JP 4257434 B2 2009.4.22

(19) B EEHEFT (UP) i F A& #®HE2) (1) SHES
ETMA2DT4345
(PA257434)
(45) ¥17EH FER215EAR 228 (2009. 4. 22) (24) BB FHR21EF2H13H (2009.2.13)
(51) Int.CI. F 1
CO7F /10 (2006.01) CO7F 17/100 CSPS
HO1L 51/50 (2006.01) HO5B 33/14 A
HOSB 33/22 B
WREOM 5 (29 R
@) HEES 1 BE2005-309623 (P2005-309623)  [|(73) &r3riEE 504145364
(22) HEEE SERL7EEL0H25R (2005.10.25) B ARFEEABBEARZE
65) MBS £ BH2007-119354 (P2007-119354A) HERARTRIETN T B 2 &k
43) AME SERG194E5H 17H (2007.5. 17) (74) fRE A 100100549
EBRRE ERITEI2ZH 220 (2005.12.22) #EL+ 0 B|2
(74) {RIE A 100090516
£EL HE BHF
T4 REA 100089244
#EL EL @
(74) {RIE A 100126505
#EL EB H—
(72) BEAE MT =z

HERNEMREE3-7-2-101

BARRIZA

64 [RADER] ¥V ABREEFRTHAAL L — L FHRE

(G7HO0Ooooooood
Do0o0o0ao
000000000000 0000
0ooo

i 1N

0o 000000000000 0000000000000000000000A0
OO0D0OO-SiIRARRPREO DU ODODODOODOODODODOWMO®OoDO00DOOOGg ooao-Ssi
RARPREODODDDODODODODO®MOPDO0C 00000000 DN0OONDODNDODOOD

oooobooooooboooooboooooobooboooooboboooobooooobooo

000000000



(2)

JP 4257434 B2 2009.4.22

oooooo
D20 0P000C000000000000D0O0O0OOOODOOOODOOOOO
oooooao

D200P00C0C000000DO0OOOODOOOOOCODOO

oooooao
3,6-00000000000000000000000000000000000000
O00000000ON,3,6-00000000000000000000000000000
oo000000o0o0o03,6-0000000000000O0O0O0O0O0OOOOOOOOO
00003,6-0000000000000000000O0O0O0O0O0O0O0OO0OOO0O0OO0
0o0o0oooo 10
oooooo
2,7-00000000000000000000000000000000000000
00000000N,2,7-0000000000000000000000000000O0
000000000002,7-00000000000000O0O0O0OO0OOOOOOO0O0O0
0oo0o02,7-0000000000000000000O0O0O0O0OOOOAO
ooooooooooaoao

dooooooooag

oooooo

oooooo

0000000000000 000000O00O0O0O0O0O0O0O0O0O0OoOoOoOoOooooOan 20
ooooO0oO0oO0oO0oO0oO0oOoO0oO0oOoooooao

oooooo

oooooao

0000000000000 00000000O0O0O0O0O0D0O0O0O0O0O0OoOoOoooooOan
0000000000000 000000O00O0O0O0O0O00O0D0D0Do0o0oDoDoDoDonooan
0000000000000 00000O0O0O0O0O0O0O0DO0DO0DO0DO0DO0DOoDOoDOoDOoDOoDOoOoOaO
0000000000000 000000O00O0O0O0O0O0O0O0DO0OoOoOoOoOoooooOan
0000000000000 00000000O0O0O0O00000Do0Do0o0ooDo0Do0Dononon
oo0oO0oO0oO0oO0oO0oO0oO0oO0oO0oO0oO0oO0OOoOoOoOoOao

000000000 2004-1467330 0 0 30
O0000000O000?2005-1328200 0 O

ooooooao

ooo0oO0oO0oO0oO0oO0oOoOoOoooao

oooooao

0000000000000 000000000O00000D0Do0D0o0ooDoDoDoonon
doo00000O0O0O0O0Oo0OoOoDOoOoOoOoOn

doo0oO0oO0oO0oO0oOoooooao

oooooo

0000000000000 00000O0O0O0O0O0O0DO0DO0DO0DOoDOoDOoDOoDOoDoooIIoOOn
0000000000000 0000000O0O0O0O0O0O0OO0DO0DO0O0OoDOoOoOoOoOoOan 40
oooooo

0000000000000 000O00O0O0O0O0DO0O0DOooDoDooooaO
o0o0O0O0oO0O0O0oOoOoOoooOoOon



3) JP 4257434 B2 2009.4.22

gooao

R3 R? (D
0l0oe000000000000D000000000D00000O0000D000000
O0O0D0-SiRFRPREOU D 000D O0O0DO0ODODOODWO® 0000000000 -Si
RARPREOODODDCOODOOORMRPORODIODONDNONONDNOONODODOODODODODOO
gobobooooooooboobobobooooobooboboboboooooboDobobao
‘0000000000000 000D0000D0000D0D0O000D0O000n

ogooooad
0000010000000 Wo®™ 0000000000 -SiRARPR®OUD DO ODODOD
0O00000000000-SiRARPREODDDDDDDDOODD3WOPODOODOCDDOD
goodoooodooooobouooboob oo oo o000 oobooao
ooooooan
oooooad
o000 oo oo b oo b oo oo oooOood
gooooooooooooooooobooboobooboobooboooooodd
Oo0ooooooonoo
goddooooooooooooboao
ogooooad
Oooooooooboboooooo
oooooad
oo oo oo oouooooooao
ogooao
R7
Rl R®
N
R? R®

R3 r* (D

0000000000000 DO0D00D0D00DO0OD0O0O0DO0ODO0ODO0OO0DODODOOaD
O00-SiRFRPR®O 0D DO0DO0DODODODODODOMNMO® 00000000 DO-SiRA
RPREOODDODO0DODDO0DODODDOWO®™ 00000000 DOO-SiR3RPREO O

0000000000000 00000Mmo®o000000-SiR3RPREOODOODDOO

0000000000000 DODO0OCODMoO®0200% 000030040 -SiR3RPR
cC000D0000000D0000000D00-SiIRARRPREOUDDOUDODODDONMDO®OO
0000000000000 DO0OD0O0OD0D0D0ODODO0ODODO0ODOoODOoOOoDOoOoD*™mOo®oD
0O-SiR®RPREO 00 O0DO0DO0ODODODOODODODODODODODODOODODO

0000000000000 D0000000D00000D00000000000000an
0000000000000 DO0O0DO0OD0D0ODO0ODO0OO0DO0DO0ODO0OO0DOoODOoODOoOaD
0000000000000 DO0OD0O0D0D0D0DO0ODO0D0DO0ODODO0OO0DODODOOD
0000000000000 D00000D00D0000O0D00DOO0DOOoOad
oooooo

10

20

30

40

50



g
u
O

orRrO0OOo0o0ooOoo0ooooooooooooooooooOoonans
e A ey e A B |

4) JP 4257434 B2 2009.4.22

AqoPDO0CDO000O0DO0O0ODO0O0ODO0ODOODOODODODOODOODOOODOO
ooooboooooobooooobooooobooboooooboooooooooaon
uoooboooooobooooboooooboboooooboooooooooao
gooooooooooboooooboooooboboboogooboogoooooboooo
ooooboooooooboooooobooooobooboooooboooooooooaon
D002 0POO0C00000000O0O0ODOOOODOOOODODOOOOO

Ooo0oo0ogogo
I I o [y

‘000000000000 00000O00D0000D0O00D00D00D0O0O00000
oooooOooooobooooooboooobobooobobboooobooo
goobooboooooogooboboboboobooobooboboboboo
goaoaano

ooobobooooboooooooooao
gboobooooobooboboboboo
ugbooboooooboobooboboaobooao
ooobOooooboocoooooboooao
NMROODODODOODODODOOOOODOO
gboboooooboobooboboobooao gbooboooogan
oooobooooooobOooooooboooooboooobobooboooooao
oooboooooboogoao

0ooooooon
CISiR3RPRCO 0 O O
ooooooooDn
0o0o0ooooxd

O 0Ooo
O oOooo
O 0Oooo
O 0Ooo
O 0Oooo

Oo0oooogooooaoo
OJ
O
O
O
O

OoOo0ooogQgogao

ooobOooooobOoooooooooooboooooboooboooooano
oooobooood

O 0ooo
O

O

00000000 oooooao
,6-bis(trimethylsilyl)calbazolel O O
.0 3,6-dibromocalbazole O O O

00

H H
NBS
D — (3T
CH2C|2 Br Br
i00mL O0DO0OODDOODODODOODDODOOODDOO 20mMmL D000 DOOOODOOO

O00D0DD0OD0OD00000O0O0O0O000 carbazole (1.239 g) OO0 ODODOOOOOO
(30 gDOCH,CI, (130 mL) ODODDODOOOODOOOODODODO N-bromosuccinimide (NBS,

W OO oooooooooogoogoogo
L2 S R e e e e e e e e A s
oo ooDoooo0oooooooooogodg

2.674 g) 00O CHCI, (200mL) OO0 1.50000000000000000006

O
O

ugbooouooobobobooooboobobobooobooobouoboboboobooo
ocoooObOOO0O0O0oO0oooooooObObObOO0ooDoooooooDDO 3,6-dibromocalb

azole 00 ODODOOOODOOO 1.19g0d0 51% 0000

O

1.

ooooao
2.0 3,6-bis(trimethylsilyl)calbazoled O O

10

20

30

40



(5) JP 4257434 B2 2009.4.22

o000
H 1) n-BuLi SiMe 3
2) Me;SiCl
3 o>
Et,O

Br Br Br Br

1) £BuLi SiMe 3 H HO H

2) Me;SiCl , M2

—_—
- (3 (-
Me3$i SiMe3 Me3Si SiMe;

000o0DooooooDooooD somL 00000 O0ODOOO0ODDOOOODODOOO
OO0OO0o0O0OO000 3,6-dibromocarbazole (202.6 mg) OO0 Et,0 (20 mL) OO0 O 00O
O00O00OBULI (DOO0O0O0O0O0.42ml) OO0O0O0O0DODOODODO 30 000000MesSi
Cl (98.2mg) ODODOODODDODDOODOODODOOY8 COODODDDt-BULI DOOOOOOOZL.7
mt0 O0O000020000000MegSICI (420mg) D0 O0OODO78 CcOOO 3000
oo0o0o0DDoODO0o000O0o0ooo0ooODDoODoDoDo0o0DOoO0ooOsS% O0ODDODDOD0O0 5me 00
ooO0o0o0oO0oO0ooOO0oo00D et,0000000000O0O00OO0DOOODOOODOO
oo0o0o0o0oDoOD0000U0O0o0ooo0Oo0o0o0DDOoODO0DO0O0O0O0DO0ooooDooDoOoDOoDOoOOoooOg
e e ¢
-bis(trimethylsilyl)-calbazole 0000 O00ODOO0O0O 57.4mgd00d 29% OO0O0O
MSOOGOooo (El, 70 eV) m/z () 311 (M", 67), 296 (100), 73 (10)
IRODODOO0DDODODO (KBr) cm™t 3416, 3028, 2951, 2893, 1614, 1595, 1462, 1
279, 1259, 1244, 1223, 1204, 1144, 1096, 1074, 837, 808, 758, 737, 691

IHNMR OODODODODODOOD (500 MHz, CDCIL) & 0.35 (s, 18H), 7.41 (d, 2H),
7.54 (d 2H), 8.00 (s, 1H), 8.25 (s, 2H) ppm

13C NMR (126 MHz, CDCl3) & -0.57, 110.13, 122.92, 122.34, 129.84, 130.68, 139.
91 ppm

29Si NMR (99 MHz, CDCl3) & -3.7 ppm

oooooao

1.3.0 3,6-bis(trimethylsilyl)calbazole0 000 O0D0OOOO

O 3,6-bis(trimethylsilyl)calbazole0 0000000000 OOOOODOOOOOO
oo0o0o0o0oDoODO00000O0o0ooo0o0O0oo0DDoDDOoODO0D00DU0DO00ooDoDoDoDoODDOoDOoOOooOOg
oo0oooDoODO0o0D0Do0Do0o0oooooODDoODOoDOoDOooDoOooooooOD

oooooao

1.4.0 3,6-bis(trimethylsilyl)calbazoleD 00000 O0O0O0DO

0 3,6-bis(trimethylsilyl)calbazolell 0 O calbazoleO D OO OODODOOOO ODODOO
oo0o0oDoDDODO0OO000O0O0o0ooooOo0O0ODODDODO0D00DU0DO0O0oooDoODoOoDoDoODDOoDOoOOoDOooOg
oooo0ooDOoO0oO0ooooooooooooOooOoao

oooooao

1.5.0 3,6-bis(trimethylsilyl)calbazole0 OO0 OO0OODOOO

0 3,6-bis(trimethylsilyl)calbazolell 0 O calbazoleO DO D OOOODOODOODODO
0000000 oo0D 29nmiO0000000000OOOOOODOO 347 nmO 362
nm O00O0OcalbazoleD 000000000 DO0ODO0ODODO0DODODODODODODODODDOOOOO
oooooao

1.6.0 3,6-bis(trimethylsilyl)calbazoleD OO0 0D0OOOOO

0000 3,6-bis(trimethylsilyl)calbazoled 0O O calbazoleD OO O OO0 OO0OODOODO
Oo000D0DDODO0O000DO0O0OooDOooOOoOoODoODOOaO0s3,6-bis(erimethylsilyl)calbazoled
calbazoleO 0 OO OO0O0ODDODDODODODODODOOODDODDODOODODOO

oooooao

oooooao

10

30

40

50



(6) JP 4257434 B2 2009.4.22

2.0 2,7-bis(trimethylsilyl)calbazolel O O
2.1.0 4,4 -dibromo-2-nitrobiphenyl 0O 0O O
oooao

D100 mL DO0O0OO0COOCOOCOOCODOOCODOOD 300m 00000000000
000000000000000000 4,4 -dibromobiphenyl (20.0 g) 000 00O (
300mML) 0000000000 100° COOO00O0O00O0OO0O0OOO0OO0 (95 mL) O
0D (Gm) 0000000000000 00000003000000000000000
000000000000 00000000000000000000 4,4 -dibromo-2-
nitrobiphenyl D00 D0O00O0O000O0O 15.59g000 68% 0000

oooooao
2.2.0 2,7-dibromocalbazole O 0O O
oooao

NO,

P(OEt); H

goooOooOoobooOooboDbD somLOOOOOODOOOUODOODOODDDOOO
OoooDODDO0O 4,4"-dibromo-2-nitrobiphenyl (5.01 g) 00O P(OEt); (20 mL) O
oo0ooOoO0OoO0OO0oO0OO0b0O0O000O01I 00000000000 O0O0PQEY); OO0
gooooo0dgoooOoOooUoooogoobooooguooboogoobooooogOo 2,7-dib
romocalbazole 000 DOOOOO0ODOODOO 1.15g000 25% 0OO0O0O

oooooao

2.3.0 2,7-bis(trimethylsilyl)calbazole O OO

goono

H 1) n-BuLi SiMe 3
2) Me;SiCl
Br~\‘!!&jflllr,—8r __1__:1__,__ Bn.\€!I£EjI!',,Br
Et,0
1) £BulLi SiMe; H

i . H*, H,O : ;
2) Me3SIC|. Me3SS|Me3 R > M638|SIMe3

ocoooOoOoOOO0OO0O0O0O0oOooO0 somL0O0O0O0O0OOOOCOCODODDODOOOOOOO
ooooDDoOo0 2,7-dibromocarbazole (203.2 mg) OO O Et,0 (20 mL) 000 00O
OOo0O0OO0O0OBuLI (000000042 mL) OO0O0O0OOOO0OO0 30000000 MezSi
Cl (89.0mg) DD DOODODODOOOOOOOY8 COOODODt-BuLi DOOOOOODO2.0
mtO 0000020000000 MegSiCl (502.0mg) 0OOOODO7Y8 COOO 30 O
ooooOoODOO0OO00O0O0O0O0oooOoOODODOOO000O0O0o0o0DoOS%ODDOO00 5mL O
Oo0oO0o0O0oO0O0bO0O0b0000D0 et, 0000000000000 DO00CDOO0OCDOO
cooooooOOoOoOoOoOoooooooOODbDOO0O0O0oOoOoOooooobooODDODOoOoOoOo
ocooooobooOoOoooooooooOoDbObObOobOoooooooobooboDbbobobooooog 2
,/-bis(trimethylsilyl)-calbazole OO0 OD0ODOOOO0ODODO 1830 mgO OO 67% OO0
O
MSOOOOOGQO (El, 70 eV) m/z (%) 311 (M", 82), 296 (100), 73 (8)
IRODODDOO0DODODDO (KBr) cm™t 3408, 3049, 3028, 2955, 2895, 1447, 1442, 1
333, 1323, 1246, 1211, 1086, 914, 835, 806, 754, 679, 621

10

20

30

40

50



) JP 4257434 B2 2009.4.22

IHNMR OO OODODDODOODODDO (500 MHz, CDClg) &  0.32 (s, 18H), 7.35 (d, 2H),
7.58 (s 2H), 7.98 (s, 1H), 8.04 (d, 2H) ppm

13C NMR (126 MHz, CDCl3) & -0.81, 115.44, 119.79, 123.77, 124.00, 138.03, 139.
31 ppm

295§ NMR (99 MHz, CDCl3) & -3.3 ppm

O
2
a
O
g
g
2
O
g
5
O
2
a
O

ooooao

4.0 2,7-bis(trimethylsilyl)calbazoleD O OO O0DODOOOO
2,7-bis(trimethylsilyl)calbazolel 0 O calbazoleO D OO OODODOOOO ODODOO
goooooOdoobDoOogoUobOooU0UobOoDoU0gooDoOUooOoDbooguobooo
Oo0ooooooooDoooooDooooaon

ooooao

5.0 2,7-bis(trimethylsilyl)calbazoleD OO0 O0OOOOOO
2,7-bis(trimethylsilyl)calbazolel 0 O calbazoleO DO D OOOODO2-00000
O00ooDoOooono 300nmOI00OO0OO0O0O0OOODOOODDOODOOOO 359 nmO 37
nm O0O00OOdcalbazoleOOOOOOOOODOOOODODOOOOODOOOODODOOO
ooooao

-6.0 2,7-bis(trimethylsilyl)calbazoleD OO OOO0DO0OO

000 2,7-bis(trimethylsilyl)calbazolell 0 O calbazoleO DO OO ODOODOODOO
0000000000 DOO0OD0OO0OO0O0OooOooDaan?2,7-bisCerimethylsilyl)calbazoleld

calbazoleO OO O DOOODDODOOOOODOOOODOODODODGO

Oooooooooooogooao

obooooooonb

ooooao

00O 0O 3,6-bis(trimethylsilyl)calbazolel X OODOODODODOOOODOODOO
000o0oDo0o0oo0ooDoo0ooooDoDoooooo

00 0O 3,6-bis(trimethylsilyl)calbazole 0 00 00O O calbazoleD OO OO OOO
oooooooooao

O O 0O 3,6-bis(trimethylsilyl)calbazoleD O OO O 0O O calbazoleD OO OODOODO
oooooooooao

0 0O 0O 3,6-bis(trimethylsilyl)calbazolel 0 00 0O 0O O calbazoleO OO OO0 O0OO
oooooo

0O 00 2,7-bis(trimethylsilyl)calbazolel 0 0O 0O 0O 0O O calbazoleD OO OO O0ODO
oooooooooao

00 02,7-bis(trimethylsilyl)calbazolel 0 00O 0O 0O O calbazoleO OO OO0 ODOO
oooooooooao

000 2,7-bis(trimethylsilyl)calbazolel 0 00 0O 0O O calbazoleD OO OO O0OO
oooooo

10

20

30



(8) JP 4257434 B2 2009.4.22

Weight/ %

L L It 1 L
50 100 150 200 250 300 350 400
Temperature / °C

ogooo

6.0

H
_Me;S\ Sitte
H

4.0

200 250 300 350 400
Wavelength / nm

X 10

2.0

gooao

-

0.0 . .
200 250 300 350 400
n Wavelength / nm
3 Me;Si SiMe
zr A opooo
N
€ r i Y
2 H s Iy
= i A
LR N Me,SiSiMe3
<t L . — s L Y .
320 360 400 440 2 k
Wavelength / nm 2 |
]
£
320 360 400 440

Wavelength / nm

0
-20
= 40
z H \
g 0 Me;,Sl SiMes l\

qon—"" il

L L L " L
50 100 150 200 250 300 350 400
Temperature / °C




9 JP 4257434 B2 2009.4.22

gbooooogooan

(72000 000000
000000000000000000000000000

(72000 00000
0000000000000000000000000000000

ugbog gobodaod

G6) 0000 DODOODODODODODOODODODODOODOOD
goooooooooooobooooooono
gogoooboooboobtbooooooooo
Mohammed Bouachrine, et al.OReactivity of Silyl Monomers for the Oxidative Polymeriza
tion of Phenylene UnitsdPhosphorus, Sulfur and Silicon and the Related Elements] 0
O0000Vol.1520p.265-278
Zhengguo Zhu, et al.dSynthesis and Characterization of Monodendrons Based on 9-Phenyl
carbazole[d The Journal of Organic ChemistryO OO OO O OVol.650p.116-123
Christopher J. Moody, et al.O0Diels-Alder Reactivity of Pyrano[3,4-b]indol-3-ones.Part
4.Synthesis of the Carbazole Alkaloids Carbazomycin A and B and Hyellazole[dJournal o
T the Chemical Society. Perkin Transactions. 1000000 0Vol.1200p.2463-2471
P.T.Gallagher, et al.OProduct Class 15:Carbazoles Science of SynthesisO0 O OO OO0
Vol .1000p.730-732

GeHoooooodant.Cl.0OOOO)
gbobooooooooooon
ooooooooooooooon
gbooboboboooo
gbobobobobobao



	biblio-graphic-data
	claims
	description
	drawings
	overflow

