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AT, B s AL RFEF M. P, K
AP FRBRFXETHESL, I, AHLBAPP, MekTFE.
EtA T+ LA . PraT*ALE. prA=FHmEL. Buk 7R TH. *Bu
AT THE. PehmRAL. dmek 71,2 - = F A& THEAK.

(A H 51D

(RTABEZE)ZHA(1,2- =F &K Tk )LR(Nb(N'Bu)
Cl; (dme)) #)4 &

AERAAAT, 228 M44R3.48g(12.9mmol ) £ F A 30mL
A%, RAKBET AN, BARKAMART L K287
(39.2mmol) ##1,2- —F AKX T} 1.17g (13.0mmol ). R AL
(II) 4.22g (31.0mmol). AFE TFTHRFEI2INHE, B2 £ -8C
Adpeet. A#HE., TEREN, NERRERBRETX,
M43 3] 8 % & 49 B 4K3.62g ( 10.0mmol). 4K % 78%.

'H NMR(500MHz, C D . § /ppm)

3. 45(s, 3H), 3. 27(s,631ﬁ1), 3. 05(m, 2H), 3. 01 (m, 2H), 1. 33(s, 9H),

5 40 1

(RTABEE) = (RTHAHKL) 48 (Nb (N'Bu) (O'Bu)
1) B4 AR

EREAAAT, ETEAEHTHKEER (1.59M) 18.9mL ¥
MmN T B2.24g, EEERTRFI0NE, AR TEALZER.
¥ H A N3 Nb (N'Bu) Cl; (dme) 3.62g ( 10.0mmol) =&
FERISmIERFT, ETRTHFISIE., LERES, K
TRBERBREERN. RBAFRE, ARIFEREHRIK
2.85g (K E74%),
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200780032292. 5 oM P FE14/562m

'"H NMR (500MHz, C D ., § /ppm)

1. 38(s, 27H), 1. 37(:, SH)

C NMR(125MHz, CD._. & /ppm)

77. 5(br), 66. 2(br), 33. 8, 32. 9,

Nb (N'Bu) ( O'Bu) 389 # o #7

A vA400ml/mini@ N R A AR T, F Rk E10C/mintd
FHFMNEZATG(REMNET )NERFEFAZZ T UAE R
B 10C/minM Z #DSC (T Z2BFHEHAMNE ) HERFTTHIL.
MTGT 424k H CVDik 3 ALD 5 69 M4 B A BAT 69 AL 4 42,
MDSCT 4o #4 78 & M & B 4T

Nb (N'Bu) (O'Bu) 38 & & E N &

M AZNb (N'Bu) (OBu) ;89K A /E, £46C 4 0.1Torr.

5 36 4] 2

Nb ( N'Bu) (O'Bu) ;%4 &

ERAAAT, £ (RTEABRIZE) = (ZFABK) 4£
(Nb ( N'Bu) ( NMe, ) ;) 1.06g ( 3.59mmol) & # F @)% 5ml
R T ANRTBE810mg (10.9mmol ), F iR T H 24/ 0,
BIE R LA, RBES, AMFA L EHRIKL1Tg (KK
£85%), ¥iZ BB T CeDs, M E'HNMRF"’C NMRA &,
S RIFE xS 1MEE G AE, AIAAND (NBu) (O'Bu) ;.

5 7, 45 3

Nb (N'Bu) ( O'Bu) ;)4 &

ERAAAT, ¥Nb(NBu) Cl; (dme) 4.79g ( 13.3mmol)
BT ¥ R20mL, A AW LiNMe, &% F S0 % (5.3wt%,
38.6g, 40.lmmol), AT B FTHHF 11D, LEREHF IR
BEER., ATHOM AR HZEERESVRS, ¥—FaHkH
SR G . M T PT IR AR 49 'TH NMRA= °C NMR A #, #iA 4& &

18



200780032292. 5 o P E15/562m

Nb ( N'Bu) ( NMe, ) 5. #t4r, R F A BFREN T EHL L4
G AR T HND (N'Bu) (NMe,) ;¥4 EH3.15g (A4 1; KE
80% ).

'H NMR (500MHz, C D . § /"ppm)

3. 19(s, 18H), 1. 42(s, 9H)

C NMR(125MHz, CD_. & /ppm)

47. 3, 33. 7,

ML HF 1T FIANEEERERT mANRT B 237g
(32.0mmol), & FHI6IE, RERBREERN, FE8
KA, ANRFELEHRERK298g (LF2: KET3%. LK 1F
27F B 49 I F A 58% ). ¥ iZ BRARE M T CeDs» M Z'HNMRA'C
NMR& & , 13 2| 5 5% 36 4] 148 F) &) & 3%, 5 A 5 Nb( N'Bu X O'Bu)

3o
% 76 41 4
(AABTRE) = (RTHAEL) 48 (Nb (NPr) (OBu) 3)

8 A AR

ERAAAT, ¥Nb (NBu) (O'Bu) 2.98g (7.77mmol)
mmTAAE140g, EERTHFITIE., RERBRERY
MAXERE FHORT AR, FERBRE, AAFILEY
BRAR2.36g (L E82% ).

'H NMR (500MHz, CD. 8 ./ 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.§ / ppm)

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

Nb ( NPr) ( O'Bu) ;49 # 45 #1

A VA 400ml/miniB N R A LA T, B & E10C /mint &
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200780032292. 5 oM P E16/562m

HFPRMEZHTCH ERFEFTAZE P U H R L E10C/minA)
ZHDSCH L R T TFHB3. MTGT 424k 5 CVD% R ALD* 4 ¢4
MAEA BRI A4, MDSCT 4o 44 2 M & B 4F.

o T

(FAABERE) = (RTHAHL) 4 (Nb (NPr) (O'Bu)
3) 8 A R

ERAAAT, #Nb (NBu) (O'Bu) 32.80g ( 7.30mmol )
BT OR3ImLAF A ARE13.0g, AT B THIFITINE. BA
RBRETI. RGN AALERE ZHHRT AR, HR/8

K&, MM FE L EWRIK2.25g (1K E83%).
'"H NMR (500MHz, CD._. &/ ppm)

3. 94 (br, 1H), 1. 39(s, 27H), 1. 26(d, J=T7Hz, 6H)

C NMR(125MHz, C.D_. § /ppm)

77. 7(br), 62. 6(br), 32. 9, 27. 3,

Nb (N'Pr) ( O'Bu) ;#j # & #7

FE 2L 400ml/mini@ N B A8 A AT, B Z 10C /mingd &
B MEHTCGH L RAAEFM AR F LR E10C /minh)
X DSCH 4% RFT T B4, IMTGT %45 4 CVDk K ALD % £ 4%
MM EA BRIF 6 R A4, DSCT 40 45 & M 4, B 4F,

Nb (N'Pr) (O'Bu) ;¥ X & &M 7

M ZNb(N'Pr)(O'Bu);# K AE, £ R A£49C 8 4 0.1Torr.

= 3 61 6

% AAIND ( N'Bu) (O'Bu) 3% 4 Nb¥ JE 4 4%

¥Nb (N'Bu) (OBu) s R4, ABE2NELEE, LR
FEEA0C . A (Ar) ARE20scem. BHE A 100Torr. # A
AR (Ar) AE220scem. B E AR (0,) R F60scem. A&
= ZA400C. R EAANE H4ATorr T, #iE CVDk /£ SiO,/Sif

20



200780032292. 5 oM P FE17/52m

FHAAUNERBE., ARAXFEASHTEXERNZ A FMENIR, &
MIND & 45 M X4 25, stob, A XA KK & T 4838 20 A R 42 %,
R AR, BIEISEMANBEE, 4 %K% 4 40nm,

5 34 7

(FABEEK) = (RTAA) 4 (Nb (NMe) (O'Bu) 3)

ERAAA T, ¥Nb (NBu) (O'Bu) ;2.43g (6.34mmol )
BT P AW Ak hAR (2.0M. 100mL), £i& FHH12
DBF., BRAERBREIEAN ARG FTEE, FHALEE, AR

FaageBir1.22g (KE56%).
'H NMR (500MHz, CD. 6 / ppm)

3. 55(s, 3H), 1. 38(s, 27H)

C NMR(125MlHz, CD._. &/ ppm)

78. 2, 50. 3(br), 33. 0,

Nb ( NMe ) ( O'Bu) ;85 # 447

VA 400ml/minid AN R A AT, AR ER E10C/mintg &
HFRETHNTGH ERFALEEANEZ B F LA ELE10C /min)
ZHDSCH &R+ THS., MTGT 44k 4 CVD% R ALD* 5§ )
M EA BRI A4, RDSCT 4 #4482 M 4 B 4F.

(B HH2)

(ZEABIE) =8 (12- —FAE K ) 48 (Nb (NEt)
Cl; (dme)) # 4 &

ERAAAT, BEAA4RI09g (40.2mmol ) &F FF X
80mL, & k5P A BARAK KA TR BS5.57g( 124mmol )
BT F RImL& B &R 1,2 - = F &K T K 3.62¢
(40.2mmol ). & 44 (II) 16.4g ( 120mmol ). f& Fi& F #iL #
1208 B, B -8CAHI2NNE., BHE., LRREY, KNE
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200780032292. 5 o P E18/562m

BB ERBBRETFTER, AR F P EEHEIKOILE
(28.5mmol). K E71%.
"H NMR (500MHz, C.D_. 8 /ppm)
3. 71(q, J=7Hz, 2H), 3. 42(s, 3H), 3. 15(s, 3H), 2. 97(m, 2H), 2. 92(
m, 2H), 1. 11(t, J=7Hz, 3H),

% 74 8

(THABZE) = (RTHRA) 48 (Nb (NEt) (O'Bu) ;)
89 A A,

ERAAAT, ATAEHTHAER (1.58M) 19.6mL¥F
MANRTBEE2.30g, EFTRETHRFE30E, AHRTEALZRRE.
¥ HE A A ZF|4ENDb (NEt) Cl; (dme) 3.44g ( 10.4mmol) & & T
FRISmIERT, TR FHIFIRNE., TERIEY, FMN
RBRTPRERBREZEN. RBITRARE, NAOFILEHR

#w3.41g (K E93% ).
'H NMR (500MHz, CD_. 8 /ppm)

3. 72(q, J=7Hz, 2H), 1. 35(s, 27H), 1. 20(t, J=7Hz, 3H)

“C NMR(125MHz, CD.. §/ppm)

77.9, 57. 6(br), 32. 9, 19. 7,

Nb (NEt) ( O'Bu) 389 # 54

A VA400ml/minB N ARG AA T, FFEZEZ10C/minty &
HEREOTCHERFEZTAAEAEZE FUAREKZ10C /min
ZHDSCH 4 RFTHEHG6., MTGT 4n4F A CVDi% K ALD %k % 49
Mo A BT A A, ADSCT 40 #4452 M 4L R 4T

£ 3419

(ZHABEE) = (RARAHL) £ (Nb (NEt) (O'Pe) ;)
49 A A,

ERAAAT, ETEAEHCIRER (1.58M) 16.2mL ¥

e
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200780032292. 5 oM P E19/562m

AN REE2.26g, EFERTHAEI0DE, HAHRRAAANER
&, ¥HmAEEND (NEt) Cl; (dme) 2.85g ( 8.57mmol) &
BFFRI2ZmIdg kT, AR TR, SEREY,
FRERT BERBREER. ABHFRE, KA FILE
B R AR3.09g (K EI1%).

'"H NMR (500MHz, C D ., § /ppm)

3. 69(q, J="7Hz, 2H),61.658(q,J=8Hz, 6H), 1. 30(s, 18H), 1. 18(t, J=

7Hz, 3H), 0.95(t, J=8Hz, 9H)
"C NMR(125MHz, CD.§ ./ ppm)

80.0, 57.5(br), 37.8, 30.6, 19.6, 9.3.

Nb ( NEt) ( O'Pe) ;8 # 47

A vA400ml/mind@ N R A LA T, AARRE10C /mingd &
HFRMEHOTGH ERFAEZTA AR FUAREZ10C /mind)
EHDSCHI 4 RT FTHET. ATGT 41 4 CVDik X ALD % 5 ¢
M A BRI A4, ADSCT 42 A58 & M4 B 4F.

5 #6450 10

(CABER)IZ(1-TK-1-FEAERL)IR(Nb(NEL)
( OCEt;Me ) 3) #4

ERAAAT, ETAHEHTHRER (1.58M) 14.5mL¥F
mMAN3- ¥R -3~ KB235g, AFETFHH30E, AHFI -
LE-1-FTARAAMLERR., ¥ HL MW AZ#ENb (NEt) Cls
(dme) 2.55g (7.68mmol) &M T F X10ml#h &k, EAZEE
w1208, TRERREY, FAERFTRERBREFERN. &R
WHTRRE, NTFI L EHERIKR2.67Tg (KETI%).

23



200780032292. 5 oM P ZE20/52m

"H NMR (500MHz, CD._. & /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, CD_. & /ppm)

82. 2, 57. 5(br), 35. 5, 27. 6, 19. 5, 9. 1,

Nb ( NEt) ( OCEt,Me ) ;#9 # 4~ #7

A VA400ml/min@ N R A AT, vAFHR % Z10C/mind
EHMNZHTCH LR EZFAAZE T A REEZ10C /minh
ZWDSCH 4R T T BES, IMTGT 44 5 CVD % S ALD % % ¢
Mo EA RAF A A, IADSCT 4m #4422 M 4 R ¥F.

% 36 ] 11

(RTEBRER) = (RXAL) % (Nb (NBu) (OtPe)
5) 095 A%,

ERAARAT, ETALYTKRAER (1.58M) 5.40mL¥F
AN K BEE754mg, £ TR TFH 30040, A% R L A4
k. FHEMmABEND (NBu) Cl; (dme) 1.03g (2.85mmol)
AT T RSmlERY, EERTHRH6NE. LRTEY,
HMRBERFTBRERBREER. RBIHFRE, A FILE
Bk 1.11g (K F91%).

'"H NMR (500MHz, C.D._. & /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) ;85 # 47
ZEVA400ml/mini@ N SR A AT, VAR iE E 10C /mintd
FHMEZHTGHERAAZTHA AR F LI Ri& E10C /min



200780032292. 5 oM P EE21/52m)

ZHDSCH 4 R+ TFHEHI. MTGT 424k 4 CVDiE K ALD* % )
A BA BAFH AR, ADSCT 4o A5 T M4 R 4F.

3412

(RAEBER) = (RTHAHKL) & (Nb (N'Pe) (O'Bu)
3) B8 AR,

ERAAAT, ETEEHTRER (1.58M) 15.8mL¥
MmN TE1.86g, EERTHFI0ON4H, AFRTEALER.
BEmARE (RAEABERE) =8 (12-ZFAL LK) &£
(Nb (N'Pe) Cl; (dme)) 3.13g ( 8.37mmol) &M F F KX 12ml
MERY, EZRTHRFSDE. L& REY, AIERBREXB
Mk iEA., RBHAFRE, AAFIREHRERIK273g (KE
82% ).

" NMR (500MHz, CD._. &/ 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. o / ppm)

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

Nb ( N'Pe) ( O'Bu) ;47 # 447

A VA400ml/miniB A BRAHAA T, A B & E10C/minth
EHMENTCHERFEFTMNAZ T AR KA 10C/mini)
FHDSCH 4R T T H10. ATGT 4 4F 5 CVD*k RALDE F #)
Mt EA BIF e A4, MDSCT 4o #h A4 & M 4 B 5T,

57413

(1,1,33-wF A TABREE) = (RTHL) 48 (Nb
( NCMe,CH,CMe; ) ( O'Bu) ;) %4 &

ERAAAT, ETEAEHTHEER (1.58M) 52.6mL¥
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200780032292. 5 oM P EE22/52m

AT EE6.16g, AEE FTHBFLNN, A4RTERALZELR,
BEmARE (1,133- 9 FETREABREE) =8 (12-=F
Ak Tk ) 4% (Nb ( NCMe,CH,CMe; ) Cl; ( dme ) ) 11.53g
(27.7mmol ) & 2| ¥ RS0mlty ER ¥, £ EE T HHF 120,
HEREY, NERBRERBREXER. RBHFKRE, KM
33 % & & ERAAR94g (I E82%).

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

1. 88(s, 2H), 1. 48(s, 6H), 1. 40(s, 27H), 1. 09(s, 9H)

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

77. 8(br), 70. 1(br), 59. 0, 33. 3, 32. 9, 32. 3, 31. 9,

Nb ( NCMe,CH,CMe; ) ( O'Bu) 349 # 4 #7

A A400ml/mini N BAH AR T, A iRE K 10C/mingy
EHMNTHTCGH LR EZTAARZ F A ERREZ10C /minR
FWDSCH &R T TFB11. NTGT 474k A CVD* SLALD % 5 ¢4
M B BAF e A, MDSCT 4 445 2 M4 B 4F.

349 14

Nb ( N'Bu) ( O'Bu) ;454 &

AERALAAT, ¥HNb(NBu) Cl; (dme) 2.96g ( 8.21mmol)
BT T RISmIY, AR T E472.77g (24.6mmol ) &F T
15mLég S g b, EERBTFHRFISPE. LERIEY, NIE
RBERBR L EN ., RBAFRE, AR FERE M RAK
1.79g (MK H£57%). HiZRAKEM FCDs, W Z'H NMRF °C
NMR 3, 13 3] 5 52 564 148 B #9 & 3%, # A A Nb( N'Bu X O'Bu)
3.

#4515

Nb (N'Bu) ( O'Bu) ;854 &

EHRAAAT, ¥Nb(NBu) Cl; (dme) 4.95g ( 13.7mmol )
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200780032292. 5 oo P EE23/562m

AT T R25ml, mAERTE4H3.96g (41.2mmol) &F F
25mL#g Sty XA, EERTHHAFISIE ., LERTES, KNIE
BB ERMBBREER . ABHFRE, AMFEREQRAK
1.44g (M HE27%). ¥ iZ BAREM T CeDs, W E'H NMRA="C
NMR A %, 1% 3] 5 52 364 148 F) 44 648, A4 4A 5 Nb( N'Bu X O'Bu )
3e

% #4516

(ZABER) = (RARAKL) 42 (Ta (NEt) (O'Pe) 3)
a4 A~ AR,

EEAAAT, A (LABRDRE) = (—CABE) 42
(Ta (NEt) (NEt,) ;) 1.45g ( 3.29mmol ) & & F F X 7ml#) ix
P Ao AKX BE871mg ( 9.88mmol ), £ EE FHF 188, &
EARMGLEFRFN FEBE, KAFHEEMHEIKLLIg (KE
74% ).

'"H NMR(500MHz, C D , § /ppm)

4. 11(q, J=7Hz, 2H),61.663(m, 12H), 1. 31(s, 9H), 1. 26(t, J=7Hz, 3

H), 0. 97(t, J=8Hz, 18H),

5417

(ZAEBERE)=Z(1-Ck-1- FHL&AAKE)E(Ta( NEt)
( OCEt;Me ) 3) # 4 %

EHAAAT, £ Ta (NEt) (Net,) 31.46g (3.32mmol)
BB TP R Tmlg Rk P A3 - F A -3 - XE 1.02¢g
(9.98mmol), EZ & FTH 1208, RERBREEN, &
MEkE, NmiFE L &6 HEIKRL.S2g (KKERT%).
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200780032292. 5 oM P E24/52m

"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, CD_. 8 /ppm)

82. 4, 55. 6, 35. 5, 27. 7, 21. 2, 9. 0,

Ta ( NEt) ( OCEt,Me ) #9 # 447

A VA400ml/minid@ AN R A AR T, AR K 10C/mingy
EHMETHTCH LR EFTARE T A EREZL10C/min
ZWDSCH &R F+TBI12. ATGT 44 4 CVDk R ALD M F 49
M LA BRI A, MDSCT 4 #1444 2 M & R 4F.

(B 43)

(FAABIE) =8 =4 (Ta (N'Pr) Cl; ()
») ( pyridine: =g ) 444 &

ERAAAT, AR MN43.82g(10.7mmol) EF FTFX
25mLE TR SmLA BART  IRAKMABERS2.61gh F AL
Br1.26g. EERTHREIONHZE, MAR®KET.OmL, #—F
BrE12 08, SEREY, MIERRERIBR EERN L
eE, M iFEE & &6 E4k3.36g (6.69mmol ). K F63%.

'"H NMR (500MHz, C D | § /ppm)

9. 18(br, 2H), 8. 83(5, J6=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),

% 34018

(FRAEABRERE) = (RTHAL) &2 (Ta (NPr) (O'Bu)
3 ) 094 AR

ERAARAT, ATAEHTHE AR (1.58M) 12.7mL¥F
AN T BE1.49g, E TR TFHHI004, AFRTELLER.
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200780032292. 5 oo P ZE25/52m

¥ H A B Ta (NPr) Cl; (w72 ) ,3.36g ( 6.68mmol) & f#
FRRISmIERY, ETRTHHFI120EH. SEREY, HF
IR P RERBREZER., RIBIFRE, AMFELEHN

BAR2.65g (MK E87%).
'H NMR (500MHz. CD.. 6 / ppm)

4. 31(sept, J=7Hz, 1H), 1. 38(s, 27H), 1. 31(d, J=7Hz, 6H)

*C NMR (125MHz, CD.. 8 /ppm)

78.1,61.0, 32. 9, 28. 9,

Ta ( N'Pr) ( O'Bu) ;8 # 4 #7

A A 400ml/mini@ N SR AT, YAFREE 10C/minty
EHMNEZHTGH E R ETHN AR P U AE & E 10C /minR
ZHDSCH 4 R~ TFTHI13. NTGT 44k 5 CVDik 3L ALD*k ¥ 4%
M EH By A s, ADSCT 40 A A48 T M B 4T,

Ta (N'Pr) (O'Bu) ;8 A& E RN Z

M Z Ta( N'Pr)(O'Bu) ;89 R AR, 4R A£47CH A4 0.1Torr.

(B HHl4)
(FALABRIER)ZA(1,2- —F&RL K )4 ( Ta( N'Pr)
Cl; (dme)) #54& &

EERAAAT, BEAA4E587g (16.4mmol) BF FF X
60mL, KB F A H AR R MmN F A EE2.90g(49.1mmol )
F21,2- = F & 4 4% 1.48g (16.4mmol ). A4 (1I) 5.80g
(42.6mmol). £Z & FTHRIFI12DE, LA - 8CA 22/ 0,
DB, TERED, NERREAZABRET R, KMFI K
% &4 E4K4.67g (10.7mmol). K % 66%.

'H NMR (500MHz, CD_. 8/ 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),
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200780032292. 5 oM P 3E26/562m

5 #4019

Ta (N'Pr) (O'Bu) ;#)4 A&

ERAARAT, £ATARGBTIEER (1.57M) 20.5mL¥
MmN T B22.39g, EFEETHREIONH, AFRTELER.
¥ A N B4 Ta (N'Pr) Cl; (dme) 4.67g ( 10.7mmol ) & & F
FRITmIGER Y, EERBFTHAFI12DE., TERREY, ANiE
R EEMBIREBEN ., RBIRERE, A FI L EHR&RIAK
3.23g (K E66%). HFiZRKEMR T CiDs, M Z'H NMRF="C
NMR & #, 335 53 4] 1848 Fl &9 % 3%, #4A % Ta ( N'Pr)
(O'Bu) ;.

(5 HH)5)

(RABERE) =8 (1,2- —F&ATHK ) 42 (Ta (NPr)
Cl; (dme)) #54 m&

ERAAAT, ®BEEAAMA4586g (16.4mmol ) &iF FF X
50mL, #AEKSF LI, BRRKMAFHEE2.91g (49.2mmol)
F12- —F AR A THK1.48g (16.4mmol ). R A4 (II) 5.36g
(39.3mmol ). £F B FHIF 120 E, B E - 8CA 24/ 8,
RHE. SERREN, NERBREAZABREITR, KhFilg

& 49 B 4 3.39g ( 7.80mmol ). K £ 48%.
'H NMR (500MHz, CD._. §/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),

5= 36 45 20

(AABER) = (RTHAAL) 42 (Ta (NPr) (O'Bu) 3)
b A R

ERAAAT, ETABEHTIKEER (1.59M) 14.7mL ¥
AT E1.74g, EFBTRBANE, AHRTEEZR,
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¥ A %4 Ta (NPr) Cly; (dme) 3.39g ( 7.80mmol) = F
¥R 4mlHER T, AR THFISIE. TEREY, ANIE
RBERMBREER. RBHFRE, AR FEREHRAK

2.50g (K FET70% ).
'H NMR (500MHz, CD.. 8 /ppm)

4. 71(m, 2H), 2. 06 (m, 2H), 1. 48(s, 27H), 1. 09(t, J=7Hz, 3H)
¢ NMR(125MHz. CD.3d /ppm)

78. 6, 65. 4, 32. 8, 28.7, 12, 2,

52 3645021

(RTABEE) = (RTAAX) 42 (Ta (N'Bu) (O'Bu)
;) B AR

ERAARAT, ATAEYTKEER (1.58M) 79.0mL ¥
AN T BE9.26g, E TR TFHHFI2DE, AFRTELLER,
BrrEmAs g (RTABREE) =& (12-Z2FAAK) &
(Ta (N'Bu) Cl; (dme)) 18.6g (41.6mmol) & T F X 80ml
WMERY, ETERTHBFeIHE. LR REY, NIEBRRERE
R A . RIBAFRE, NRFIREMHNRKILSg (KFE

74% ).
'H NMR (500MHz, CD. 38 / ppm)

1. 43(s, 9H), 1. 38(s, 27H)

C NMR(125MHz, C D . § /ppm)

77. 9, 64. 4, 35. 3, 33. 0,

Ta (N'Bu) (O'Bu) ;#) #4547

A 400ml/mini@ A B A AT, vAFAE & E10C/mintg
EHMNEZHTCHE R EZTARE T A EEE10C/min
ZHDSCH 4R = TAI14. ATGT 44 A CVDik & ALD % % ¢
ML BT A, IADSCT 4 A8 & M AL RFF
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Ta (N'Bu) (O'Bu) 389 & & E R ZE

M Z Ta( N'Bu)( O'Bu); 89 R A /E, &R A50CH 4 0.1Torr.

5 3645 22

Ta ( N'Bu) ( O'Bu) ;454 &

ERAAAT, £2THAEGTHRAER (1.58M) 14.3mL¥
MmN TEE1.68g, EFIRTHHFIONH, AR TEALER.
AL mANBE (RTEABRERE) =8 =424 (Ta (N'Bu) Cl,
(o2 ) ,) 3.90g ( 7.55mmol) &M F F RI1SmleyERr+y, A
FiR TN, TERREY, NERRERBREEAN.
RBITIFRE, NAFHRLEHRIKR260g (KET3%). ¥z
RAREE T CeDs, M & 'HNMRAC NMRA#, £ RF3 5%
AHBI2148 F ¢ K8, #iAAHTa (N'Bu) (OBu) ;.

5345023

(RTEABEE) = (RAAK) 42 (Ta (N'Bu) (O'Pe)
3) B4 A%,

ERAAAT, 2% (RTABRZK) = (ZCTABK)
48 (Ta (N'Bu) ( NEt,) ;) 2.52g ( 5.38mmol) = # F & 4% 8ml
B P m AKX BE1.42g (16.1mmol ), £ & FH 124 0,
ME R EEF, RIBEE, ADFR L EHERIK2.57Tg (K
#93%),

"H NMR (500MHz, CD.. 8 /ppm)

1. 62(q, J=7Hz, 6H), 1. 41 (s, 9H), 1. 35(s, 18H), 0. 96 (t, J=7Hz, 9H

)

**C NMR(125MHz, CD_. §/ppm)

80.0,64. 4, 37.7, 35. 2, 30.7, 9.3,

Ta(N'Bu)) (O'Pe); % # 5 #7
A 400ml/minB N R A AT, vAFRiEZ 10C/minky
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EHMNETHTCHERFAEAEN AR ¥ LA E & Z10C/minR
ZHDSCH LR FTTEILIS. ATGT 44 HCVDXk RALDX® $ 4
MAEA BRI o) A ALt M, MDSCT 40 A8 Z M & B 4T,

5 5645 24

(BMTABRIE) = (1,1-—CA&BEAL) 4 (Ta(NBu)
( OCEt3) ;) &4 M

AERAARAT, £4Ta (N'Bu) ( Net,) 51.40g ( 3.00mmol)
AT LR 4mlE R P A3 - T A -3 - & B 1.05g
(9.04mmol), EETE FTHRIFI1200, BREARBREEHN, &
BRE, MAmFE R EHKRKLS6g (IKLE8T%).

'H NAER(5OOAIHZ\CJDE 6 /ppm)

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

Ta (N'Bu) ( OCEt;) ;89 # 4 #7

A A 400ml/minid@ N B A LA T, YAFAEEE10C/mink)
EHMNEHATCHE R AEFTAERE FUAHAREE10C /minh
ZWHDSCH R+ FB16. ATGT 42 4F 4 CVDi% RALD* F ¢
M EA RF A, MDSCT 40 #4482 M4 B 4F.

34925

(RAABER) = (RTAK) 42 (Ta (N'Pe) (O'Bu)
3 ) A AR

EERAAAT, ETAEGBTHKEER (1.57M) 13.6mL P
MANRTBE1.58g, AEERTHRAFIDNE, AFRTELER.
BE AN (RARABEERE) Z 8 =742 (Ta (N'Pe) Cly
(72 ) ,) 3.77g (7.1lmmol) &# FF XIloml¥yx k¥, £
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ERTHBFOONN., TEREY, NERRERBREERN. &
Wi RE, NmFELEHNERIK2.66g (KETT%).
'"H NMR (500MHz, CD._. 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._. § /ppm)
78. 1, 66. 8, 39. 8, 32. 9, 32. 7, 10. 4,

Ta ( N'Pe) ( O'Bu) ;85 # 5 #

A VA400ml/minB N R A AT, LRk E10C/mindd
EHMETHTCHERPFETARRZ T UHAREE10C/mini
FWDSCH 4R 7 TFB17. ATGT 47 4F A CVDik RALD*® F #
M EH BRI A KM, ADSCT 4o #4487 M & B 4F.

5 3426

(1,133-m P A TABER) = (RTAEL) 42 (Ta
( NCMe,CH,CMe; ) ( O'Bu) ;) #) 4 &

ERAAAT, ATAEGTKEER (1.57M) 14.9mL ¥+
NI T B81.73g, AER TFTHHF1IDE, FAHRTEALZTR.
FERANBE(LI33-OFERTABRER) =8 =724 (Ta
( NCMe,CH,CMe; ) Cl; (k%) ,) 4.47g (7.80mmol) & ¥ F
¥FRIOmIEAZRFT, ETRTFTHIF6N., TERREY, KNE
BRBEFEBIRZERN ., RBITFRE, AT KZ EHRIAK

3.26g (K% 80% ).
'H NMR (500MHz. CD. 8 /' ppm)

1. 88(s, 2H), 1. 50(s, 6H), 1. 39(s, 27I), 1. 12(s, 9H)
3C NMR(125MHz. CD. 9 / ppm)
78. 2, 68. 3, 60. 7, 34. 9, 33. 0, 32. 4, 32. 0,

Ta ( NCMe,CH,CMe; ) ( O'Bu) ;&) # 45 #7
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A2 400ml/minE N R AN AR T, AFEEEZ 10C/mindy
EHMNAHTCHERFEETN AR P UARRKEA10C /min
FHDSCH &R 7T B18. MTGT 4n4F A CVD*k R ALD* ¥ ¢4
M B A BT 6 AL, ADSCT 4 AR Z M b BT,

(3 #1)

Nb ( OEt) &9 # 4 #7

A A 400ml/min@ N R AN AR T, A F Bk E 10C/mindh
FHFMEOTCGHER T THEI9. T4 b5 KL HGBLE KL A
M (1) Ak, A4 2,

Nb ( OEt) s#9 & & /&M T

M ZNb (OEt) s#y A A JE, £120°C#40.1Torr.

(L3R 4#2)

Ta ( OEt) s#9 # 5 #7

VA 400ml/mind N R A AT, WA A E &R E 10C /mindd
EHMEHTCH AR T TH20. TohE5RKLPHBERIEL LY

(1) Aakb, RALHFHE,

Ta ( OEt) s#9 & A& M &2

MEZTa (OEt) s ARAE, £ R E129C $0.1Torr.

#4527

(FPABREZER) = (1-2ZHA-1-FHEARAL) £ (Nb
( NMe ) ( OCEt,Me ) ;) 54 &

ERAAAT, ETHALZHTHRER (1.65M) 23.8mL¥
AN3 - TR -3- REE241gh T ARG W R K HER (2.0M)
9.8mL, EEXETHFIITE, RETFTREAL. AERAFNAEE
B AR e N T AL 20mL# R EA. Hiz R AR L IR
2.13g (7.87mmol ) #§ Tk (5SmL) BF &R ¥, TR TFTHHF12]
B, SR RES, ANERRERBREEN. BIERBTF K
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B, NMmFH L EHRKLTOg (KES51%).
'H NMR (500MHz, CD. 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. O,

5 7,45 2.8

(CHEBER) = (1,1- —THEREARL) 4& (Nb (NEt)
( OCEt3) 3) # 4 &

ERAEAAT, ETEAEHTRER (1.65M) 23.9mL¥
MAN3 - LR -3-/RB2.75gh AT RER (T0wt%)
1.22g, £FZTFTHIFI0IMNZE, RETHREL, £ERAMa
G E AR T N T 20mLF R R A . HFiZ XA e AR AR AR
2.13g (7.90mmol) # T4 (5mL) BF & T, FR TFHIF12/D
B, IEREY, NERRERBREZER. BEZBTFR
&, WML E RN 14g (K FER3%).

'"H NMR (500MHz, CD_. §/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 . § /ppm)

84. 3, 57. 0(br), 32. 2? 19. 4, 8. 7,

6 45) 29

(FAABER) = (1-2A-1-FEAAEAKL) &£ (Nb
(N'Pr) ( OCEt,Me) ;) #4 A&

ERAAAT, £TAEHIRER (1.65M) 23.3mL ¥
A3 - FE -3- KBE2.36gF 5+ A A BI0OImg, FIE T HIF12
DBt iz E B e B A R 422.08g( 7.70mmol ) &9 T4 ( SmL )
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E%my, RETHELLIE., TRREH, NERBREERY
ERA ., RERIBFIFHRE, AT L E G RIKR222g (1K
#64% ).

'H NMR(500MHz, CD.. 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_. & /ppm)

82. 0, 62. 5(br), 35.5,27.7,27.1, 9. 1,

52 36490 30

Nb ( N'Pr) ( O'Bu) 3894 A&

ERAAAT, ETAEHTHKER (1.65M) 16.1mL¥F
MANFREE1.57g, ETRTR¥B4GNE, FEERMANE L
£ 4%3.58g (13.2mmol) ¥ &% (10mL) EF&RT, R T
REET R, #Hdm, WMAETEEZHTRER (1.65M) 24.1mL
b AR T EE2.95g #H 11D ARGRTELER, ERTHR
4, TRREH, AERRERBREIEN., BERE
Frig ks, AmiTEIR &6 RR3.14g (I F64%). HF R RAK
%R F CeDs>» M & 'HNMRA=’C NMRK#, #iA A Nb (N'Pr)
( O'Bu) ;.

F #4531

Nb (N'Bu) ( O'Bu) 384 A&

ERAAAT, ATAEHTRER (1.65M) 62.4mL¥F
AN T B 4.58gFe i T A B3.02gE B FTRMHF 1D, Hizx
AN B B EA4R5.56g (20.6mmol ) # T (20mL) &FF &
F, O RBR TR, TEREY, RNERBRERBRER
FORERBIFIFRE, AR L E M ERK6.04g( KL ETT%).,
W5 R AR MR T CsDg, M Z'H NMRA=°C NMR K, 3%, #A % Nb
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(N'Bu) (O'Bu) ;.

52 34132

Nb ( N'Bu) ( O'Bu) ;474 A&

EEAAAT, ATAEGTHKER (1.65M) 30.9mL ¥
e AR T BE2.27gh AR T A B 1.49g, TR FHF 1208, oA
1% R B R 485.02g (10.2mmol) &F F10mL#) iz 65 &
Bd, EEBRTHRME24)08., TEREY, KNERBREXKIEBR

WA, ORERBIFHRE, NMFE L EHRIKLS6g (KE
40% ). %% mAREM F CsDs, M Z'H NMR#A='’C NMRA#,
# ik ANb (N'Bu) (O'Bu) ;.

S #4033

Nb ( N'Bu) ( O'Bu) ;84 &

EEAEAAT, ATAEHTHKER (1.65M) 19.0mL ¥
AN T R K2.29g, TR TR, HiZERPRANE LR
o 4%4.23g (15.7mmol) # T4 (10mL) &EF R ¥, EETH
10040, AR TEE4h4.52g, BEH24 0 0. SRR ED,
MR IBERBREEAN. RERBIFRE, AORKEARLE
Wk k437g (K ET3%). HiZ RWIEMR T CDs, M AE HNMR
F13C NMR&#, #iAANb (N'Bu) (O'Bu) ;.

5 76 45 34

Nb ( N'Bu) ( O'Pe) ;854 A&

ERAART, ETAEGLEER (1.65M) 26.5mL¥F
e N R BEE2.32g e i T A B 1.28g, FE FTHI 120, HF&
Bk AP A AN4R237g (8.76mmol ) # Tk (10mL) & F
BP, TR THE240E. HERES, ANERBERBR X
EA . AERMATIEAS, MmIFE L G RK293g (K E
79% ). ¥ % A EM T CeDs, M Z'H NMRF='°C NMR#,
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KN ANDb (N'Bu) (O'Pe) ;.

5 #4535

(RTABEE)=Z(1,1-—CEARAL) 4R (Nb(NBu)
(OCEt;) 3) #4 &

ERAAAT, ATAENTHEAER (1.65M) 24.2mL ¥
AAN3 - LA -3- REE2.78gfe T A M 1.17g, £ R FHIHFI12
DA, FiZ AR MAR AR ARL216g (7.98mmol ) 8 T KK
(10mL) &BF & ¥, £ETFTHHF24 D, LERREH, RNIER
BERBREZEN. RERBHFRE, AMIFEREHRIK

3.33g (MK %82% ).
'H NMR (500MHz, CD._. & /ppm)

1. 65(q, J=8Hz, 18H), 1. 35(s, 9H), 0. 95(t, J=8Hz, 27H)

*C NMR(125MHz, CD._. §/ppm)

84. 1, 66. 4(br), 33. 5, 32. 2, 8. 9,

#4136

Nb ( N'Pe) ( O'Bu) ;84 &

ERAAAT, ETAEHTHEER (1.65M) 23.1mL¥F
MARTEL.69gf &R R AK1.33g, TR FHIFI120H. KiZ
R MmN E A RAL4LR2.06g (7.62mmol ) 4 Tx (SmL) BF R
P, OFRTHBA2240E . TEREY, NERBRERBRER
Fl. RERBFIFHRSE, AR L &4 ERKR2.19g( K ET2% ).
W% BARE M T CDg, M Z'HNMRA=>C NMR& %, # ik A Nb
(N'Pe) (O'Bu) ;.

5 3490 37

(13- —FEATHABRIERER) = (RTARK) £ (Nb
( NCHMeCH,CHMe, ) ( O'Bu) ;) # 4 A&

ERARAT, ATHAEHTHEER (1.65M) 26.6mLF
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MR TEE1.95gh 13- —FATHEK1.78g, TR THRF 12/
i, BimE R MmAE E A AMN4R2.37g(8.78mmol) 4 4% (5mL)
By, TR TR, LR RED, ANIERRERE
BhEEF . RERBFIFHRDE, ANMmFRKFEHNKRIKLSSg
(1% 44%).

'H NMR(500MHz, C D , § /ppm)

3. 90 (br, 1H), 1. 98(;, 61H), 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 . & /ppm)

77. 8, 64. 2(br), 51. O(,3 35. 9, 32. 9, 25. 7, 23. 22, 23. 21,

5 349138

Nb ( NCMe,CH,CMe; ) ( O'Bu) ;%) 4 &

ERAARAT, ETAEHOKER (1.65M) 28.6mL¥
AN T BE2.10g421,1,3,3- 9@ F AT AMK245g, Ti& THH12
NI IR R B AR 4R4.66g( 9.46mmol )& Tk ( 5mL)
Egad, TR THRHE24IE. LEREY, NERREXRME
ERA . BMERMBIFRE, ANWmAR KT ENRIK2.07g
(MK E50%), %% BB EMRTFCDs, M E'H NMRAC NMR
kiE, Hik A Nb ( NCMe,CH,CMe;) (O'Bu) ;.

5 7 4139

(FABER) = (1,1- —CEAREAK) 42 (Ta (NMe)
( OCEt3) 3) #54 A&

ERARAT, ETAEBTHKER (1.65M) 18.4mL¥
MA3- A -3- KE2.11gh F ARG A kdhER (2.0M)
75mL, TR TFTHBFIIEE, BREFREAL. AEAFHE EH
R e N T 20mL A AR K. HF i AN E B RA4E2.17g
(6.06mmol) # &) (5mL) BF &R T, TR TFTHIMFI2DH.
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HRAREY, NERRERBSRELER. RERBIIFRE,
M FE R EHERMARL1.07g (KE32%). FEZREKLHETR
AEH NN, FEREHEIK,

'"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. 3 / ppm)
84. 5, 48. 0, 32. 3, 8. 6,

5 76 1] 40

(ZHABERE) = (1,1- —CEAAEAK) 42 (Ta (NEt)
(OCEt;) 3) #4 M

EEAARAT, ATAEBTIKEER (1.65M) 23.9mL ¥
AN - TR -3-RB2.75gh ThEBEN T KRR (70wt%)
1.22g, EERTHFIOINEHZE, REFREWL, EERANS
& EAR T A TR 20mL A R A, HFix Ko NE 2 R4
2.83g ( 7.90mmol) ¥ &% (5mL) &F &R ¥, EEFH&EI2D
B, R REM, AMIERIRERBREZEN. BRERETFA
B, MMmiFE L &6 &RAR3.02g (KFE67%).

"H NMR (500MHz, CD._. &/ 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)

"3C NMR (125MHz. CD. 38 /ppm)

84.4, 55.5,32.3, 21.0, 8.7.

£ 76 45 41

(FALABTERE) = (1,1-=CA®AL) 42 (Ta(NPr)
(OCEt;) 3) #54 &

EERAAAT, ETALBTHEER (1.65M) 21.7mL¥
AAN3 - TE -3- KEE2.49gF R R A M 846mg, EIR T HAF12
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DEE, BzE RN B R A422.56g( 7.16mmol ) #) % ( SmL )
E%ATy, TRTHFEIINE., SEREY, NERBEZE
hEEA ., RERIBIFRE, MAMFILEHG&RIK2.02g (1K
2 48% ).

'H NMR(500MHz, C D . § /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_. &/ ppm)

84. 3, 61. 0, 32. 2, 28. 6, 8. 7,

5 3] 42

Ta (N'Bu) ( O'Bu) ;854 &

ERAAEAT, ATAEHIIKRER (1.65M) 36.7mL¥
AN T BE2.70gfe R T A M1.77g, B FHFI12DH., ¥Z
Bk AN B AL AAMAAEL34g (12.1mmol ) # Tk (10mL) & F
B, ERTHBIN., LEREYS, NIERBREEBIREEF.
RERIBITIFHRZE, ANAFELEHRKRIA48g (K ET8%).
¥ mARE MR T CeDg, M A 'HNMRA’C NMR&#, #iAH Ta
(N'Bu) (O'Bu) ;.

5 3 ) 43

Ta ( N'Bu) ( O'Bu) 3454 &

EEAAAT, ATAEAEHTHEAER (1.65M) 24.8mL ¥
AN T EE1.82gFe M T A B 1.20g, EE FTHFI120, HFiK
Bk AmANE AiEA4E474g (8.17mmol ) ¥ T A (10mL) & ¥
R, ERTHE24NE., TERED, NERBREZBR £
WA, O RERBIAARDE, NmFHALEHRKLSIg (KE
39% ). $Fi% RAKIEM T CeDs, W E'H NMRA °C NMR #,
#ikATa (N'Bu) (O'Bu) ;.
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5L 7 45) 44

(RTHABRER) = (1-ZEA-1-FAREKL) 42 (Ta
(N'Bu) ( OCEt,Me) 3) #)4- &

ERAAAT, ETAEHTHKER (1.65M) 27.0mL¥F
MA3- T -3- RKBE2.73gh R T A KBK1.30g, TR TFHIFI2
bEF, HiziE R AR A A 423.19g ( 8.90mmol ) 4 T I%
(1omL) B & ¥, TR TFTHH2400. TERREY, NER
BERBREER. BRERIBIFKRE, ARFEREQRIK
3.49g (K E71%).

"H NMR (500MHz, CD_. & /ppm)

1. 69—1. 56(m, 12H), 1. 40(s, 9H), 1. 31 (s, 9H), 0. 95(t, J=8Hz, 18

H)

C NMR(125MHz, CD_. §/ppm)

82.1,64.5,35.5,35.1, 27.7, 9. 1,

& 36 4 45

(RTABEE) = (1-FA-1-AEATARX) 42 (Ta
(N'Bu) (OCMePr,) 3) #4m&

ERAARAT, ETAEMTKER (1.65M) 25.8mLF
MmANd-FHR-4- FBEE333gfe R T AK1.25g, TR FHIEI2
DB, HamiE kRN B A A 1L423.06g ( 8.53mmol ) # T %
(10mL) &F & ¥, TR TFTHA24H, LRIEY, RER
BERBEREZER. REAXBAFRE, ANTFERE L RAK
3.89g (M E71% ),

"H NMR (500MHz, C D | § /ppm)

1. 63—1. 58 (m, 12H)Fj 16. 47—1. 41 (m, 12H) 1. 44 (s, 9H), 1. 36(s, 9H

), 0. 98(t, J=7Hz, 18H)

“C NMR(125MHz, C D . § /ppm)
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81.8, 64.5, 46.1, 35.3, 28.9, 18.1, 15.2.

5L 7645 46

Ta ( N'Pe) ( O'Bu) 3894 A&

EEAEAAT, ATAENTHEER (1.65M) 18.9mL¥F
AN T EE1.39gf R AR 1.09g, R FTH 120, FiZ
kA E) A AA4E2.24g (6.25mmol) ¥ TH (SmL) &F &
b, RERTHH240. LEREY, NERBRERBR X E
FRERBIIFHRE, ARFELE G RIK2.04g( I FE67%).
% AR E R T CeDg» M Z'HNMRA"C NMRA& #, # ik Ta

( N'Pe) (O'Bu) ;.

£ A ) 47

Ta ( NCMe,CH,CMes) ( O'Bu) ;84 A&

ERAAGAT, AaTAEHTHRER (1.65M) 323mL¥F
AN T BE2.37g421,1,3,3 -9 F AT A K2.76g, £ER T HHF12
DB B E R R AR AR A423.82¢(10.7mmol )& T4 ( SmL)
Bk, 2R TR0, SRTEY., RNERREXRNE
REEA . RERIBIFRSE, AMFIREHNZRIKL07g (I
£72%), ¥iZBRREM T CDs, M Z'HNMRF °C NMRA #
#iA H Ta ( NCMe,CH,CMe; ) (O'Bu) ;.

% 3448

(BMTEABRTR) = (1-FHA-1-"EATARAL) & (Nb
( N'‘Bu) ( OCMePr,) 3) #14 A&

EEARAT, ATAEMTKRE®R (1.57M) 12.4mL ¥
MANd- FHA -4- FBE253g, TR TFTHFLI2DH, AF1-F
A-1-FATEAMLEER. ¥ L AFENb(NBu) Cls (it
%) ,2.77¢ (6.47mmol) &F F FR12mLeg £ A+, & TR
o4 B, EEREY, RERRERBREZEN. KEKE
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i skd, AmiFs L &6 &iIk2.62g (IKET3%).
'"H NMR (500MHz, CD._. §/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,

(BHH6)
(RTABELE) =& —#k"4 (Nb (N'Bu) Br; (b2 )
2) WA AR

ERAAAT, BEEHLRL622 (9.39mmol) BF FFXR
SOmLY = 7 % B SmL a9 iR A T, AR K e AR AR BR 40 2.29g 7= 4R
THAMKE137g. AR THFIONNZE, MmMAMET.OmL, #
m LT B AL UE RIEY, AR IR B E AAB IR & A Ao i F) 4y
hew, MR & &0 B4K3.48g (6.19mmol). K E 66%.

'H NMR (500MHz, CD._. §/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, J=7Hz, 2H), 1. 61 (s, 9H),

£ #4549

Nb ( NtBu) ( OtBu) 3494 A&

ERAAAT, ATAEGOKEER (1.65M) 11.2mL¥
AN T B 1.38g, EEBTFHRFUINE, FAARTELTR,
¥ A A F|4ENb (N'Bu) Br; (#t%2 ) ,3.48g ( 6.19mmol) & &
FERRIOmIGEZR T, TR THF24DE. SERREY, RIE
RBERABHREERN., RERBHARE, A RLEHR
H1.81g (M ET6%), % RKIEM T CeDe» M A 'HNMRA"C
NMR#& %, #ikANb (NBu) (O'Bu) ;.

(A ZH7)
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(M TABEZE)=ZHA(1,2- —F &4 Tk )I4E(Nb(N°Bu)
Cl; (dme)) #)4-A

ERAARAT, £FX50mLE — LA B SmLA RAR T &
R A A AAR6.04g (22.4mmol ), HAAEKRBF A I, DR KN
T HEE498gH1,2- = F AL TK2.34mL. 2 ALE (11)7.69g.
TR TFTHRE200EE, B E-20CA 60T, 2#HEFE., FER
B, MIRIR R ERABR EER N M AT R E E W EAK6.73g

(18.7mmol). 4L % 83%.
'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_. &/ ppm)

75.1, 73. 3, 70. 4, 68. 7, 61. 8, 31. 7, 20. 9, 11. 6,

% 36 4150

(HTHABEEE) = (RTHAL) 4 (Nb (N°Bu) (O'Bu)
3) 894 AR

ERAAAT, ETAENHTHKER (1.65M) 33.9mL¥F
MARTE4.15g, EFRTHRFLNN, AR TEAZR.
¥ £ m A F|4ENb (N°Bu) Cl; (dme) 6.73g ( 18.7mmol ) & /&
FPFRIOmIyER"R Y, TETFTHAFLIONE. SRETEYD, KIE
BRBERBREZN. REXBIIFARE, NAOFREEEH
BAR6.09g (1L % 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, J=

6Hz, 3H), 0. 98(t, J=7Hz, 3H)

“C NMR(125MHz, C D | § /ppm)
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77.8, 67. 8(br), 34. 0, 32. 9, 24. 6, 11. 8,

( B 4] 8)

(M THABRIE) =& =4 (Ta (N°Bu) Cl; (%% )
2 ) B9 A AR
| ESRAAAT, BEA428.75g (24.4mmol) BF FFX
T0mL 5 = Z 2 B TmL &g B AR T, R R I N AR 72 B 44 5.96gF= 1F
THAMB3S57g. £R TFTHF200E, mAE20mL, #® I
Fsut, iR RIE W, AR R IR E R X IEA Fe R gk,

M AF Bk & 45 B 4K9.69g (18.8mmol). K E77%.
'H NMR (500MHz, CD.3d / 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
0(m, 1H), 1. 59(m, 1H), 1. 42(d, J=6Hz, 3H), 1. 28(t, J=7Hz, 3H)
C NMR(125MHz, CD_. §/ppm)

153. 1, 152. 2, 139. 6, 138. 4, 124. 4, 124. 2, 68. 3, 33. 8, 23. 5, 11.
84

#4551

(FTHEABZKR) = (RTAX) 42 (Ta (N°Bu) (O'Bu)
3) 9B K

ERAAAT, ETAEHTKRER (1.65M) 34.1mL¥F
MANRTE41Tg, EEZRTFTHRFIDE, A4RTELEER,
¥ # A A %] 12 Ta (N°Bu) Cl; (%2 ) ,9.69g ( 18.8mmol) & &
FERIOmlIgER T, TR TFHIFI0D0F. TERREY, ANE
BB ERMBREERN., RERBIIFRE, AT EZTEH
HAk4.48g (L E51%).
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'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)
BC NMR(125MHz. CD. 6 / ppm)
78. 2, 66. 8, 35. 4, 32. 9, 26. 4, 12. 0,

(BZ5]9)

(1,1,33 - W@ ¥ A T ABE ) =R - 24, (Nb
( NCMe,CH,CMe; ) Cly (672 ) ,) #94 &

ERAAAT, AAZARKRT.63g (28.2mmol) BF FFXR
S50mLE B SmLEGBRART, IRK MmN A K46.89gF1,1,3,3
- WA TAKETI0g. ERTHRHINEE, A E15.0mL,
w240, TERREY, NERREAZRBREERN T
Fleguboe, Mm A2 B & &6 B1K10.7g(22.0mol ). 1K % 78%.

'H NMR (500MHz. CD. 8 /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, 6I1), 1. 15(s, 9I),

(A F410)

(VW EBE)(1L,133- 9F A THABREKR) 48 (Nb
( NCMe,CH,CMe; ) ( NMe, ) 3) #54 m&

A EAAS T, #Nb(NCMe,CH,CMe; ) Cls ( #b72 ) ,1.63¢
(3.37mmol ) &F FFRXSmL¥, mAL_FLABRENIKE
A (5.28wt%) 10.8g. TR FH #2005, LEREH, A
TERBERBREEN. BRERBRE, AAFIBEZELNR
K 418mg ( 1.18mmol ). K E35%.
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'"H NMR (500MHz, CD._. 6/ ppm)

3. 19(s, 18H), 1. 77(s, 2H), 1. 51 (s, 6H), 1. 16(s, 9H)
C NMR(125MHz, CD._. &/ ppm)

72.9, 57.9, 47. 2, 34. 1, 32. 3, 32. 2,

5 5 45) 52

(1,133-W¥ A TEBREE)(=ZFRAAL) £ (Nb
( NCMe,CH,CMe; ) (O'pr) 3) # 4 A&

EEAEAAT, ¥ Nb(NCMe,CH,CMe; )( NMe, ) 3410mg
(1.16mmol) &M FF R4mLey B RAH E - 78C, Z3044F
B RABE (210mg) ¥ F R (4mL) EkR., FE THE4D
BB, BARBBREEAN. BREFEEE, AmiFIHEEK

310mg (K E67% ).
'H NMR (500MHz. CD. 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,

5 36 ) 53

(RTABERE)(=ZfREAL) 42 (Nb (NBu) (O'pr)
3) WA AR

ERAARAT, H#Nb(NBu)( NEt,)3415mg( 1.09mmol )
BT HRI10mLA R R A I E -78C, 230047 i# An 2 A A B
(197mg) ¥ F XK (10mL) #F&R. -78C FHHIIHE, &
EARBBREERN. ZRETRAREEBTIKSmLY, SHE -
78C, A iFE G & B 44255mg (I E68%).
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'"H NMR(500MHz,C D . § /ppm)

5. 12(m, 3H), 1. 45((16, J6=7Hz, 18H), 1. 38(s, 9H)

"C NMR (125MHz, CD._. §/ppm)

77.7, 65. 7(br), 33. 8, 26. 7,

5 3 49) 54

(MTHABERE) (ZCAE) 48 (Nb (NBu) (OEt) 3)
A A

EERAAAT, H#Nb(NBu)( NEt,) ;826mg( 2.17mmol )
BT FRIOMLeYE &R A E -78C, L3040 4@ m T B
(300mg) # F R (10mL) &k, -78C FHHFIDNHE, &K
EERBREIERN. ERTHRALEZEBRTLKSmL, AHE -78

C, A3 a & E4K255mg (K E39% ).,
'H NMR (500MHz, CD. ¢ / ppm)

4. 72(q, J=7Hz, 6H), 1. 50(d, J=7Hz, 9H), 1. 33(s, 9H)

C NMR(125MHz, C D . § /ppm)

72. 1, 66. 7(br), 33. 4(,3 260. 0,

(A= H11)

Z(ZCTHA®BE) (RAABREK) 48 (Nb (N'Pe) ( NEt,)
3) B9 A A%

ERAAAT, ETAEYTHER (1.65M) 36.1mL¥F
N LA BEA36gH FH 1200, AR4E —CABRER. ¥ H
AN ENb(N'Pe) Cl; (dme) 7.44g ( 19.9mmol) # ¥ X (30mL)
BFRY, AEZERTHHFIZIENE, TRREY, NERKE
RBREFEN. REABEAZE, NWIFH E48E6EIKR2.70g
(6.85mmol). K % 34%.

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

3. 68(q, J=7Hz, 12H), 1. 64(q, J=8Hz, 2H), 1. 37(s, 6H), 1. 15(t, J=
7Hz, 18H), 1. 13(t, J=8Hz, 3H),

50



200780032292. 5 oM P E47/521

5 3455

(RAEBERE)(ZFAEL) 4 (Nb(NPe) (Opr) ;)
a9 A AR

ERAAAT, H4ENb(NPe)( NEt,)3921mg ( 2.33mmol )
BT T RI0mLY A RAIE -T78C, B304 mF A LB
(421mg) 9 F X (10mL) FE&R. £ -78CHH3I D E, &K
ERMBBREEN., ARTBEInLALRRBEE, RETER, A®
#3508 &BK555mg (KE67%).

'H NMR (500MHz, CD. 8 /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. 38 /' ppm)
77. 7, 68. 8(br), 33. 7, 30. 8, 26. 7, 9. 8,

% )56

(MR ABLE) (ZCTARE) 48 (Nb (NPe) (OEt) ;)
# A AR,

EEAAAT, B4 Nb(NPe)(NEt,) ;889mg( 2.25mmol )
BT Y RIONLY BB AL I E -78C, L3054 m T B
(31lmg) 9 ¥ X (10mL) &k, £ -78CHM#HI I HHEE,
BMERMBBREFAEFN. BRI ImLAARESE, REFRBR, A
miFBHEEKRTOImg (K EII%).

'H NMR (500MHz. CD.. 8 /ppm)
4. 68(q, J=8Hz, 611), 1. 60(d, J=8Hz, 2H), 1. 46(t, J=8Hz, 9H), 1. 2

6(s, 6H), 1. 02(t, J=8Hz, 3H)
"C NMR (125MHz, CD. 3 /ppm)
71. 9, 69. 0(br), 38. 5, 30. 6, 20. 0, 9. 9,

(b3 #)3)
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1% 1 T Nb ( OEt) s#) 4 Nb% I 69 A&

¥Nb (OEt) stEAHBA, A B20EKE, ERMEEIT
C. A (Ar) RE30sccm. B#HE S 50Torr. #HHFAAK (Ar)
A E210scem. KA H AR (0,) A E60scem. AR E FE4007C .
B E A& WA S 4Torr T, @B it CVD* A SiO,/Sifk 4 L #4718
RIE. AREAXHE>AEEMNZATFEGR, £ 0 ENb#y &
MXAHE., AXHELS T ARan, hYAKE, BREY
# 14nm.

(tbE f4)

12 A 7T Nb ( OEt) 5% 4 NbE B 44 &

¥Nb (OEt) sEARA, A B2 KE, £RHREIT
C. KA (Ar) R E¥30scem. BR#E H50Torr. #HH AR (Ar)
AE210scem. B AR (0,) AE60scem. FHAREE200C .,
B F A& W JE S 4Torr F, @B it CVD*k A SiO,/Sif 4 L #t47 1) &
R, AEAXHESHEIZHRTNE, £ RAEN BN 4
P XA 4, .

% 3, 45) 57

£ 8 T Nb ( N'‘Bu) (O'Bu) ;) 4 Nb¥& i ¢ 7 A%,

¥Nb (N'Bu) (O'Bu) ¥4 F#, AE20KE, £ER
#imE40C. KA (Ar) A E30scem. BRA/E A 50Torr. #H A
A4 (Ar) AE210sccm. B A & AR (0,) HE60scem. AR
B E400C. REAN/E N 4Torr T, @i CVDik £ SiOy/Sik MR
EHAFIIERE., ARAXHEASHELEMNZAAAEGRE, £
W ENb#HFHXMH LK., AXHEKALLTFRIEAARAEKR, X
AHERAR, BF 4 H210nm.

2 #4558

£ A 7T Nb (N'Bu) (O'Bu) ;4 4 NbF £ 49 7 &
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¥#Nb (N'Bu) (O'Bu) ;A B#A, ABE2HEXE, AR
MR EA40C. HA (Ar) A E30scem. BAHE 5 50Torr. #H &
A4k (Ar) AE210scem. B E &A4R (0,) A EF60scem. KR
BE200C. REAAE H4Torr T, BT CVDE £ SiO,/Sikk ik
FHAFINERBE., ARAXKHEXSMKEMNZTHAENIR, &
E Ak Nb#g XM A, A XH L T 4838 20 A K 48 A
%R AR, BEF Y H220nm.

5 349 59

12 B TNb ( N'Pr) ( O'Bu) ;% & Nb# I 4 % &

#Nb (N'Pr) (O'Bu) s HEH, AEH2GEE, £FRH
BE40C. KA (Ar) AE30scem. BHE H50Torr. B A
K (Ar) K= 210scem. R E AR (0,) A EF60sccm. KRR
F400C. R EAE A E H4Torr F, @B iXCVDik £ SiO,/SiAk# L
HATID AR, ARAXHEASAT A EMNZ AR, £ X
MM Nb&gF XK. AXFHEALE TREHABRAR, %
RAAIALR. BEEY H250nm.

5 3 4 60

£ 8 T Nb ( N'Pr) (O'Bu) ;% 4 NbF £ 45 % &

#Nb (NPr) (O'Bu) A BA, AB2KE, £AH
= E40C. B A (Ar) A E30scem. BH/E 5 50Torr. #HEEE,
K (Ar) KL =210scem. R E AR (0,) AR E60scem. KRR
B200C. REAEAEJ4Torr T, B CVDHk £ SiO/Si&k# £
HATVNEARE., ARAXHEASHZENZATFAEGIKE, &0
BN AF XA L. AXHELR FRERANELLR, H AL
F. BB #240nm.

(u3R45)

1# B T Ta ( OEt) 494 Tai® JE 497 &
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¥Ta (OEt) s#EH BRA, AE2KE, ERHREZIR
C. &4&A (Ar) #230scem. BE#/E H50Torr. HB AR (Ar)
WmE210scem. B A 4K (0,) AZF60scem. FAREE400TC .
B R AE W & ) 4Torr F, @B iECVDk A SiOy/Sidk AR £ #4718
RB., ARAXHESMEEINEHAAENE, ERXRLENHTa
HMAEREXHER. AXHE LS FREHNRER, & RAHANE,
JE B % % 30nm.

(b 3z 4)6)

12 5 T Ta ( OEt) 474 Taig B &9 m&

¥Ta (OEt) st BA, HABE20EE, ERAEREI
C. KA (Ar) A E&30scem. BH/E H50Torr. # B AR (Ar)
#E210scem. B A 4K (0,) A E60sccm. FEARIEZ200TC .
B R AE N /E /1 4Torr F, B iECVD#*k A SiOy/Sik R E#HAT1 B
BRIE. AEAXMHEI>HEERANEL, ERAE N E Tatd &5
X 4

161

1A 7 Ta (N'Bu) (O'Bu) ;8144 Taig & ¢ A&,

¥Ta (N'Bu) (O'Bu) ;44 BAt, A BEH2KE, £RA
B E38C. HA (Ar) A =30scem. B FE H50Torr. B A
W (Ar) A E210scem. B M A4K (0,) A E60scem. KRB
B A400C. REAE A E A 4Torr T, B CVDk /£ SiO,/Siz K L
HAAIPEARE., ARAXHESHTEZEMNZAAREOR, &R
Hrl ok Tadh XA K. AXH R AL TRIEAARER, &
A A4, RE Y H270nm.

5 7 45 62

1 8 T Ta (N'Bu) ( O'Bu) 384 Tai% I &9 m

¥Ta (N'Bu) (OBu) ;4 B4, ABEH2HEEE, £RA
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RE38C. HA (Ar) ARE30scem. BA/E S 50Torr. #H A
R (Ar) RE210scem. R A &AR (0,) HE60scem. KRR A
200C . R A A E A 4Torr T, B CVDHk & SiO,/SiF i k #t
AV ARE. ARAXFESHEAENTAFEAR, 2 RE
Mok Tatg XA L. AXHEALE FTRIEANRAR, ERA
k42, R 25 100nm.

5 7 4] 63

1 8 T Ta (N'Pr) (O'Bu) ;%4 Ta¥ I 64 % A&

¥Ta (N'Pr) (O'Bu) %A BA#, ABEH20KE, £RA
BEAL0C. HA (Ar) A E30sccm. BRAE H50Torr. ## A
# (Ar) #RE210scem. R AR (0,) A E60sccm. AR E
B A400C. REMA/E H4Torr T, #BiICVDk £ SiOy/Sikim L
HAT VDN R, ARAEXHES T EZEMZAFENR, &R
A Tatg M XK. AXHEALGL T REAANRLR, &R
A E4e, JEE 4 4 340nm.

5 3 1) 64

1% 8 T Ta (N'Pr) (O'Bu) ;% 4 Tai¥ J& 69 % &

¥ Ta (NPr) (OBu) ;%64 R#, RABE2MKE, £RHA
BEA40C. H A (Ar) A E30scem. BRAHE A 50Torr. # B A
K (Ar) R &210scem. R AR (0,) AR E60scem. KARIE
F200C. REAEAE H4Torr F, @ iLCVDE £ SiO,/Sik R k
HAFTLDEARE. ARAXFEXSTEZEMZHAAEGR, 44X
Bop itk Tat XM L. AXHFERLL TRIEAAREKR, &
A a4, R FE 294 120nm.

M AR LN EHRGT XS RLARATT A, T FA
BMBEHARAAR KRN, RERAHBRLNGHMNATE, £Ti#
ITEF R EFAS
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AWFEE F200658A 288 e B KE A w5 B R&FR
2006 - 231081 ). 200743 A268 ##Ees B KE A FF (B K4
2007 - 79924 ) #22007F7A 178 ¥ e B KREHFF (B K
482007 - 186071), AAFZMHALEFBEANZL,

Tk kg e )R

AZROBTREESY (1), BARFHEARE, THE
Bl FREAEEH e CVDERALDE F F ik 4 & AR08
B, KA T LNERZZEHN.

56



200780032292. 5 iﬁ'. HH :l:; I;ﬁ @ F1/10TL
0.0
-100] TG |
-20.0 B 4.000
-300 |
-400 | DSC 2.000 psc mw
~-50.0 |
TG % -60.0 | 10.000
-70.0
-80.0 | 1-2.000
-90.0 |
‘ _1000 1 i 1 L 1 1 L
50.0 100.0 150.0 200.0 250.0 300.0 350.0 400.0 450.0
BIKERE
" 1
8
e
5
/ g
6
10
/
7 %
4 3
T T LN
12

—Bida—




200780032292. 5 L L H2/100

0.0 110.00
-10.0}
-20.0}
-30.0 15.00
_ DSC
400 =
o -50.0 N
3 : 10.00 §
-60.0 \/’_/
-700
1-5.00
-80.0"
~-900
_1000 S L L L L n ! L —1000
500 1000 150.0 2000 2500 300.0 3500 4000 4500
BIKEE
" 3
0.0 18.000
-10.0
20,0t 16.000
-30.0
14.000
-40.0 =
s E
< -50.0 12000 o
o 7]
-60.0 o
~70.0 10.000
-80.0
+-2.000
-90.0
_1 00.0 L 4 a4 i 1 — i i ! —4_000
500 1000 150.0 200.0 250.0 300.0 350.0 400.0 4500
BICERE
B 4

58



200780032292. 5 L L H3/107

0.0/
11.000
-10.0
-20.0
40.000
=300}
. -40.0 %
o -50.0H -1.000 ©
= (7]
-60.0 e
=700 1-2.000
-80.0
-90.07 1-3.000
_100.0' — 1 L 1 ( i L 1
50.0 1000 1500 2000 2500 3000 350.0 4000 4500
BEKEE
" 5
0.0/ 14.000
-10.0
-200f
__30‘0_ —'2.000
-40.0 z
p 50.0 £
(] —Ju. [&]
= 10000 £
-60.0}
-70.0
~800 1-2.000
-90.0
_100.0_ L L L i | ! L
50.0 1000 1500 2000 2500 3000 3500 400.0 4500
BIKERE
H 6

59



200780032292. 5 L L H4/1000

00
6.000
-100
-200 45.000
-300
14.000
-400 =
3 £
¢ =500 13000 §
-60.0 Q
-70.0 12.000
~80.0 11.000
-90.0
~-100.0t . . . , . . . 10.000
500 1000 150.0 2000 250.0 3000 350.0 400.0 450.0
BIKaE
/" 7
00
13.000
-100} TG
-200F 12.000
-300 11,000
-400+ DSC >
2 10000 E
E =500 8
_g00k {-1.000 °
-70.0F
1-2.000
-800F -
900+ 1-3.000
—100.0“ | { — ) L N ' L
500 1000 1500 2000 2500 3000 3500 4000 4500
BIKEE
B 8

60



200780032292. 5 L L 5/100

0.0 33.000
-10.0
-20.0 12.000
-30.0
_ 11.000
400 z
a= £
s e 10.000 8
-60.0} ' e
-70.0
-80.0 [
-900
-2.000
-I 00.0 Lo N ! | " ' L L
500 1000 1500 2000 2500 300.0 3500 4000 4500
BINRE
B 9
0.0 310.00
-10.0
-20.0
+5.00
-30.0
-40.0
ae DSC =
o -300 1000 Q
-60.0} a
=700+
-800} 1-5.00
-90.0+
-100.0 C_ i 1 ¢ 1 f N |
500 1000 1500 2000 2500 300.0 350.0 4000 4500
BIREE
A 10

61



200780032292. 5 L L 6/1010
0.0
412.000
-10.0
-20.0
-30.0 411.000
-40.0 DSC =
= £
¢ -500 10,000 §
-60.0
-70.0
-80.0 1-1.000
-90.0
-100.0_ l 1 L 1 L " " L
500 1000 150.0 2000 2500 300.0 3500 4000 450.0
BEKRE
/11
0.0 35.000
-1oo 14.000
-20.0
_30'0 _3.000
-40.0 |
- DSC 2.000 %
© -50.0 o
11000 &
-60.0 a
-70.0 10.000
-80.0 {/\_\
4-1.000
-90.0
-1 000 A 1 ; i ¢ ! 1 n 1 -2'000
500 1000 1500 200.0 250.0 300.0 3500 4000 4500
BEKAE
" 12

62



200780032292. 5 L L HT/100

0.0
-10.0 15.000
-200
{4,000
-30.0
DSC
—4annlk 13.000
400 =
ae £
o -500 12000 9
~60.0 a
700! 41.000
-80.0 [_\ Jo.000
-90.0
-100.0” 1 i L L 1 i ' i 4—1.000
500 100.0 1500 2000 2500 300.0 3500 400.0 4500
BIKEE
K" 13
00 16.000
-10.0
-200F 14.000
-300}
DSC )
2.000
-40.0 >
*® E
@ -500 {ooo0 8
-60.0 o
-70.0 {-2.000
-80.0 \/
_90.0 {-4.000
_100.0'- | : —_— L 1 £ 1 :
500 1000 150.0 2000 2500 3000 3500 4000 4500
BKEE
B 14

63



200780032292. 5 L L /101

0.0
_100l 16.000
-20.0
-30.0 DSC 44.000
. -40.0 %
o =500 2000
= (72}
-60.0 Q
_70.0&/ 40.000
-800r L
-900r 1-2.000
—100.0— 1 L : ) i L i !
500 1000 1500 2000 2500 3000 350.0 4000 4500
BIKRE
" 15
0.0
-10.0 16.000
-20.0
-30.0 DsSC 4000
-400 =
o —5000 {2000 F
E 500 8
-60.0 a
-70.0 40.000
-80.0}
-900} 1-2.000
_100.0- L i - 1 L 1 t L
500 1000 1500 200.0 2500 3000 3500 4000 4500
BIKEE
B 16

64



200780032292. 5 L L 9/101

0.0 316.000
-100}
-20.0 14.000
-30.0
D
-40.0 SC =
2® '2.000 E
-50.0
e 3
-60.0F a
_70_0\ 10,000
-80.0} \’\r
-90.0} 1-2.000
_100-0_ i I L 1 Y L L i
500 100.0 150.0 2000 2500 300.0 3500 4000 4500
BIKaE
" 17
0.0
14.000
-100}
-200 13.000
-30.0 DSC
42.000
-40.0 =
= £
o -500 {1000 8
-600 e
-700 10.000
-80.0+
1-1.000
-900}
—100.0‘_ ! Y £ 1 ! { i 1
500 1000 1500 2000 2500 3000 350.0 400.0 4500
BIKRE
" 18

65



200780032292. 5 L L 10/101

00
-100+
TG
-20.0F
-300¢
~-40.01
>
o -500r
f—-
-60.0
-70.0r
-80.01
-90.0+
~1000}F__, . . o . , .
500 1000 1500 2000 2500 3000 3500 4000 4500
BREE
A 19
0
_‘ 0 b
TG
_20 -
-30r
_.40 -
a=
0] -50F
s
-60f
_70 L
_80 -
_90 -
_l 00 C 1 I i 1 L —_ ) L
50 100 150 200 250 300 350 400 450
BICRE
B 20

66



