FgAS 30CoA Ads] wwsiict. A3t Z2ur]|s A 9A] o] Fae g,
o] 7)o EgvedrtolZ 2 Elrto] Al (MesSiCpH) (31.4 g, 0.227 mol)& FHact. 9

wRkEl NaH @AEroel A A3 Hrrepglon, o71A, 4 dAo] dAe LA
MesSiCpHE ZH7betar v, F7hAQ1 F4 Aol #FHA &g w74 vhg&

A A/ QA gAo] G At

AdE gds MNEHE ALY THF(0.6 L) & Mo(CO)2(MeCN)o(1-MesSi-<=)Br(96 g, 0.277 mol)2]
ool A3 A7kseih, A4 SHA gele AeolA wl mukslon], o714, NaClel M HH ol
FAHT. S A sol AAstGon, 3 e, AFBS W@ x 0.5 DOw FEA. 44

= il
FEs Amelol s AHg ts, FTAA, HHA AAE FEST. AHES 130T/0.5 Torroll A 3
2

Me;SleMO(CO)g(l—Me;SI—OEL%) (7&1&1/9_@1}]&‘4 —‘—liﬂ, ‘g‘%;g 450(:)3] {,:.% = 585 g(MO(CO)hil?‘Ei 60%)

HONIR (CDg): 6 0.12 (s, 9H, MesSi), 0.25 (s, 9H, MesSi), 0.87 (d, 1H, ¢=H-H), 0.97 (d, 1H, <4=H-H),

2.57 (d, 1H, <=-f), 3.61 (m, 1H, <¢=H-H), 4.53 (s, 1H, Cp-H), 4.81 (s, 1H, Cp-H), 4.90 (s, 1H, Cp-
H), 5.04 (s, 1H, Cp-H).

T 38 MesSiCpMo(C0)y(1-MesSi-22) ] TGA EXE =AI8L Sdtt.

AA 4 FF-ELEERA QFES AMREA, 4 9 =] AAE T 3 Eud SAloj=o] F&

=
e}

=

=

=

o

=t
@

=%
~—
L
-
)
S
~—
@
=
—
e}

=

=

~—
~—
o
IS
)
ofh
a2
r o
N
Y
rlo
ol
ol
N
T
o
T
S

HAx EfQl: 1.0 s Mo A4 /5.0s N, HA /1.0s &F /5.0 s N, HA
3 Alo]E: 1000

Si el FAE WEel W XpS AMEZ L vl SEN AnA AR
FAE 71A Ze] vl Mz gE AFE0lA i SEMel ojs] S 3.

% o
S
i
%
vl
=
e
oX,
Lo
%
ol
(o
fr
>
e
alil

(MesSiCpMo(CO)o(2-Me-2 )& ZHQIE 2 7 vEelolA o 90T/AHA 7hdetar, AAE 'A 7Fkaz2A ARg-stho]
ALD ¥hE-7] W= dEeh v, oF 250T WA oF 350ColA oF 5% B/t FAskal, o]ojA of 10 &k H{A|8t

gk, 9E0)& WRAEA ASSm, 2Azel AolF B o 10 B AxHA, o b5E B

o 1
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HAsGY. AMEE 71l 474 oF 1 kA €4 Si0, 2 g2 Ulo]ElH(native) SAlolE FE& 7HH A FH o]

Ak, ALD £ sh7lel vehdt Sl

[0160] 714 e ¢k 250C
[0161] Te-HkgE: &
[0162] Ny B4 72 55 (MesSiCpMo(C0)o(2-Me-E) @ 9. &0 tial zZ+zF ¢F 10 scem
[0163] wWlo] 2 oke: ¢k 0.53 Torr WA 0.55 Torr
[0164] QeFE dx 3 oH: ¢k 2 5 Torr WA 2.6 Torr
[0165] 9% % oF 186 g/Nm U1A] 200 g/Nm
[0166] Hx EFel: oF 5.0 s (MesSiCpMo(CO)o(2-Me-<&) / 2F 10.0 s Ny HX| / 2F 10.0 s 2F& / ¢ 15.0 s N, ¥
A
[0167] %= A}l E: 200
[0168] 717 ol A2l MoO; BE2 BAS Aty oz 39353t
[0169] Holoa olgd TE EF @ FrEIAESL I AAr} & g agn B dAgdow Jeh gvhd
e BHES 98 2 &Y xgEY
[0170] cho] "y ettt "ol 9@ "2 EEE"2 wjA Yol 7| ks EstH o g A ojof g},
=9
=97
120 7
% Me3SiCpMo(CO)2(Me-2t &) 124080
100
80
S
40
20
o 0.3% 0.1%
0 1IOO 2(IJO I 3(I)O 4OIO SdO 60b
2c (0
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EEH2
110 .
Me3SiCpMo(CO)2(tBu-2&l) 123944
90
70
g
o
Ko 50
30 1
10 7
i 0.4% -0.2%
210 T T t T T T
0 100 200 300 400 500 600
2 (0
ZH3
1207
TGA1846 Me3SiCpMo(C0)2(Me3Si-2&l) 135944
1007
801
S
0
KO 60
40
20+
9.5% 0.3%
0 T T 3 T T T 1
0 100 200 300 400 500 600
2 (0 Universal V4.5A TA Instruments
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