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REAL, =47 UIF 2N DI T A ()T VBV &8 T /L% R (3
) B OVF T LT IR(9) RS SETAINGER (1) Z285E35 15 Tho,

[1k14]

M'Ys + RPOM? + R'NHLi — M'(NR')}OR);
(8) 3 9) (1)
P, MY, Y, R MP R ORERTRE R DA 7T, )
REAT, AHABE T CHIET 228N TE AMIRELEL TE, o ~F
IRV NI A= oS AN N N e e I SV N g
VREDRALAKRERR Vo F L m—TF L A TR L m—T L 1, 2— VAR

I B A FY TR Ty XTI AT )L —T )L Y D —
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[0055]

[0056]

[0057]
[0058]

TG BIRT HZERHR, 2B E AT UTIRA L THWAZER RS, IX
FKRBIIR T AFH U AT F S anF R ELL ~F
REUZAFELVY,

REAZBW T, SOGREEIZBRE IS, —80°CH 5150 COREPHA D Hi%
RENTIRFE TRIEESEDZE12XD, AIREEER (1) 2R LD Z L3 3Rk D, K
SRR B BRE IRV DS, ABRRIA D 15O 0 i BH PR 250 BB S 7= e
JESEDHZETED | AIREEER (1) ZUCEILAFHZ LB KD, AIREERR (1) DI
IRZEEH BAFRET, 15°CHH 110 CORMIPAN IR TOIRFR]AHASIEH] S it &
BAHZERELITAFELLY,

RUEAZBNT, BOGIET VT AT R FFIAR T TITOZERAIREER (1) DIX
PR VRTHELWY, F2, FEFTHL R a7 b (8) LLTit, Hififk=
AT N FIACS 2 B2V DSULER IS BB T E L, EBIT, R CHD T L h V4
JBT L a% LR (3T VT, MU T D ART-, TR AR TSI AIY LR T
DOLZEPIEEDR R VITHELLS, EVDIFVFU LR T THHZED G EL, T
HVEBT AaF R (3)1F, flZIET7 L a— AR OHET VA& B E K ESE 5
BT L a— LRPOHE T AF AN T L% K SSH 5 I Lo TR 52 208
HRD, FEFCHLVTF T LTIR (9) 1, 157'J%L&i?’/l/ﬂ'r/I/U?:?A(‘:7i‘/R1NH27§E}i
JESEAZLICIOFRT BN KD, 2O HIE TR TV h )48 TV
aFUR(3) BLOVTFULTIR(9) 2R THWAZEGFRETITHNDLZEE
ks, TAAVERT LaF R (3) BLOVT U LTIR(9) ZA— RN TRATR
WEUTRBL, 20FEEHATHZEH RS,

BEHITEAFEOAINEEA (1) 13, W H OB I IO BT 52 &3k D,

AFEPIDAINBER (1) ZJFBHI W T, =47 JUTF 2L G A BE T2
ZEMHRD, =T UFF VG TEIRORE TR BRE T V3, Bz
IXCVDEUFIALDIEIZ I =47 JUEZ 2V 5 A L2 RS 556120, (2
REER (1) 24 AL CTHAR HIibAG 375, H A3 5078 LT, Bl EmasL
TR AIRER AR (1) Z AdL, AT L AL T IV TR k)03
LT RREOF ¥V T HAEWREALT AT D)7k, UIAIREER (1) ZZ0
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[0059]

[0060]

[0061]

[0062]

FEH LI EL . ZNDHERALET e TMEAL TRALERIN TH AL 35051k
BREDBDDL, WIRET DB EITHODERELTE, 1, 2=V AN Z U7 T4
I NITTGA L, VAT TR TS0 /X T L AT )L —TF VD
T—T VR, ~FH U ruand s AT LT st v suagif
ST B FIE T T h NP LRy 2T LA BY | UL
DR FFRE IR T DHZERHRD,

AL THM RIS U7 AIREEIR (1) & K, BB SR, A 7 E DEOGHEN 2%
AP & To MRS 207 15 3R TS ST 7o AIREEAR (D) I 2B D UG A
ZPOSSELZET Lo TS T AW E G4 52 L3 2R D, 3 fRIZIMEZ T
HATRETHDHN, TTAN R EZPHLTHR VY,

PUF | A2 Sl KOS OBIZEEMNCIRIT 5, 72720 . AL b 5 E
BNZIRESNDHHDTIEZRV, Aok KPTIEIC BT, MeldAT /LA | Etid=
FARE PriZ 7o L iig Prid Y7 ae L B Bulitert— 7 F L% *Bu
ITsec— 7T LK%, Peldtert— U F N HEERT, dmeldl, 2— P ARF T2
[ AR S
(ZEH1)

(tert— 7 FNAIN) N rmn (1, 2—PARFL 28 ) =47 (Nb (N'Bu) Cl (dm
e)) DA

TNTHFEPRK T MrE30mLIC b =473, 48g(12. 9mmol) ZRFEX
B OKIB TEREILR D btert— 7 F/L 702, 87g(39. 2mmol) K, 2— Ak
Fo oz, 17g(13. Ommol) | Hifkdfigh (1) 4. 22g(31. Ommol) ZNEIZNZ 72
o IR TI2WF MR L 72 — 8" CTOIFIRIIG AL 223D i LT-, R HRIL
VAWBNS LT AR AT D8I I, IR A OREARS. 62g(10. Ommol) %
Pz, W78 %,

"H NMR (500MHz, C.D.. 6/ ppm)
3. 45(s, 3H), 3. 27(s, 3H), 3. 05(m, 2H), 3. 01 (m, 2H), 1. 33(s, 9H),
FEhifs] 1

(tert — 7 FILAIR) M (tert— 7 %) =47 (Nb(N'Bu) (O'Bu) 3) DERL
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[0063]

[0064]

[0065]

[0066]

TNIUFEHR T T, 7TV T T AONFH AR (1. 59M) 18, 9mLiZtert
— 7 Z =2, 24g%)NA T T30 ML, VTF U htert — 7 M gz
AR 7=, 2 END (N'Bu) Cl (dme) 3. 62g(10. Ommol) &ML 15mITH D
L7oHIZ N A, s8I LA L7, NEWE S L | AUEDO A 2
BT, SN R ERE T 5281280, MEAaOUIR2. 85g%157- (IN=ET74%)
"H NMR (500MHz, C.D.. 6/ ppm)

1. 38(s, 27H), 1. 37(s, 9H)
“C NMR(125MHz, CD.. 6 /ppm)
77. 5(br), 66. 2(br), 33. 8, 32. 9,

Nb (N'Bu) (O'Bu) ORI

T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
- CRIE L2 TG (BAEE BHIE) O I K O A S T AIRE £ 10°C/ min T
MEL=DSC CREEBBENT) DR REM UTRLT, TGHCVDIEEZIZA
LDEREOM B L TR KULRHEZ A L CNDZED DM, DSCHLEVLE
P R THHIED DTz,

Nb(N'Bu) (O'Bu) (PASRIEIE

Nb (N'Bu) (O'Bu) PESJEEMELIL25, 467CIZBVTO. 1Torr Tho1e
FEits] 2

Nb (N'Bu) (O'Bu) (PEL

TR BEIAR T T, (tert— 7 FILAIR) MR (PAF LT IR) =47 (Nb(N'B
w) (NMe ) ) 1. 06g(3. 59mmol) Z~F 4o SmUT N LI I Ctert — 75/
—/L810mg (10. 9mmol) ZAN %, HIL CT24REMIEEE L/ BRI 2L, 7%
WA T HILICED MO OWIRL. 17g24372 (IHE85%) . ZOHIKZEC D i
BALTH NMREOD'C NMRARZIMLEIELIZED S, FE M1 LR T A
I DEBIL, N (N'Bu) (O'Bu) ThHZL &R,

FEits] 3

Nb (N'Bu) (O'Bu) SOD/E.\EE
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[0067]

[0068]

[0069]

TV HEPE T T Nb(N'Bu) Cl (dme)4. 79g(13. 3mmol) &ML= 20m
LIZIED L, LiNMe Z~FHAZRES T (5. 3wt%, 38. 6g, 40. 1mmol)
Nz, IR CLUR R LT, REWZ AR TR E BRI A T2, ZOR
WHRICEH ENDRR G E i3 6720, — a7V 7 U THREME LT, fbitlo ik
BO'TT NMREO’C NMRAZMLVEHIEL . Nb(N'Bu) (NMe ) 234kl
TWDZEZMER LTz, Fi2, fHD NI O E B2 5 U CHRLH L= 3 (i
MNb(N'Bu) (NMe ) DG EIL, 3. 15gTh-7o (LR IHS0%) .

"H NMR (500MHz, CD.. 6 /ppm)
3.19(s, 18H), 1. 42(s, 9H)

“C NMR(125MHz, C.D.. 6/ ppm)
47. 3, 33. 7,

TR TR ORI, tert— 7 %/ —/12, 37g(32. Ommol) ZNZ, ik
TORFEIBEIR U VAT 2L R A AR 975281280, Waoiik2, 98
g3z (RR2; R 73%, TR R UZ U I#58%) . ZOiikzC D 178
ALTH NMREOYC NMRASYMUVERELTZEZ A, FERaH]1 & F ALk
LGS HL, Nb(N'Bu) (O'Bu) 3‘6%5:&%{@%L7’:0
FE it 4

(FaE )LAIR) N (tert— 7 %) =47 (Nb (NPr) (O'Bu) 3) DERL

TV HEPE T T Nb(N'Bu) (OtBu)SZ. 98g (7. 77mmol) Z 7/ mE LTI
14. OglZiEN L, BILCL7REBEEE L2, o727 me L 73 K ORI L - tert
— T FNTIEBIEREL RIEEZ KT 5281280, BEDOWIKR2, 3682157
(ULHE82%).

"H NMR (500MHz, CD.. 6 /ppm)

3. 72(br, t, J=7Hz, 2H), 1. 68(sext, J=7Hz, 2H), 1. 39(s, 27H), 0. 91
(t, J=7Hz, 3H)

“C NMR(125MHz, CD.. 6/ ppm)

78. 0, 65. 3(br), 32. 9, 27. 6, 12. 2,

Nb (NPr) (O'Bu) 3@%?%&57%)?
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T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
- CRIE L 72 TG Dl A K OV PR % 1 C HHIEE 10°C/ min THIEL 72DSC oD
FERERSITRUTZ, TGOHCVDIEFIIZALDE R E DM ERE L TRAF 2R LFS
PEAL TNDLIED DN, DSCOLEZENES RIFThHZ LN Dol
FEifs] 5
[0070] (Y7 HEAAIR) M (tert— 7 +) =47 (Nb(N'Pr) (O'Bu) ) DEK
TR PR T T Nb(N'Bu) (OtBu)SZ. 80g (7. 30mmol) Z~F > 3mL
BIOAY 7L 713, 0glZiED L, SBIRTLTRERIBER L, ~F o fEo
AT T I R ORIAE U stert — 7 TV T IV EBIERE B L BilE AR
HZEZED, W DWEIR2. 2554572 (INFES3%).
"H NMR (500MHz, CD.. 6/ ppm)
3. 94 (br, 1H), 1. 39(s, 27H), 1. 26 (d, J=7Hz, 6H)
®C NMR(125MHz, C.D.. 6/ ppm)
77. 7(br), 62. 6(br), 32. 9, 27. 3,
[0071]  Nb(N'Pr) (O'Bu) PRI
T %400ml minl TS E TWARAS T, FHR#HE10°Cmind 4
- CRIE L 72 TG Dl A K OV PR % 1 C HHIEE 10°C/ min THIEL 72DSC oD
FEREATIRUTZ, TGOHCVDIEFIIZALDE/ R E DM ERE L TRAF 2R LFS
PEAL TNDLIED DN, DSCOLEZENES RIFThHZ LN Dol
[0072]  Nb(N'Pr) (O'Bu) (PARSENTE
Nb (N'Pr) (O'Bu) PAELERE LS, 49°CIZIBNTO. 1Torr Tho7e,
FEifs] 6
[0073]  Nb(N'Bu) (O'Bu) JEFIOEND G A O R
Nb (N'Bu) (O'Bu) EIRRHEL T 20058 B2 T RBHRE40°C, Fv )
A A(Ar) i g 20scem, JUEHE 71100 Torr, AR A (Ar) it #220scem,, S
A (0 ) i it60scem, Kl EE400°C, SUBPEE/14Torr T, CVDIAIZLYSIO
2/ STEMR I VR 2 AT o 72, VERLL 72 Pzt S XE A T il CHIE L7z &
2% NbORHEXIR D S, e BEFLAE Xt 0 Yk ChEB L 722 25
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[0074]

[0075]

[0076]

el —=A 7 Tl BIEZSEMIZIOHEZRL72E ZA840nm Tho7-,
Fehifs] 7

(AF AR B (tert— 7+ ) =47 (Nb (NMe) (O'Bu) 3) DERL

TI U FE PR T T Nb(N'Bu) (O'Bu) (2. 43g(6. 34mmol) ZAF LTI D
ThRIERRT7 7R (2. OM, 100mL) (T2 L, il TL2RFMIR L7z, WM
QIRIDOATF LT IR L, R E HHET 5201080, AR, 22¢%
P (IHR56%) .,
"H NMR (500MHz, CD.. 6/ ppm)
3. 55(s, 3H), 1. 38(s, 27H)
“C NMR(125MHz, C D | § /ppm)
78. 2, 50. 3(br), 33. 0,

Nb (NMe) (O'Bu) PRI

T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
- CRIE L2 TGOS JL M O AR i CHIELEEE 10°C/ min THIEL72DSCD
FERERBITRUTZ, TGOHCVDIEFIIZALDE/ R E DM ERE L TRA 2R LFS
PEAL TNDLIED DN, DSCOLEZENES RIFThHZ LN Dol
(ZEH2)

(E=FAIR) P 7mr (L, 2= VAN v xs) =47 (Nb(NE) CL (dme)) &
Bk

TINZFEBR T, MLmr 80mLIZ il b =47"10. 9g(40. 2mmol) ZES
B, KR THHALARBSTT LTI 5. 57g(124mmol) 2L 10mLICE) L
TR M N, 2— P AT 3. 62g(40. 2mmol) | HALHEN (1) 16. 4g (12
Ommol) ZMAUZINA Tz, I TL2RFMIFEFEL721% . — 8 CTL2MpMm AL 7223 Hiffr
B L7z, NEWEASBL . ALV 2 3D 81280, IHE O FER
9. 46g(28. 5mmol) Z1F7=, UZT71%,
"H NMR (500MHz, CD.. 6/ ppm)
3. 71(q, J=7THz, 2H), 3. 42(s, 3H), 3. 15(s, 3H), 2. 97 (m, 2H), 2. 92(
m, 2H), 1. 11(t, J=7Iz, 3),
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[0077]

[0078]

[0079]

FEhifs] 8
(ZF AR N (tert— 7 /) =47 (Nb (NEt) (O'Bu) 3) DERL
TNIUEFEHR T T, 7TV T T AONFH AR (1. 58M) 19. 6mLiZtert
— 7% /=2, 30gx A TR T30 ML, VTF v htert — 7 Mo Mgz
WEL72, ZHEND (NEL) CL (dme) 3. 44¢(10. 4mmol) & L2 15mITiE
L7oHIZ A, SSi CTL2RF IR L7, NEWE SR L, AUDO A T 5
ELTe, FOIREZ R T 528128 MADIRIRS. 41g% 1572 (IE93%) .
"H NMR (500MHz, CD.. 6/ ppm)
3. 72(q, J=7Hz, 2H), 1. 35(s, 27H), 1. 20(t, J=7Hz, 3H)
“C NMR(125MHz, C D | § /ppm)
77.9,57.6(br), 32. 9, 19. 7,
Nb (NEt) (O'Bu) PRI
T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
HCHIE L= TGO R & O AR & T CHIRIEAE 10°C/ min THIEL72DSCD
FEREH6ITRUTZ, TGOHCVDIEFIIZALDE/ R E DM ERE L TRA 2R LFS
PEAL TNDLZED DN, DSCOBLEZENES RIFThHZ LN DTz,
FE it 9
(=F AR M (tert — R F 1A% Y) =47 (Nb (NEt) (O'Pe) ) DERL
TNIUFEHR T T, 7TV T T AONFH AR (1. 58M) 16. 2mLiZtert
— X F =2, 26g% A TEIR T30 BBIEL ., VF U Ltert — X0 F /LA F
VR EHR LI, 27N (NE) C (dme) 2. 85g(8. 57mmol) &Ml 12
mUIEENLTEIRICINA IR TL2RF IR LT, Nz S L, ST
WL E LT, (55N E AR 528128, I OiRS. 09g%45372 (UL
F91%).
"H NMR (500MHz, CD.. 6/ ppm)
3. 69(q, J=7Hz, 2H), 1. 58(q, J=8Hz, 6H), 1. 30(s, 18H), 1. 18(t, J=
7Hz, 3H), 0. 95(t, J=8Hz, H)
“C NMR(125MHz, C.D.. 6/ ppm)
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[0080]

[0081]

[0082]

[0083]

80. 0, 57. 5(br), 37. 8, 30. 6, 19. 6, 9. 3,

Nb(NEt) (O'Pe) PRGIHT

T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
HCHIE L= TGO R & O AR & T CHIRIEAE 10°C/ min THIEL72DSCD
FEREFTITORUTZ, TGOHCVDIEFIIZALDE/ R E DM ERE L TRAF 2R LFS
PEAL TNDLZED DN, DSCOBLEZENES RIFThHZ LN DTz,
FE 5] 10

(ZF AR N (I —=F )L —1—AF L7 e’ )L A% Y) =47 (Nb(NEt) (OC
Et Me) ) DE K

TNV FEHR T T, TF AT LONEHF AR (1. 58M) 14, 5mLIZ3— A
FIb—3—=_F )—2. 35g% MA TEIRTI0SMIEHEL, VFU Ll —=F L
— 1= AT RENNA RV R E LTS, Z0END (NEY CL (dme) 2. 55g(
7. 68mmol) Z ML 10mUTHE L EE I N B TL20 SR L7, A
WS L AHRDOEIE B £ LT, fRONT IR Z &R T 52 L1k,
DWRIR2. 677 F7= (ILEFET9%) .
"H NMR (500MHz, C.D.. 6/ ppm)
3. 72(q, J=7Hz, 2H), 1. 62(m, 12H), 1. 32(s, 9H), 1. 20(t, J=7Hz, 3
H), 0. 98(t, J=8Hz, 18H)
“C NMR(125MHz, C.D.. 6/ ppm)
82. 2, 57. 5(br), 35. 5, 27. 6, 19. 5, 9. 1,

Nb (NEt) (OCEt Me) ORI

T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
HCHIE L= TGO R & O AR & T CHIRIEAE 10°C/ min THIEL72DSCD
FERAERSITR Uz, TGOHCVDIEFIIZALDE/ R E DM ERE L TRAF 2R FS
PEAL TNDLZED DN, DSCOBLEZENES RIFThHZ LN DTz,
FEhifs] 11

(tert— 7 FILAIR) N (tert—~ U FLA%Y) =47 (Nb (N'Bu) (O'Pe) )P
Bk
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[0084]

[0085]

TNIUFEHR T T, 7TV T T AONFH AR (1. 58M) 5. 40mLiZtert
— K )=V T54AmgE A TR T30 FEEEL . VF U Ltert — X F /LA
SR HATRRILZ, 21 &N (N'Bu) Cl (dme) 1. 03g(2. 85mmol) L5
mUTEN LTI A S TORFRIRHE L 7o, RNEWES L, ALz
WERE £ LT, SN A R 52 L2k AWK, 11g%457- (IR
91%).

"H NMR (500MHz, CD.. 6 /ppm)

1. 60(q, J=8Hz, 6H), 1. 34(s, 9H), 1. 32(s, 18H), 0. 95(t, J=8Hz, 9H
)

"C NMR(125MHz, C,D . &/ ppm)

79. 5(br), 66. 0(br), 37. 7, 33. 7, 30. 7, 9. 4,

Nb(N'Bu) (O'Pe) PRI

T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
HCHIE L= TGO R & O AR & T CHIRIEAE 10°C/ min THIEL72DSCD
FERENTIRUTZ, TGOHCVDIEFIIZALDE/ R E DM B L TRAF 2R LFS
PEAL TNDLZED DN, DSCOBLEZENES RIFThHZ LN DTz,
FEifs] 12

(tert —~ L FLAIR) M) (tert — 7 /) =47 (Nb (N'Pe) (O'Bu) J DB

TNIUEFEHR T T, 7TV T T AONFH AR (1. 58M) 15. 8mLiZtert
— 7% /=1, 86g& AT T30 ML, VTF U htert — 7 Mo Mgz
PRI, ZivE (tert — XU FNLAIR) M7 (1, 2— VAN =) =47 (N
b(NtPe)Clg(dme))S. 13g(8. 37mmol) Z ML 1 2mUTERD L7 TN A,
EICTRFMBEIR LT, REWE AL | AR OEIABIERE 5 LTz, fohiik
AR T HILIEY MADOEIR2. 735457 (IFHE82%).

"H NMR (500MHz, CD.. 6/ ppm)

1. 66(q, J=8Hz, 2H), 1. 39(s, 27H), 1. 33(s, 6H), 1. 06(t, J=8Hz, 3H
)

“C NMR(125MHz, CD.. 6/ ppm)
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[0086]

[0087]

[0088]

[0089]

77. 7(br), 69. 0(br), 38. 6, 32. 9, 31. 1, 10. 4,

Nb (N'Pe) (O'Bu) SPRGIHT

TN % 400ml/ mint CTHRBESE COAERS T FAREHE10°C  mind 4
HCHIE L2 TGORE B OV AR S CHIEHE 10°C/ min CRIEL72DSCO
FERZX10IZR U, TGIOLCVDIEFIITALDERE DM EIE L TR A2 5L
HEALTNDZENR DN, DSCILEVENES BAF THAHZ LD o1,
FE B 13

(1, 1, 3, 3=TFIATNT FNAIR) M (tert— 7% ) =47 (Nb(NCMe C
H CMe ) (O'Bu) J OB

TNV EFEHR T T, 7T NNT T LOSNF R (1. 58M) 52, 6mLiZtert
— 7% )—)V6. 16g% A TR TIRFMEHEL VT U Atert — 7 M U R E
PRI, 2n& (1, 1, 3, 3=T AT LT FILAIR) Mrmna (1, 2— D ARF
T5)=A7 (Nb(NCMe CH CMe )Cl (dme)) 11. 53g(27. 7mmol) &1
T 50mUTEED LIS A, SR T L2RE BB R L=, REWZE S, A
DRI £ LTz, 130V RIE 28 T 528100 B BDIRIR9. 94g%
P57 (IHE82%)
"H NMR (500MHz, C.D.. 6/ ppm)
1. 88(s, 2H), 1. 48(s, 6H), 1. 40(s, 27H), 1. 09(s, 9H)
C NMR (125MHz, C.D.. 6/ ppm)
77. 8(br), 70. 1(br), 59. 0, 33. 3, 32. 9, 32. 3, 31. 9,

Nb(NCMe CH CMe ) (O'Bu) PRGIHT

TN % 400ml/ mint CTHRBESE COAERS T FAREHE10°C  mind 4
HCHIE L2 TGORE B OV AR S CHIEHE 10°C/ min CRIEL72DSCO
EREX R, TGOBLCVDIEFITALDIE R E OM B L TR IR bR
HEALTNDZENR DN, DSCILEVENES BAF THAHZ LD o1,
FE it 14

Nb (N'Bu) (O'Bu) (DE

TV HEPE T T Nb(N'Bu) Cl (dme)2. 96g(8. 21mmol) &ML 15ml
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[0090]

[0091]

[0092]

TR L, BT Stert— 7 R R2, 77g(24. 6mmol) % 15mLO~FH A2
SHETARTY—Z2MA ., EIR TSR L2, RNEMZE AU | AU HEIEZ I8
FEREL, SONI- R ERE T HZ81280 ., BOOHRIKRL. 79g%2457- (IR57
%) :@WQ{ZIK%CGDJC‘Z@%LTIH NMRKE OM’C NMRAAZMLVERIELT=E T
7 FERBILE R AR L3535 4, Nb (N'Bu) (O'Bu) 3‘6%5:&%&%3§sz0
FEhits] 15

Nb (N'Bu) (O'Bu) (PETR

TR PR T T Nb(N'Bu) CL (dme)4. 95g(13. 7mmol) &ML 25ml
2L, T RY Atert— 7 RF T R3. 96g(41. 2mmol) Z25mLO~F 20
WSE AT =2 A, i TIORFMBHE LIz, NEWE S AR
TR 2 LT, B DNT- Bt A AR 52 LI, AR, 44g% 457 (IR
27%) . ZOWHAEC D ITHPLTH NMREGY'C NMRAAZMLERIELT
LA TR EFU AT ML EBIL, Nb (NBu) (O'Bu) CHDHILEMERRLIE
FEhits] 16

(=F AR M (tert — = F LA Y) Z-B L (Ta(NEL) (O'Pe) OB

TNAFHRI T T, (ZFNVAIR) A (T TIR) 220 (Ta(NE) (N
Et2) 3) 1. 45g(3. 29mmol) Z ML TmlUZED LT3R IZtert — X4 /) — L8
71mg (9. 88mmol) Z N %, IR TI8RF MR L 72, WA TR £ | Rk 5.
Hef HZLIZED, ARDOERL. 19g2457- (IR 74%).
"H NMR (500MHz, CD.. 6/ ppm)
4. 11(q, J=7Hz, 2H), 1. 63(m, 12H), 1. 31 (s, 9H), 1. 26(t, J=7Hz, 3
H), 0. 97(t, J=8Hz, 18H),
FEhits] 17

(ZFNVAIN) N (1 —=F )b — 1 —AF LT me A% ) #2520 (Ta(NEL) (OC
Et Me) ) Dk

TN FHR T, Ta(NEL) (NEt2)31. 46g (3. 32mmol) Z kLT 7mliZ

WU IRIZ3 — AF )L —3— X% /—)L 1. 02g(9. 98mmol) Mz, |IE T
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[0093]

[0094]

[0095]

120 EEE U7 TR I DU R L, AR 2 FEE 32 Lok BEEOWIKL. 52
& AFT (R8T %) .
"H NMR (500MHz, C.D.. 6/ ppm)
4. 11(q, J=7Hz, 2H), 1. 63(m, 12H), 1. 31 (s, 9H), 1. 26(t, J=7Hz, 3
H), 0. 97 (t, J=8Hz, 18H)
C NMR (125MHz, C.D.. 6/ ppm)
82. 4, 55. 6, 35.5,27.7,21.2,9.0,
Ta(NEt) (OCEt Me) ORI
TN % 400ml/ mint CTHRBESE COAERS T FAREHE10°C  mind 4
PECRIE LT TGORE R K& O P #7 F CHAREE 10°C,/ min TRIEL72DSCO
FERZX1 21T/ U, TGIHLCVDIEFIITALDIERE DM EIE L TR A2 5L S
HEALTNDZENR DN, DSCILEVENES BAF THAHZ LD o1,
(ZEHI3)
(AT EENAIR) NI 722 # L (Ta(NPr) Cl (pyridine) ) DERL
TN FERR T, ML 26mLEY T LT —TF L EmLORA I HIEALZ
»#13. 82g(10. Tmmol) ZIFESE, AZITVEET MU L2, 61gk Y7 e
LTI, 26gENETINA T, SBIRTLORMHEEL /-1, BYP0 7. OmLE AT
SHIZ1 2RI L 72, REWEARIL . AIRDNDEIE L ORI OE ) 20 % Jd T8
EFJHZEE, FHAAOMEIKS. 36g(6. 69mmol) 2157, INFE63%.,
"H NMR (500MHz, C.D.. 6/ ppm)
9. 18(br, 2H), 8. 83(d, J=7Hz, 2H), 6. 83(br, 1H), 6. 67(t, J=7Hz, 1
H), 6. 51 (br, 2H), 6. 28(t, J=7Hz, 2H), 5. 23(sept, J=7Hz, 1H), 1. 4
0(d, J=7Hz, 6H),
FE B 18
(AT REAAIR) M) (tert — 7 1Y) ZL-Z 0 (Ta (N'Pr) (O'Bu) 3) DAL
TNIFRPR T T, T TNV ORI (1. 58M) 12. TmLiZtert
— 7% /)—)V1. 49g% N4 TR T30 ML VT U htert — 7 Fe U RIEH %
FWRL7-, A Ta(N'Pr) Cl (pyridine) 3. 36g(6. 68mmol) Z/L-r>15mliZ
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[0096]

[0097]

[0098]

[0099]

W UTe TN Z L IR T L2 IR L7z, N ZE Ail L, AU HE 2 I8
FEREL, SONI- B ERETHZ 81280, BEAOHRIKR2. 65g%457- (R8T
%),
"H NMR (500MHz, C.D.. 6/ ppm)
4. 31(sept, J=7Hz, 1H), 1. 38(s, 27H), 1. 31(d, J=7Hz, 6H)
“C NMR(125MHz, C.D.. 6/ ppm)
78.1,61.0, 32. 9, 28. 9,

Ta(N'Pr) (O'Bu) PRI

T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
- CHIE L2 TGO R K O AR e CHIRIE R 10°C/ min TRIEL72DSC D
FEREKSITRLT, TGO HCVDIEFIIZALDE R E DM B L TR A2 XL
PEAL TNDLZED DN, DSCOBLEZENES RIFThHZ LN DTz,

Ta(N'Pr) (O'Bu) (PIREULIE

Ta(N'Pr) (O'Bu) DAEKEERE LI L25, 4TCIZBNTO. 1Torr Th -7z,
(ZEH4)

(AT REAAIN) M ran(l, 2—PARFS ) 220 (Ta(N'Pr) Cl (dm
e)) DEK

TN EFAK T ML 60mLIC HEA L2 Z15. 87g(16. 4mmol) 2 5RE)
SH KB THEAILLB A7 e 72, 90g(49. 1mmol) KO, 2—T Ak
FLmF1. 48g(16. 4mmol) | Hifbiigh (1) 5. 80g(42. 6mmol) ZNHIZINA 7=
o BIRCTI20F MR L 72 %% . —8°CT22Me A HIL 2N BEHE LTZ, NEWZ S5
L. AP HIMV BT BT 5281080, R AR E4. 67g(10. 7mmol)
EAFT, W66 %,
"H NMR (500MHz, C.D.. 6/ ppm)
4. 88(sept, J=7Hz, 1H), 3. 52(s, 3H), 3. 49(s, 3H), 3. 21 (m, 2H), 3.
18(m, 2H), 1. 25(d, J="7Hz, 6H),
FEhfsl 19

Ta(N'Pr) (O'Bu) DA
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[0100]

[0101]

TV FERE N T, 7TV T T LOANF R (1. 57M) 20. 5mLiZtert
— 77/ —2, 39g% NA TR T30 ML, VTF U htert — 7 M Mgz
P 7, ZhETa(N'Pr) Cl (dme)4. 67g(10. 7Tmmol) &h/L= 1 7TmlUTHD
L7oHIZ A, SSi CTL2RF IR L7, NEWE SR L, AUDO A T 5
ELTo, FOIREZ R T 528128 MADIRIRS. 23g% 1572 (IFE66%) .
:@%T&iﬂ%cgg:?@bbrﬁ NMR K OM’C NMRAZMLERIELTZED A,
S B 1 8L [T AT LB, Ta (N'Pr) (O'Bu) 3‘6%5:&%&%3§sz0
(ZEH5)

(FREAAIR) N 7aR (1, 2= VAN 272) 7257 /0 (Ta(NPr) CL (dme))
DE

TN FEFAR T MV 50mLIC I LZ 205, 86g(16. 4mmol) &5
SH KR THEILNL T e /L 72, 91g(49. 2mmol) KON, 2— TV AR
51, 48g(16. 4mmol) | HLHEH (11 5. 36g(39. Smmol) ZNEIZINA 72, =
I C12We MR L 728, — 8 C T4 HIL RN BERE LTz, REMZESRIL
AUMEIHIV T B B9 A2 828D, AAOERS. 39g(7. 8Ommol) 215
720 U348 %,

"H NMR (500MHz, CD.. 6/ ppm)

4. 67(t, J=6Hz, 1H), 3. 41(s, 3H), 3. 31 (s, 3H), 2. 94(s, 4H), 1. 63(
m, 2H), 1. 11(t, J=7Hz, 3H),

Fehits] 20

(FEELAIR) N (tert— 7+ ) Z B0 (Ta (NPr) (O'Bu) 3) DAL

TV FERE N T, 7TV T T LOANF R (1. 59M) 14, TmLiZtert
— 77—Vl T4gZ)NA TR TARFRITEL , VT U Ltert — 7 MU itz
BTz, Z0ETa (NPr)Cl (dme) 3. 39g(7. 80mmol) &L= 14mIZHD>
L7o Iz A, S8 L8 ITHE L7, NEWE S L | AUEDO A b 2
ELTe, FOIREZ R T 5281280 MADIRIR2. 50871572 (IE70%) .
"H NMR (500MHz, CD.. 6/ ppm)

4. 71(m, 2H), 2. 06 (m, 2H), 1. 48(s, 27H), 1. 09(t, J=7Hz, 3H)
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[0102]

[0103]

[0104]

[0105]

“C NMR(125MHz, C.D.. 6/ ppm)
78. 6, 65. 4, 32. 8, 28. 7, 12. 2,
FEhifs] 21

(tert — 7 F/LAIR) M (tert— 7 ) 2L (Ta(N'Bu) (O'Bu) J DB

TNIUFEHR T T, 7TV T T AONFH AR (1. 58M) 79. OmLiZtert
— 78 )—/9. 26gE A TR TL2 ML VTF U htert— 7 e MR %
PRI, ZiVE (tert— 7 FLAIR) M7 (1, 2— VAN Z L) F B (Ta
(N'Bu) Cl (dme))18. 6g(41. 6mmol) &h/L-2 80mUTHEALIZEIIZINA.
EICTORMBER LTz, REWEHIEL , AR OEIABIERE 5 LTz, fohi-ik
W2 AT HZLIED, MEAOHEIR14. 5g%2157- (IFET74%)
"H NMR (500MHz, CD.. 6/ ppm)
1. 43(s, 9H), 1. 38(s, 27H)
“C NMR(125MHz, C.D.. 6/ ppm)
77. 9, 64. 4, 35. 3, 33. 0,

Ta(N'Bu) (O'Bu) PRGIHT

T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
HCHIE L= TGO R & O AR & T CHIRIEAE 10°C/ min THIEL72DSCD
FEREH1UTRUT, TGOBLCVDIEFIFALDIERE DML TR 725 L FE
PEAL TNDLZED DN, DSCOBLEZENES RIFThHZ LN DTz,

Ta(N'Bu) (O'Bu) PARSERE

Ta(N'Bu) (O'Bu) PEREZWE LIZEZ5, 50TCIZHTO. 1Torr Th -7z,
FE ity 22

Ta(N'Bu) (O'Bu) (TR

TNIUFEHR T T, 7TV T T AONFH AR (1. 58M) 14. 3mLiZtert
— 7% /=1, 68gZ A THI T30 ML, VTF U htert — 7 Moo Mgz
BT, ZE (tert— 7 FILAIR) M7 )P 2040 (Ta(N'Bu) CL (p
yridine) )3. 90g(7. 55mmol) ZMLE 1 5mUTIED L TEIRIZIN 4., IR T6
IRFFEIRE L7 N E AL | AURDNDES A R B LT, f30 N7 iRl 2 2488
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[0106]

[0107]

[0108]

THILCED, MEADHR2. 60ga A (INHT73%), ZOWKEC D Ii#ENLT
H NMREOV'C NMRASZIMVERELZEZS | FERFI21 &R UAST LA
#5540, Ta(N'Bu) (O'Bu) 3‘6%5:&%&”@%§Lk0
FEifs] 23

(tert— 7 FILAIR) B (tert — =2 F LA %) 21 (Ta (N'Bu) (O'Pe) )0
Bk

TNATUFEPR T T, (tert— 7 FIAIR) A (PZFLTIR) 250 (Ta(N'
Bu) (NEt ) )2. 52g(5. 38mmol) Z~F o 8mUTI) LI Ttert — <5
J—)v1. 42g(16. Immol) ZMNZ | SR TL2REFIMEIR L7z, VB0 5L,
B2 BT HILIE, BAOHEIR2. 57g%2 1577 (ILFEI3%) .,
"H NMR (500MHz, CD.. 6/ ppm)
1. 62(q, J=7Hz, 6H), 1. 41(s, 9H), 1. 35(s, 18H), 0. 96 (t, J=7Hz, 9H
)
“C NMR(125MHz, C.D.. 6/ ppm)
80. 0, 64. 4, 37. 7, 35. 2, 30. 7, 9. 3,

Ta(N'Bu) (O'Pe) SPRGIHT

T % 400ml, minl S TS E T AR T, FEHE10°C/mind 5
HCHIE L= TGO R & O AR & T CHIRIEAE 10°C/ min THIEL72DSCD
FEREKBITRLTE, TGO HCVDIEFIIZALDE R E DM B L TR A2 KL
PEAL TNDLZED DN, DSCOBLEZENES RIFThHZ LN DTz,
FEits] 24

(tert— 7 FIAIR) FIA (L, 1 =TT RELAFY) F2)L (Ta(N'Bu) (
OCEt ) ) DERL

TN FEPR T T, Ta(N'Bu) (NEt ) 1. 40g(3. 00mmol) &~ ¥ 4mlic
WO LTI 3 — =T L —3 =% /—)/L1. 06g (9. 04mmol) ZNZ | IR T
L2WFEHR U7 IR AU R L BRI 2 78R T 52 L1k, B OWIRL. 56
g & 1372 (87 %)
"H NMR (500MHz, C.D.. 6/ ppm)
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[0109]

[0110]

[0111]

[0112]

1. 66(q, J=8Hz, 18H), 1. 41 (s, 9H), 0. 94 (t, J=8Hz, 27H)
C NMR (125MHz, C.D.. 6/ ppm)
84. 2, 64. 6, 35. 0, 32. 2, 8. 8,

Ta(N'Bu) (OCEL ) D#SHT

TN % 400ml/ mint CTHRBESE COAERS T FAREHE10°C  mind 4
{ECRIE L2 TG ORE e & O PAZ #7 1 CHIEHE 10°C,/ min CIEL 72DSCD
EREX161TR U, TGOBLCVDIEFITALDIERE DML TR IR bR
HEALTNDZENR DN, DSCILEVENES BAF THAHZ LD o1,
FE B 25

(tert —~2FILAIR) B (tert— 7 1) #2 2L (Ta(N'Pe) (O'Bu) J OBk

TNI PR T T, T T NAVTF T ORI (1. 57M) 13. 6mLiZtert
— 7% /)—)V1. 58g% A TR TIRFMBHEL VT U Atert — 7 M U R E
AL, 2 (tert— XU T ILARR) Nzl r Z 4 )0 (Ta (N Pe) ClL (
pyridine)2)3. 77g(7. 11mmol) ZML2 10mIZ RSB I Nz, IR T6
RETEYE L7, REMZ SR AR DIEBAITEE L LT, Bb IRl % K ¥
THZELIY, M OWEIR2. 665157 IUZRTT%).
"H NMR (500MHz, C.D.. 6/ ppm)
1. 67(q, J=8Hz, 2H), 1. 37(s, 27H), 1. 36(s, 6H), 1. 10(t, J=8Hz, 3H
)
“C NMR(125MHz, CD.. 6 /ppm)
78.1, 66. 8, 39. 8, 32. 9, 32. 7, 10. 4,

Ta(N'Pe) (O'Bu) PRGIHT

TN % 400ml/ mint CTHRBESE COAERS T FAREHE10°C  mind 4
{ECRIE L2 TG ORE e & O PAZ #7 1 CHIEHE 10°C,/ min CIEL 72DSCD
EREXTIRU, TGOBLCVDIEFITALDIE R E OM B L TR IR b R
HEALTNDZENR DN, DSCILEVENES BAF THAHZ LD o1,
FE B 26

(1, 1, 3, 3=F ;AT LT FAIR) N (tert— 7 "¢ /) X5 (Ta (NCMe_
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[0113]

[0114]

[0115]

[0116]

CH CMe ) (O'Bu) J DB

TNI PR T T, TTNAVTF T LD R (1. 57M) 14. 9mLiZtert
— 7% /)—)V1. 73g%MA TR TIRFMBIHEL VT U Atert — 7 MU R E
PRI, 2n& (1, 1, 3, 3=T AT LT FILAIR) MIraa eI 221 (
Ta (NCMe2CH2CMeS) Cl3 (pyridine) 2) 4. 47g(7. 80mmol) Z~LT10mliZ
BB ST R ITIN A, SBIR CTORFRIIBHFEL 72, NIEWZE AL, AU O A I
BMELF, BONEREZAR 7201050 B G OiR3. 26g%457- (RS0
%)
"H NMR (500MHz, CD .5 /ppm)
1. 88(s, 2H), 1. 50(s, 6H), 1. 39(s, 27H), 1. 12(s, 9H)
“C NMR(125MHz, CD .5 /ppm)
78. 2, 68. 3, 60. 7, 34. 9, 33. 0, 32. 4, 32. 0,

Ta(NCMe CH CMe ) (O'Bu) DS

w

T = Z400ml, minll THGBSETWVARHR T, FIEFHE10°C,/ mind 45
{ECRIE L2 TG ORE e & O PAZ #7 1 CHIEHE 10°C,/ min CIEL 72DSCD
FERZX18IZR LT, TGIHLCVDIEFIITALDIERE DM EIE L TR A2 5L S
HEALTNDZENR DN, DSCILEVENES BAF THAHZ LD o1,
(Heagefi 1)

Nb (OEt) DO#GHT

T = Z400ml, minll THGBSETWVARHR T, FIEFHE10°C,/ mind 45
TECRIE LIZTCOR R R 1R LTz, AFEBIDAIREEE (1) 1~ TRALFF
PERIENZERPHNTHD,

Nb (OEt) DASUEMIE

Nb (OEt) DARSKEEZMIELZEZS, 120°CIZHVTO. 1Torr Th-T,
(Hage i 2)

Ta(OE) DRI

T = Z400ml, minll THGBSETWVARHR T, FIEFHE10°C,/ mind 45
fETHIEL7ZTGORE R A2 K201 R U e, AT OAINFEM (1) 1T~ TR b K
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[0117]

[0118]

[0119]

PEDSENZEDRHBTHD,

Ta(OEt) DAEMIE

Ta(OE) DOARKIEZMELZEZS, 129°CIZHVT0. 1Torr Th o7,
FEhits] 27

(AT NVAIR) RIA(1—=F )L—1 — AT L7 e )vA43/) =47 (Nb (NMe) (O
CEt Me) ) DEL

TII TR T T, TTFNNT T AONTHURIE(1. 65M) 23, 8mLIZ3— A
FN—=3—=_F =12, AgBLUAT LTI OFTIIERRT 7 %R (2. OM)
9. 8mLZNA TR T LR AR L7288 | UL L7z, Zo7c A BRI~
»20mLEMNZ TAFZY—& Uiz, ZOAZY—% Hifr=A472. 13g(7. 87mmol)
D~FH 2 (5mL) BRBHEICIN A, EIE T2 B L7, REmE S, S
ORI L LT, BONIRIE A TR T 5281k MEOWIRL. 70g
1372 (IEE51%)
"H NMR (500MHz, C.D.. 6/ ppm)
3. 52(s, 3H), 1. 66—1. 55(m, 12H), 1. 30(s, 9H), 0. 97 (t, J=8Hz, 18
H)
“C NMR(125MHz, C.D.. 6/ ppm)
82. 5, 49. 8(br), 35. 5, 27. 7, 9. 0,
Fehits] 28

(ZFNAIR) MR, 1—VF LT ar %) =47 (Nb(NEt) (OCEt )
) DER

TNAFHK T, T T AT LONF YR (1. 65M) 23, 9mLIZ3—=
FN—3—_F)—N2 TogBIOTFNTI DML ER (T0wt%) 1. 22¢
A THEI TIOR MBI L 72, WUERZE L7z, FR o7z A ARz A~F 20
mLZMNZTAT)—L Uz, ZOAT)—% h{b=4"72. 13g(7. 90mmol) D~
FAhL (5mL) BRI %, SRIRCT12RERIBR LT, NEWE L AHRDHE
BEAPER £ LT, ORI A LR 5281080, MADKRIKRS. 14g%4%
7= (ILE83%) .
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[0120]

[0121]

"H NMR (500MHz, C.D.. 6/ ppm)
3. 71(br, 2H), 1. 64(q, J=8Hz, 18H), 1. 19(t, J=7Hz, 3H), 0. 95(t, ]
=8Hz, 27H)
C NMR (125MHz, C.D.. 6/ ppm)
84. 3, 57. 0(br), 32. 2, 19. 4, 8. 7,
FE B 29

(AT EENLAIR) NA(1—ZF )L—1 — AF LT B A ¥ ) =47 (Nb(N'P
r) (OCEt Me) ) DAk

TNV EFEHR T T, 7T NNT T LOSFF AR (1. 65M) 23, 3mLIZ3— A
FI—3—RHF )12, 36gBLOA/ 7 LTI 909mga Nz T=EIRT12
WEREI LR LT, Z ORI Tk =472, 08g (7. 70mmol) D~F > (5mL) I
WA, IR TLARFRIRERE L2, RNEWE AL | AU DU BT L
7o, BN R W R T H 2812 ED, Mt D iR2. 22¢%157- (UILZ64%)
"H NMR (500MHz, C.D.. 6/ ppm)
3. 91 (br, 1H), 1. 61 (m, 12H), 1. 30(s, 9H), 1. 22(d, J=7Hz, 6H), 0. 9
6 (t, J=8Hz, 18H)
C NMR (125MHz, C.D.. 6/ ppm)
82. 0, 62. 5(br), 35. 5, 27. 7, 27. 1, 9. 1,
FEHiB 30

Nb (N'Pr) (O'Bu) DA

TNV FEHR T T, 7T NNT T LOSFHFRHE (1. 656M) 16. 1mLIZAY
B LT I 57gR A TEI CARRIBIR LTz, ZO%i% Tiifh=-4"7"3. 58
g (13. 2mmol) D~F o (10mL) BRI IZIN A, SR TR HEL 72, SB12,
TFNIF T LONF R (1. 656M) 24. ImLiZtert— 7%/ —/L2. 95g% /I
Z CLIRE IR CGRILL 72V Atert — 7 " RIS Z N4 =BIE T14K5RH
PHELTo, NEWE AL, AURDOE BT 5 LT, (507 R 2 788
THZELIY, M OWIRS. 145457 (IUZ64%) . :@%&{¢%C6D6a:~z§75>b~tl
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[0122]

[0123]

[0124]

H NMRELGC NMRANZPAZHIEL, Nb(N'Pr) (O'Bu) Thoh Lz
LTz,
FEhifs] 31

Nb (N'Bu) (O'Bu) (PEL

TNIFRPR F T, T TNV ORI (1. 65M) 62. 4mLiZtert
— 7% )—)l4, 58gB L Wtert— 7 F LT I-3. 02g% A TEHEIRTL IR
L7z, 2Oz Hfifb =475, 56g(20. 6mmol) D~FH2 (20mL) REHE I
Nz, IR T2ARFRIRIR L7, NEMZE AL | AR OIEEARIEE E LT, 556
NI FRIEZ PR 8 528080, B DOHIR6. 04gZ2 4572 (INEET7%) . ZDW
#h%C D 1L TH NMRELOWC NMRAAZFLZRITEL, Nb (N'Bu) (
O'Bu) ThHHILEMEBLI,
FEifs] 32

Nb (N'Bu) (O'Bu) (PEL

TNIFRPR F T, TTNAVTF T LN RE (1. 65M) 30. 9mLiZtert
— 7 Z =2, 2TgB I Otert— 7 F LT I-1. 49gZ MNA TEHEIR T 2R
L7z, 2O E HRb=47"5. 02g(10. 2mmol) Z 10mLO~FH A E St
ToWTINZ IR C24RFMIRIR LT, N Z AL . A OERIEZ BT AL
7o FONTRIBE LA 7528180 MR, 56g2437- (IFE40%)
. ZOHEAEC D ITHE/PLTH NMRELDC NMRANZMLAHIEL, Nb(
N‘Bu) (O'Bu) ChDILEMRLI,
FEifs] 33

Nb(N'Bu) (O'Bu) (DE

T FERE N T, 7TV T T LOANF R (1. 65M) 19. OmLiZtert
— 7 TN T2, 29 MA CTHRIL TR L 72, Z0O%miRE Hii{b=474
. 23g(15. 7Tmmol) D~FH 2 (10mL) B IZ N A IR TLO TR LIZ, &
BIZT RIY Stert— 7 M R4, 52g% 1% | 24RF[RIBI¥EL 72, NEEME AL, A
W DRI B LT, (DN R IR 7R 52810k, I nikik4,
B7gE A= (NKT3%) ., ZOMNZEC D IZHA»LTH NMRELDC NMRA
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[0125]

[0126]

[0127]

~7MVERIEL . Nb(N'Bu) (O'Bu) [ChDILEMEBLIZ,
FE B 34

Nb(N'Bu) (O'Pe) (PERR

TV B T T, TTF AT LO~F Y% (1. 65M) 26. 5mLiZtert
—RF )= )2, 32gB L Dtert— 7T/, 28g% N A2 TR T 2K
U7z, 2O E Tt =472, 37g(8. 76mmol) D ~FT> (10mL) ¥EiEHE
INZ SR T 24ARERIFEHR Uz, REWE AL | AU DRI T8 5 LT,
FFONTFREZ WA T 52808 EEADUIIR2. 93g% 4572 (INET79%)., =
@ifﬁi{ﬂi%c6D6c:‘Z§75>Lle NMREBLEOC NMRAZMUVEMIEL, Nb(N'B
u) (O'Pe) CDDHILEMERR LI,
FE B 35

(tert— 7 FNAIR) A (1, 1—VF L7 rbe/nA4%Y) =47 (Nb(N'Bu) (O
CEt) ) DE L

TN FEHR T T, 7T NIT T LOSNF R (1. 656M) 24, 2mLIZ3—=T
FN—3—_F =2, 18gBLVtert — 7/ F /N TI1. 17gx/MATHEIET12
eI TR LT, Z oA Tt =472, 16g(7. 98mmol) D~F > (10mL)
BRI TN A IR C24ARFRIE R LT, NEWE AT | AURHND T2 U 88 25
L7z, SN2 E AR A2 LIk | O DRKS. 3341587~ (INH82%
)o
"H NMR (500MHz, CD.. 6/ ppm)
1. 65(q, J=8Hz, 18H), 1. 35(s, 9H), 0. 95(t, J=8Hz, 27H)
“C NMR(125MHz, CD.. 6/ ppm)
84. 1, 66. 4(br), 33. 5, 32. 2, 8. 9,
FE i 36

Nb (N'Pe) (O'Bu) (DB

TNT PR T T, T TNV LD R (1. 65M) 23, ITmLiZtert
— 75 =1, 69gBLOtert —XUF LTI, 33g% NZ TEIE T 2K
U7z, ZOWRE Tt =4"7"2. 06g(7. 62mmol) D ~FT> (5mL) BREiRIZ
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[0128]

[0129]

Nz, IR T2ARFRIRIR L7, NEMZE AL | AR OIEEARIEE E LT, 556
IR WIE AR 75281280, WAaoiRiR2, 19g%2157- INET2%) , ZDOWK
14§%C6D6c:i§75>L11H NMREBEOC NMRAZMLEHIEL, Nb(N'Pe) (
O'Bu) 3‘6%5:&%&%3@L7‘:0
FEhits] 37

(1, B=YAF T T NAIR) M A (tert—7 %) =47 (Nb (NCHMeCH CH
Me ) (O'Bu) J DB

TITUFERE N T, 7TV T T LOANF R (1. 65M) 26. 6mLiZtert
— 7% )—)L1. 95gB L, 3S—IUAFILTF LTI 1. 7T8g% Mx T=HIE T 20
WL, Co%HE =472, 37g(8. 78mmol) D ~F4> (5mL) ik
WA, IR CT2ARF MR L T2, NEEMZ AL | AU DB EZ W R LTz
o MFONTIRIEZ WA 5281280 YR ADOWHR]. 58g% 1572 (INE44%)
"H NMR (500MHz, C.D.. 6/ ppm)
3. 90(br, 1H), 1. 93(m, 1H), 1. 70(m, 1H), 1. 39(s, 27H), 1. 29(d, J=
6Hz, 3H), 1. 25(m, 1H), 0. 96(d, J=7Hz, 3H), 0. 94(t, J=7Hz, 3H)
“C NMR(125MHz, C.D.. 6/ ppm)
77.8, 64. 2(br), 51. 0, 35. 9, 32. 9, 25. 7, 23. 22, 23. 21,
FE it 38

Nb(NCMe CH CMe ) (O'Bu) JPETK

TITUFERE N T, 7TV T T LOANFH R (1. 65M) 28, 6mLiZtert
— 752, 10gBLO, 1, 3, 3=ThIAT LT T LTI 2, A5ga A TR
TLCL2BF B L=, ZoWmHiE LR b =474, 66g(9. 46mmol) D~FH2 (5
mL) BREIRI TN Z | IR T4 LT, NEMZE AL | AU A 6
BEL, BN RHIE ARG 7281080, B aoikik2. 07g%157- (1N
%350%)0:@%&14§%C6D6c:i§75>ble NMRIFEEUC NMRARZ ML HIE
L. Nb(NCMe CH CMe ) (O'Bu) [ChDILEEBLIZ.
FEhits] 39
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[0130]

[0131]

(AF AR FIA(L, 1=V =T LT RELAF) 7250 (Ta(NMe) (OCEL )
) DE

TNAFHK T, 7T AT LONF YR (1. 656M) 18, 4mLIZ3—=
F N —3—_F =2, 11gBIUATF LTI OT FFERRT 7% (2. OM)
7. 5SmLaMNA TR TIRFRMIBIFRL /288 BRI LTz, 7o 7o A [ AR 2~
»20mLZEMA TAZY—b LTz, ZDOAT)—Z Tilfifh s 202, 17g(6. 06mmol)
DA~FH (5mL) BB Z |, EIRTL2R MR L, REMESBL ., HHE)
SRR £ LT, Sh N RIS AT AR 15281280 EDRERL. 07g
1372 (EE32%) , ZOWRMZRIRETHHIL CEREMME L2225, M [F
et
"H NMR (500MHz, CD.. 6 /ppm)
3. 91(s, 3H), 1. 63(q, J=8Hz, 18H), 0. 95(t, J=8Hz, 27H)
“C NMR(125MHz, CD.. 6/ ppm)
84. 5, 48. 0, 32. 3, 8. 6,
& hfsi 40

(BT AR RIA(L, 1=V =TT BE LA ) 250 (Ta(NEY (OCEL )
) DE

TNAFHK T, T T AT LONF YR (1. 65M) 23, 9mLIZ3—=
FN—3—_F)—N2 TogBIOTFNTI DML ER (T0wt%) 1. 22¢
ZNA TR TTORFIEHR L7282, UERL I L7z, 7R o 7o A EIRIC A~ 420
mLZMNZTAT)—L Uz, ZOAT)—% k& 502, 83g(7. 90mmol) D~
F (5mL) MBI 2, SR CL20FMBL IR L7, RIEWZ AR, AIDHIR
BEAPERE £ LT, ORI LR 5281080 MADIRIRS. 02g%4%
7= (67 %)
"H NMR (500MHz, CD.. 6/ ppm)
4. 09(q, J=7Hz, 2H), 1. 64(q, J=8Hz, 18H), 1. 24(t, J=7Hz, 3H), 0.
94 (t, J=8Hz, 27H)
“C NMR(125MHz, CD.. 6/ ppm)
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[0132]

[0133]

[0134]

84. 4, 55. 5, 32. 3, 21. 0, 8. 7,
FEHiB 41

(AT RENLAIR) MR (L, 1— T L7 ae LA %) #2421 (Ta(N'Pr) (O
CEt ) ) DE

TNIEFEHK T T, T TFNNNTFT T LONF WL (1. 65M) 21, 7TmLIZ3—=
FIN—3—_XF )2, A9gB LMY 7B /L 7 846mga A TEHIT12
REEIRE R L7, Z ORI % Tt b 2202, 56g(7. 16mmol) D~FH 2 (5mL)
BRI TN A IR CLIRFRIFEHR U, RNEWE AL | AURHND T2 U 8 25
L7z, SN2 E AR A 2 LIk | B DRR2. 0251587~ (INFR48%
)o
"H NMR (500MHz, CD.. 6/ ppm)
4. 31 (sept. , J=7Hz, 1H), 1. 65(q, J=8Hz, 18H), 1. 29(d, J=7Hz, 6H)
, 0. 95(t, J=8Hz, 27H)
C NMR (125MHz, C.D.. 6/ ppm)
84. 3, 61.0, 32. 2, 28. 6, 8. 7,
FE B 42

Ta(N'Bu) (O'Bu) (PEL

TILA TR T T, TTF AT LONF Y (1. 65M) 36. 7TmLiCtert
— 7B )—)2. T0gB X Otert— 7 F LTI 1. 77gx Nz CHIR Tl 20
L7z, ZOWHE It v 2204, 34g(12. 1mmol) D~FH (10mL) BRI
Iz, =B T8RRI LTz, REWZ AR . AIRDOIRBEAWIEE LU, 155
TR 2 E R T A2 0L, MO OWRA, 48g% 1= (IHET8%) , ZDIR
14§%C6D6c:i§75>L11H NMRIEEO'C NMRARZMLVERIEL ., Ta (N'Bu) (
O'Bu) OO RR LIz
FE i 43

Ta(N'Bu) (O'Bu) (PEL

TNIFRPR T T, T TNV ORI (1. 65M) 24, SmLiZtert
— 7% )—)1. 82gB L Utert— 7 T /L7311, 20g% N A TR T 20 B
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[0135]

[0136]

LTz, 2O E HRAbZ 204, 74g(8. 17mmol) DA~FH (10mL) Bk i
Nz, IR T2ARFRIRIR L7, NEMZE AL | AR OIEEARIEE E LT, 556
IR WIE AR T 5281280, MAaORIRT. 51g%2157- INZE39%) , ZDOWHK
14§%C6D6c:i§75>L11H NMREBEOC NMRARZMLERIEL, Ta(N'Bu) (
O'Bu) 3‘6%5:&%&%%§sz0
FEits] 44

(tert — 7T NNAIR) A (1— T )L—1— AT )L )L A% ) 220 (Ta(N
‘Bu) (OCEt Me) ) DEIR

TII TR T T, TTFNNT T AONTHURIE(1. 65M) 27, OmLIZ3— A
F)—3—_Z)—)L2. T3gBLOtert— 7 F /L7301, 30g@ Mz T=HIET12
WFR R LT, Z Wi E 1 b 22103, 19g (8. 90mmol) D~FH2 (10mL
) REMBHRIIN A, IR T 24RFRIIR R LTz, NEWE AL | AURHDDE 2 0
KLU, SO RTS8 k) B OWEIRS. 49g%457- (ILRT1
%)
"H NMR (500MHz, C.D.. 6/ ppm)
1. 69—1. 56(m, 12H), 1. 40(s, 91, 1. 31 (s, 9H), 0. 95(t, J=8Hz, 18
H)
“C NMR(125MHz, C.D.. 6/ ppm)
82.1, 64. 5, 35. 5, 35. 1, 27. 7, 9. 1,
FEhits] 45

(tert— 7 FNLAIR) WA (1—AF )L—1— 7N T F)LAFx ) 270 (Ta(N
‘Bu) (OCMePr ) ) DL

TII TR T T, TFNNT T AONTFURIE(1. 65M) 25, 8mLiz4 — A
F)—A4—~TH)—)L3. 33gBLVtert — 7 FILTI1. 25gZ Mz THIETL12
WEREI TR LT, Z ORIl A TiAb 2213, 06g(8. 53mmol) D ~F> (10mL
) REMBHRIIN A, IR T 24RFRIIR R LTz, NEWE AL | AURHDDE 2 0
LT, SONTERIEEZEARE T 528280, B DiIRS. 89ga457- (K71
%)
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[0137]

[0138]

[0139]

"H NMR (500MHz, C.D.. 6/ ppm)

1.63—1.58(m, 12H), 1. 47—1. 41(m, 12H) 1. 44(s, 9H), 1. 36(s, 9H
), 0. 98(t, J=7Hz, 18H)
C NMR (125MHz, C.D.. 6/ ppm)
81. 8, 64. 5, 46. 135. 328. 9, 18. 1, 15. 2,
FE B 46

Ta(N'Pe) (O'Bu) (PR

TILA B T T, TTF AT LO~F Y% (1. 65M) 18, 9mLiZtert
— 7% =1, 39gBLTtert —XUF LTI, 09g% N2 TR T 2K
U7z, 2O E Bk 7202, 24g(6. 25mmol) D~FH2 (5mL) BeEiE
WZINZ, IR T2ARFRIRIR L7, NEMZ AL | AR OIEEEERIEE E LT,
FFONTFREZ WA T D288 EEADUIR2. 04g% 4572 (67 %), =
@ifﬁiﬁi%C6D6m§75>Lle NMR#£LO’C NMRAAZMLEHIEL, Ta(N'P
e) (O'Bu) 3‘6%5:&%&%3§L7@
FEHip 47

Ta(NCMe CH CMe ) (O'Bu) (DE

TNIFRPR T T, TTNANTF T LN RE (1. 65M) 32, 3mLiZtert
— 75 =02, 37gBLO, 1, 3, 3—T AT INTTNTIL2, 76g% N7 T=
I C1 20 R LT, Z ook T k2513, 82g(10. Tmmol) D~FH i (
SmL) BRI A, SBIR T 24RFMBHE LTz, NS AL | AURD 0 Vs 2 9
R B LTz, DN FRIEZ IR T D2 828, M ouiiRa, 07g% 457 (UL
%372%)0:@%&14§%C6D6c:i§75>ble NMREBEC NMRASZ LA MIE
L. Ta(NCMe CH CMe ) (O'Bu) [ ChDILEER LIz
FE i 48

(tert— 7 FNAIR) A (1—AF)L—1 — B LT FLAF) =47 (Nb(N'
Bu) (OCMePr2) 3) DERY

TILA TR T T, TF AT LONF YR (1. 57M) 12, 4mLiZ4 — A
FI—Ad—~TH )= 2, 53g% Mx TEHEIR T 2L, VTF U L1 —AFL—
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[0140]

[0141]

1 =B LT IR RIFRZ TR L 72, Zh%ENDb (N'Bu) Cl (pyridine) 2.7
7g(6. 4A7Tmmol) Z Ml E 1 2mLICRE S B 7o AT) —IZN % |, =R T24RF e
Uiz NEEHIL | SOOI £ LT, 150072 RIE 2 A 5
ZEIZED, WA DORRIK2. 6271572 (ET3%) ,
"H NMR (500MHz, C.D.. 6/ ppm)
1.61—1.56(m, 12H), 1. 47—1. 41 (m, 12H), 1. 39(s, 9H), 1. 35(s, 9
H), 0. 97 (t, J=8Hz, 18H)
“C NMR(125MHz, CD.. 6 /ppm)
81. 5, 64. 8(br), 46. 1, 33. 8, 28. 9, 18. 1, 15. 3,
(ZEH16)

(tert— 7 FIAAIN) N7 BEIEYD =47 (Nb(N'Bu) Br_(pyridine) ) O
hk

TN EFEAR T, MV 50mLEY T )L — T L EmL DR A WRIC AL R b=
A 74, 62g(9. 39mmol) ZRRWSHE | AF T VEET RID L2, 29g K& Otert—7
JLTR1. 37gENEITINA T, RILTLORF L=, BV 7. OmLE AT
SLIZTHEM R U=, A2 AR, AU DI K OSBRI OE YT 2 30 B
FF ATk, EADME RS, 48g(6. 19mmol) 157~ INE66 %,
"H NMR (500MHz, CD.. 6/ ppm)
9. 52(br, 2H), 8. 81(d, J=5Hz, 2H), 6. 85(br, 1H), 6. 60(m, 1H), 6. 5
8(br, 2H), 6. 19(t, JI=7Hz, 2H), 1. 61 (s, 9H),
FE B 49

Nb(N'Bu) (O'Bu) (PEL

TNI PR T T, TTNAVTF T ORI (1. 65M) 11, 2mLiZtert
— 7% /)—)V1. 38g% NA TR TIRFMBIHEL VT U Atert — 7 M U R E
PR 7=, ZhAEND(N'Bu) Br_(pyridine) 3. 48g(6. 19mmol) & h/L=10ml
(D UTEB TN A IR C 24N LTz, R ZE AL, AR OER %
WERE LB LT, DT R Z 2R R 32281230, BEOWIRT. 81g%157=(
ﬂﬂ%ﬂi%)o:@?Tﬁflei%C6D6GC‘]§75>LT1H NMRFELO?C NMRAZ LA
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[0142]

[0143]

#F L. Nb(N'Bu) (O'Bu) [ChDILEEBLIZ.
(BEBIT)

(sec— 7T ILAIR) M rmnr (1, 2— YV AFT =X ) =47 (Nb(N'Bu) Cl (dm
e)) DEK

TN EFEAR T, MV 50mLEY T )L T — T L EmL DR AT AL b=
F76. 04g(22. Ammol) ZIEN L, K T HIL 7203 bsec— 7 F /174, 98¢g
KO, 2— AR mZ -2, 34mL, Ak (1D 7. 69gZ NN A 7z, =|IE T2
TRFIFEHRL 7212 . — 20 CCORERMAIL 723D FE LTe, A& ARIL, Al
OB PEAIEE KT 5281240, sEAaD[R6. 73g(18. 7mmol) 24577, U383
%
"H NMR (500MHz, CD.. 6 /ppm)
3. 82(sext, J=7Hz, 1H), 3. 47 (s, 3H), 3. 29(s, 3H), 3. 09(m, 2H), 3.
08(m, 2H), 1. 74(m, 1H), 1. 37 (m, 1H), 1. 25(d, J=7Hz, 3H), 1. 14(t
, J=7Hz, 3H)
“C NMR(125MHz, CD.. 6/ ppm)
75.1, 73. 3, 70. 4, 68. 7, 61. 8, 31. 7, 20. 9, 11. 6,
FE B 50

(sec— T FILAIR) M (tert— 7 +F% ) =47 (Nb (N"Bu) (O'Bu) ) DAk

TNIFRPR T T, TTNAVTF T LD R (1. 65M) 33. 9mLiZtert
— 77 ) =4, 15g% A TR TIRFMBHEL VT U Atert — 7 M U R E
MLz, Z0END (N'Bu) Cl (dme) 6. 73g(18. 7mmol) & ML 10mUZH
L7eB TN A SR CTLORFRIBHE LTz, RNEEWE AL | AURDND T2 T 5
BTz, DN R E R 5781280, B AOHRIRE. 09g7 457 (L%
85%).
"H NMR (500MHz, CD.. 6/ ppm)
3. 69(br, 1H), 1. 71(m, 1H), 1. 45(m, 1H), 1. 37(s, 27H), 1. 24(d, ] =
6Hz, 3H), 0. 98(t, J=7Hz, 3H)
“C NMR(125MHz, CD.. 6/ ppm)
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[0144]

[0145]

77.8, 67. 8(br), 34. 0, 32. 9, 24. 6, 11. 8,
(BEHIS) (sec— T T INAIN) N Z7ury eIy 450 (Ta(N°Bu) CL (pyridin
e)2)0)%§ﬁi
TN FERR T, M 70mLEY =T LT —F L TmLORA I HIEALZ
»HV8. 75g(24. Ammol) ZIFES T, AZ T VRN LB, 96g Kk Usec— 7 F
T3, 5T INA T, RI T20MEM B L7214, V20 20mLE A TS
BIZBRFRITHE LTz, RNEMEARIL . AURD DY K ORI DY 2 2 25
T HZEZEY, BEAOME IR, 69g(18. Smmol) 2457, IKT77%.,
"H NMR (500MHz, CD.. 6 /ppm)
9. 16 (br, 2H), 8. 83(d, J=7Hz, 2H), 6. 86 (br, 1H), 6. 73(t, J=7Hz, 1
H), 6. 52(br, 2H), 6. 32(t, J=7Hz, 2H), 5. 06 (sext, J=6Hz, 1H), 1. 9
O0(m, 1H), 1. 59(m, 1H), 1. 42(d, J=6Hz, 3H), 1. 28(t, J=7Hz, 3H)
“C NMR(125MHz, CD.. 6/ ppm)
153. 1, 152. 2, 139. 6, 138. 4, 124. 4, 124. 2, 68. 3, 33. 8, 23. 5, 11.
8.
FE B 51
(sec— T FILAIR) M (tert— 7 +F ) B/ (Ta(N"Bu) (O'Bu) J DB
TNIFRPR T T, TTNAVTF T LD R (1. 65M) 34, 1mLiZtert
—7Z =4, 17g% NA TR TIRFMBHEL VT U Atert — 7 M R E
PRLTz, Zh%ETa(N'Bu)Cl (pyridine) 9. 69g(18. 8mmol) Zh/L=>10ml
(LTI A, I T LORFMBIE LT, RNEWE Al L A DIz
R B LT, DI RIE 2R 32281280, BaaAouik4. 48gx437-
(U1 %),
"H NMR (500MHz, CD.. 6 /ppm)
4. 05(sext, J=6Hz, 1H), 1. 71(m, 1H), 1. 50(m, 1H), 1. 38(s, 27H), 1
. 30(d, J=6Hz, 3H), 1. 06 (t, J=7Hz, 3H)
“C NMR(125MHz, CD.. 6/ ppm)
78. 2, 66. 8, 35. 4, 32. 9, 26. 4, 12. 0,
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[0146]

[0147]

[0148]

(ZEH9)

(1, 1, 3, 3=T AT INT FNAIR) My e Vo =47 (Nb (NCMe CH
_CMe )CI (pyridine) ) DK

TNAITFHR T, ML 50mLEY =T L — T L EmL OIS HRIC A L=
A77. 63g(28. 2mmol) ZRREBSH | AZFVEF RV L6, 89gk T, 1, 3, 3
— T IIATF N T FIOT T, 30gE AT T, IR T3RFMIHERL 2%, vV
15. OmL&ENMZ TESIZ24RFMIHTHE LTz, NEE AL . AUEDNDEEIE K OV )
DYV LR LT 528280, B G oBR10. 7g(22. Ommol) 2137z, X
F78%.,
"H NMR (500MHz, C,D . &/ ppm)
9. 17 (br, 2H), 8. 89(br, 2H), 6. 83(br, 1H), 6. 70(t, J=8Hz, 1H), 6. 5
2(br, 2H), 6. 31 (br, 2H), 1. 87(s, 2H), 1. 67(s, 6H), 1. 15(s, 9H),

(ZEHI10)

MAFATATIR) (A, 1, 3, 3=TFATIVT F/AIR) =47 (Nb (NCMe
CH CMe ) (NMe ) ) D&k

TN EFAK T, M 5mLIZND (N CMe2CH2CMe3) Cl3 (pyridine) 21. 6
3g (3. 37Tmmol) ZIFE S, VT T LTV AT ILTIRDOA~FH AT — (5. 28wt%
)% 10. 8ghNx 7z, =i T20WRFMILHE L7214 . NEWZ ARIL | AUED> DI T
JERE B UTe, BRI E WA 5281280 K A0k A418mg (1. 18mmol) &
¥z, I35 %,
"H NMR (500MHz, C.D.. 6/ ppm)
3.19(s, 18H), 1. 77(s, 2H), 1. 51(s, 6H), 1. 16(s, 9H)
“C NMR(125MHz, C.D.. 6/ ppm)
72.9,57.9,47.2,34. 1, 32. 3, 32. 2,
FEifs] 52

(1, 1, 3, 3=T PIATIT T NAIR) (NAY T m7R%) =47 (Nb(NCMe C
H CMe ) (OPr) ) DEIR

TILA LGP T ND(NCMe CH CMe ) (NMe ) 410mg (1. 16mmol) %
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[0149]

[0150]

ML AMLIZED LT R — 78 ClzmAIL . AV 7 a7 /ba—/1 (210mg)
DV (AmL) kA 3053 TRl T TG P L7z, S CARFRRIEL IR L7212, iz
W £ LT, A RE AT A 828D, AAER310meZ 57 (ILR67%)
"H NMR (500MHz, C.D.. 6/ ppm)
5. 18(sept, J=6Hz, 3H), 1. 98(s, 2H), 1. 51 (s, 6H), 1. 48(d, J=6Hz, 1
8H), 1. 05(s, 9H)
“C NMR(125MHz, CD.. 6 /ppm)
77.9,70.5,59. 1, 33. 1, 32. 2, 26. 9, 25. 9,
i 53

(tert— 7 FAIR) (FAYFrR%) =47 (Nb (N'Bu) (O'Pr) OBk

TSI FEPR T T Nb(N'Bu) (NEt ) 415mg (1. 09mmol) Z /L= 10mL
IR — 78 CITHHIL, A/ 7 L7 ba—) L (197mg) DLz (1
OmL) YA 305 AT T T Lz, — 78°C TIRFRIHR L=, VA BLAIE B %
L7z, IR TR AZ AT BmLIZEN L, — 78 CITmEAIT HZ LT i B s k2
55mg& 137 (ILFE68%) .,
"H NMR (500MHz, C.D.. 6/ ppm)
5. 12(m, 3H), 1. 45(d, J=7Hz, 18H), 1. 38(s, 9H)
“C NMR(125MHz, C.D.. 6/ ppm)
77.7,65. 7(br), 33. 8, 26. 7,
FEits] 54

(tert— 7 F/LA3R) (M h%) =47 (Nb(N'Bu) (OEt) J OB

TSI FEPR T T Nb(N'Bu) (NEt ) 826mg(2. 17mmol) &L 10mL
YR LTl E — 78 CITImEIL , =& ) —/L (300mg) DLty (10mL) ik %
3043 M Ti F L7z, —78 CT3RFRIFEFEL 7% LA/ K LTz, =il T
Pt~ BmLICEEN L, — 78 CITI AT 528128 Ak 255mgZ 15472
(UL%39%).
"H NMR (500MHz, C.D.. 6/ ppm)
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[0151]

[0152]

[0153]

4. 72(q, J=7Hz, 6H), 1. 50(d, J=7Hz, 9H), 1. 33(s, 9H)
“C NMR(125MHz, C.D.. 6/ ppm)

72. 1, 66. 7(br), 33. 4, 20. 0,

(ZERILL)

A (2T LT IR) (tert— <0 F/LA3R) =47 (Nb(N'Pe) (N Et ) )D&
TNAFHK T, 7T NITFT U LONF YR (1. 656M) 36, ImLIZy T
FNT 4. 36g7 MATI2HRMBIHEL  VTF U LAY 2 F L TIN Rz LTz, Z
NENb (N'Pe) Cl (dme) 7. 44g(19. 9mmol) DML (30mL) REEIHIZMNA |
FIRTL2RFMIRIRL72% . NEWE ARl SISO E R £ LT, Rk %

WEAE T HZETED, BB EOREE2. 70g(6. 85mmol) #1372, IL3K34%,
"H NMR (500MHz, CD.. 6 /ppm)
3. 68(q, J=7Hz, 12H), 1. 64(q, J=8Hz, 2H), 1. 37(s, 6H), 1. 15(, J=
7Hz, 18H), 1. 13(t, J=8Hz, 3H),
& hifsi 55
(tert — U FILAIR) (FAY 7 rRF V) =47 (Nb(N'Pe) (O'Pr) J DB
T FHE T, Nb(N'Pe) (NEt ) 921mg(2. 33mmol) &L 10mL
IR — T8 CITHHIL, A/ 7 L7 ba—)L (421mg) DLz (1
OmL) YA 305 AT T T Lz, — 78°C TIRFRIHR L=, VA BLAIE B %
Uiz, Bt a s 7~ o ImL T Lo IR 5281080 [ G E 455
SmgafFlz (=67 %) .
"H NMR (500MHz, CD.. 6 /ppm)
5. 09(m, 3H), 1. 66(q, J=7Hz, 2H), 1. 41(d, J=6Hz, 18H), 1. 31(s, 6
H), 1. 01(t, J=7Hz, 3H)
“C NMR(125MHz, CD.. 6 /ppm)
77.7,68.8(br), 33. 7, 30. 8, 26. 7, 9. 8,
FE it 56
(tert =~ F/LAIR) (WER%) =47 (Nb(N'Pe) (OEL) ) DEE

T EHES T T Nb(NPe) (NEt2) 889mg (2. 25mmol) ZLx 10mL
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[0154]

[0155]

[0156]

WD LT E — 78 CITim L, =% /—)L (81 1mg) DL (10mL) iK%
303 T T N LIz, — 78 C T3 RIBLHR L 72 | T2 e R £ LT, FRik%
/AT ImL TR R T 2 28I K A EIR 701 mg & 157 (
IFEI9%).,
"H NMR (500MHz, C.D.. 6/ ppm)
4. 68(q, J=8Hz, 6H), 1. 60(d, J=8Hz, 2H), 1. 46 (t, J=8Hz, 9H), 1. 2
6 (s, 611), 1. 02(t, J=8Iz, 3H)
“C NMR(125MHz, CD.. 6 /ppm)
71. 9, 69. 0(br), 38. 5, 30. 6, 20. 0, 9. 9,
(b il 3)

Nb (OEt) %MV \7=NbE A7 #I O

Nb(OEt) z LT, K20%iEz T FEHREITC, F ¥ YT I A (Ar)
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