36



% 2-1. AP kA it BB R

B& L ey
Bromine ACROS
1-Bromohexane ACROS
2,5-Dibromo-p-xylene ACROS
1,4-DimethoxyBenzene ACROS
Flourene TCI
Magnesium sulfate, anhydrous SHOWA
Potasium tert-butoxide ACROS
N-bromo succinimide ACROS
FeCls SHOWA
Sulfuric acid TEDIA
Iodine SHOWA
Iodic acid Lancaster
2-Methyl-but-3-yn-2-ol ACROS
Triphenyl phosphine Lancaster
Copper iodide Ferak
Palladium bis(triphenylphosphine) dichloride |[ACROS
Potasium carbonate Riedel de Haen
Potasium hydroxide ACROS
Palladium( IT ) acetate Merck
Tri-o-tolylphosphine TCI
4-Vinylpyridine ACROS
1,4-Dibromobenzene Lancaster
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F 22 R F ATk n R AN

% B
Acetone Aldrich
Chloroform Aldrich
Dichloromethane Fisher scientific
Ethyl Acetate Janssen
n-Hexane Lancaster
Tetrahydrofuran (THF) TEDIA
Triethylamine TEDIA
1,4-dioxane ACROS
Propylene carbonate Lancaster
Diisopropylamine ACROS
Acetatic acid Aldtich
Cyclohexane Ferak

0k THF L & B soRmp i 7 19 -

T A F

22 R RE

1.2 7 ,% % (Vacuum Line & Schlenk Line)

2.9 % =k # R (Nuclear Magnetic Resonance Spectrometer)

A &5, Varian 300 7]

¥ % > % #-Sampleis *td-chloform® > i # #7ip 18 2. "Her BC sk 2 2
Brit L2 B R o RS ESppmo % 4 ¥ BHE =3 Hzo

#11CDCly % pr #('"H & = 7.24 ppm > °C & = 77 ppm) ° si* % singlet » d

# K FEGN A KoCOs52 %



% % doublet > ti* £ triplet > m ¥ % multiplet -
3.7~ % & ¥7 % (Elemental Analyzer) : Perkin-Elmer 240C %]
4.95% K% T 1§ & (Cyclic Voltammeter » CV)

5.% #b k- B 5k k¥ ik (Ultraviolet-Visible Spectrophotometer)

A g% . Perkin-Elmer Lambda 9 %
6.% & &k (Fluorescence Spectrometer)
4] 5% : Hitachi F-4500
7.4 € € & 47 & (Thermogravimetric Analyszer > TGA)
A g, : Du Pont TGA 2950
8.;0 £ ## 4 # £ 3+ (Differential Scanning Calorimeter » DSC)
A 85 : Perkin Elmer Pyris7 %]
DSC E A0 f5# i it 2 #4 B2 § rcfl Bk » RED LiF
RERD  BFSEFRESAEE A 15~50mg 2 B> %2 H 4 £ fsE

BHTEERR o DA A R TR @2

\

b B RBETN RSB (T SRS R TR

fo AR 2 FE R 4 U H B OR BAe ik BA > XSGR R o

9.1 & Bg pc4x. (Polarized optical microscope)
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A& : LEICA DMLP

T e BE AL A B T K P e & Mettler FP900 £ FP82HT je & 2 4¢c

PR O BRRS AR A EREY REIERZ I o VA BT
REATEFRHETEERLAPEFLERFF-D P RHED (TH

% Polarizer » ¥ #£ % Analyzer)ihig £ & & £ % 4 5 90°C iR L&k
B2 A BARIE AR BRGNP HE S gkl 21 %08
o REZEE o BMRET L 2w F 2 FHREL G BTk XA
T ATV RMIER o R HAPRELFARREN > LBl

I"{]]l,b_’_lg‘_"_—/}s %#ﬁ-%:r’i"o
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2-3 & = infe

i AR~

Br2
H,;CO OCH;, e
CH2CI2

O‘Q Br, / FeCl,
_—

CHCl,

CGH 13Br t-BuOK

THF

4]

OCHj
Br Br

H,CO



pIne i

BrOBr +

Pd(PPhs),Cl, / Cul / PPh,

’

— | or

Et;N
(D)
KOH
— = —
1,4-dioxane
(BE)
Pd(PPhs),Cl, / Cul / PPhy
Et;N
CH;,
HO | S \ / S | OH
H,sC
(F)
CH;
KOH
S = —
1,4-dioxane
H,C
(G)
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Pd(PPh3)2CI2 [ Cul/ PPh3
Br Br + = OH >

Et;N
H,CO
OCHs
H | = —— | H
TN T
H,CO
(H)
OCH,
KOH /=<
1,4-dioxane o >\_/ o
H,CO
)
0 Pd(PPh),Cl, / Cul / PPhs
Br ‘ Br “# :%OH »
CeH1s~ “CoHig EtN

)
on A A
1,4-dioxane CeHis~ “CgHis

(K)
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AR =

(v )
‘ propylene carbonate

I, /iodic acid / H,O / H,SO,

CH3COOH

CGH13BI’ 1 t-BuOK

THF

44

Pd(OAc), / P(o-tolyl);

g

(L)

(M)

A

o T -

CeH13

Et;N

CeHa3

(O)

Y



T AR

Pd(PPh3)2C|2 / Cul

(E) + (O ” :
diisopropylamine

O~ == (A )—n @)

CeHy3 CeHy3 CeHis CeHis

Pd(PPhg)zCIZ / Cul
G) + (O

diisopropylamine
CH,
O~ (A
AL )=l AL ()
CeHi3 CeHis HoC CeHi3 CeHis

Pd(PPh3)2C|2 {-Cul

(H + (0)

diisopropylamine

Pd(PPh3)2C|2 / Cul

(K) + (O) - :
diisopropylamine

OO =0 9

C5H13 C6H13 Ceng CGH13 C6H13 C6H13
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2-4 & &% 3

pI i Al

OETETY

OCH;
Br2
H3CO ocC H3 EE——

Br Br
CH2CI2

H,CO

(A)

N

BT % 30

B~ 1,4-dimethoxy-benzene ( 3.5 5. > 28.6 £ ¥ B)

FACLRBGFrL20F2 50 ’%ﬁ’rﬁm,i (392,574 %3 1)
HEE TR 24 ) PEiS 0 F 4o ~ 42 fo i sodium bisulfite Fk i %

s

E IR

o

=

& N IRE KR B ’F‘C%”ﬁ 1!—;&@] ) J'”'g‘,](mﬁ;%

8
_}.EJ
5
gm

o EFG 4 ER (7.7 R 0274 F
FR) s A K 90% o

'H NMR (ppm, CDCls) : 3.82 (s, 6H, -OCH3), 7.09 (s, H, -CsHa-).

OETELY

O w0

(B)
P~fluorene (10 5. > 60.2 £ £ B) ~FeCl3(0.15 5. > 0.921 £ & B );3 >t

% J
%E’

A

i

-

70 F 25 kg ,&,&;ﬁ rm20 L =3z @ J"%;f%rﬁ 1778, (6.48

A5 1261 £ &

|
F_&
bl

®

. ~ L
B B

E Jis 6/ Pris » 4 » &40 erNaHSOy K

o

AL U FTREKEB BT A
46



MECRFRRRAE R K o B ic 0 M & TR B h 0 T NG I IR
(114 5. 2352 FX8)> &% 585% -
'H NMR (ppm,CDClIy) : 7.67 (s, 2H, fluorene) > 7.60 (d, 2H, flourene, J=

8.1Hz) » 7.5 (d, 2H, fluorene, J=8.1Hz) » 3.87 (s, 2H, -CH,) °

(C) et =% 2

CHyBr / t-BUOK O O
Br ‘ Br > Br ‘ Br

THF
C6H13 C6H13

(©)

B~ 2,7-dibromo-9H-fluorene (5305 > 164 % ¥ B )% potasium
tert-butoxide (4.23 5 > 37.7 & £ B) £ E3F B o F F T Aor
THF(100 = 2 )% /3% » 4c$.360CTs »F 4c » hexanyl bromide (5.05 £
A 5361 EER) BRI d N e T 20 IR
& > 4452 THF > 12 Hexane % "R 5P~ fc 5 k& » N & ’kmﬁiii"/f ko
WP Foo M R E AT AREN Y § BTl 145 F 1R,
A 5 88.4% -

'H NMR (ppm,CDCIls) : 7.50(d, 2H, fluorene, J= 8.7Hz) > 7.43 (d, 2H,
flourene, J= 8.4Hz) > 7.42 (s, 2H, fluorene,) © 1.92~1.86 (m, 4H, -CH,) -

1.14~1.01(m, 12H, -CH,) » 0.76(t, 6H, -CHs) » 0.58~0.51(br, 4H, -CH,) -

47



P A

(D) et = % 2

Pd(PPh3)2C|2 /Cul/ PPh3
BrOBr + = OH >

Et;N

(D)

B~ 1,4-dibromobenzene (5 5. > 21.2 £ % )~ Cul(0.12 5. » 0.636
3 3)~PPh3(0.222 5. > 0.848 ® X B )X B 30 F ALY 0 AF F T e~ iz
% iF PEGN 100 £ 2 5 & 4 » PA(PPh;),ClL, (0.3 5. 0 0424 % 3 B)3
2-methyl-3-butyn-2-0l(6.12:% # +63.6 & 38 )4c £ 3| 70°C:% i 20 -] pF »
TR EEE o ARIZEGND U F TR 2R KB b B 0 L E K
Ff&iﬁf koo BRI Es 0 P2 AE RN o - F U R E LA 4T 4T
EE d FRGT R 153 FER) s A K 728% o

'H NMR (ppm,CDCl) : 7.32(s, 4H,-C¢H,-) » 1.59 (s, 12H, C-CH;) »

(B)ins & % 2

KOH —

- — —
r

1,4-dioxane - /7

(E)
# (D) 3.75% > 153 F % 3)2 KOH (2.57 % » 459 F ¥R )x & »

F ¥t ® o 14 1,4-dioxane(100 & <)% i3 &) » 4efuie jm T 100C » 24 /| B%
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64 4r: > ¥ 14-dioxane 52> M= F T IRE RZ B Tk
%%’Hﬁ$ﬁﬁ&%$’@ﬁﬁﬁ’uﬁa%ﬁﬁﬁ@ﬁﬁﬁﬁé5
T (12350976 F 5 2) & % 63.8% o

'H NMR (ppm,CDCls) : 7.42(s, 4H,-C¢Hy-) » 3.15 (s, 2H, C=CH) »

(F)ing & % 2

Pd(PPh3),Cl, / Cul / PPh,
Br Br + }’~OH
Et;N

(F)
P~ 2,5-dibromo-p-xylene(5*5. 7 18.9 % i B ) Cul(0.108 5. - 0.568 *

3 3)~PPhy(0.2 5 > 0.758 T E B)E B 30K BILY 0 A F F T Ao iok
#5 (HEGN 100 £ = 5 £ 4e » PA(PPh3),ClL, (0.3 5. > 0424 % % B )z
2-methyl-3-butyn-2-01(5.54 £ = > 56.8 ® & B )4 £ 3| 70°C:% i 20 -] pF »
wREES o ARFEGN S F TR RER S e Bk o &k
LR Wi 0 W2 ARG R o - F T RiTE AT A T
x4 HMWMBA o 126 F X)) &K 66.5% o

'"H NMR (ppm,CDCl3) : 7.19(s, 2H,-C¢H,-) » 2.31 (s, 6H, Ar-CH3) > 1.61(s,

12H, C-CH;) °
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(G et = % 2

CHs CHj
KOH
HO —— —— OH —>» = =
1,4-dioxane
HsC H,;C
(G)

# (F)33 %122 F £ 2)2 KOH(2.06 =367 £ 5 B)£ & K
Rs¥3 ¢ 0 12 1,4-dioxane(100 & 21 ) % A &> sc e jn 3 100 224 ] P 1S
AErE R A K L 4-dioxane #Ez 0 11D F T RE RE B Tk G 184
MECRARER R CR o Wigdd de o e R TEE AT A AEE G ¢ F
(1.63 5% > 10.6 E % 2)> & F86.9%

'H NMR (ppm,DMSO) : 7.34(s, 2H,-CeHs-)> 4.47 (s, 2H, C=CH) » 2.30(s,

6H, Ar-CHs) -

(Dt =% 2

Pd(PPh3)2CI2 / Cul /Pph3
Br Br + = OH >
Et,N

OCHj

HO|:©:|OH

H,CO

(H)
P~ 1,4-dibromo-2,5-dimethoxy-benzene(6 5. °20.3 £ £ 8) ~Cul(0.16

7o 0.608 £ 3 )~ PPhy(0.213 5. > 0.811 £ 5 8) X ¥ 3k BILP > &
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§ T 4e x §2% B PEGN 100 & 2 > £ 4o » PA(PPhs),CL (0.285 % > 0.405

8oy

% ¥ B )3 2-methyl-3-butyn-2-01(5.93 £ < > 60.8 % & B) 4e# 5] 70C %
20 )P wRFEES > ANICBEN 1 & TR ORE B JTh T o8
oo ECKEREREES R B ic 0 (TR ARS R M o T Z & 7 RBEATE
FA k4o RE T ¢ AMGA L 126 TE D) & F 50.6% e

'"H NMR (ppm,CDClIs) : 6.85(s, 2H,-CsH,-) > 3.80 (s, 6H, Ar-OCH3) > 1.62(s,

12H, C-CH;) »

OETETY

OCH, OCH3
| KOH
HO —— = OH >
\_/ | 1,4-dioxane
H,CO H3CO

(1)
# (H) 3.15% 103 F%3)2 KOH (1.73 % > 308 F ¥ B)x &

9

FEFLY 0 11 1,4-dioxane(100 = = )% % B > segie i 1 100C - 24 /) B
60 b 4r: 3R > A1 4-dioxane iz 0 M- & T ARE RE B kg

Wh R ’Kﬁ?fii?ﬁ-“/f ko Rt Es 0 MR e & T RiTE AL AT
A EtEe ¢ FRE (12450 0667 T2 A) > & 5 64.8% °

'H NMR (ppm,CDCls) : 6.96(s, 2H,-C4H,-)* 3.84(s, 6H, Ary-OCH3)*3.38 (s,

2H, C=CH) -
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(et =% 2

0 PA(PPhs),Cl, / Cul / PPh,
Br ‘ Br + }’—OH »

EtsN
CeHis™  CgHas ts

e Ly
HO OH
CeHis™  CgHyz

()

B~ 2,7-dibromo-9,9-dihexanyl-9H-fluorene(6 5. ° 12.2 * & B) -

Cul(0.07 & » 0.367 ¥ B )~ PPhy(0.128 % > 0.49 ¥ £ B ) & ¥ ** F Ju¥g

L j; 7»? T e A g’i‘)ﬁf}@?ﬁEbN 100 =& > @ S~ Pd(PPh3)2C12 (0172

F_&

fo 0 0.245 £ ¥ B)3 2-methyl-3-butyn-2-01(3.6 £ = > 36.7 £ L B) 4c#t
FI70°Csw 5w 20 /) pF > w B R 8 » AP IcEGN 2 F 722 2 R E B

ER Y I St VS PR TR L BRI

2

%7 Hexane(®# {1k 74 @43 ¢ HM@T7 % >944 T¥x3)> F F
77.1% -

'H NMR (ppm,CDClIy) : 7.57(d, 2H, fluorene, J= 8.1Hz)>7.37~7.35 (m, 4H,
flourene) » 1.95~1.87 (m, 4H, -CH,) » 1.64(s, 12H, C-CH3) » 1.07~1.00

(m, 12H, -CH,) » 0.75(t, 6H, -CH;) » 0.28(br s, 4H, -CH,) -
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. O‘O (},&

CeHiz™  CgHyz 1,4-dioxane

¥ (D@47 5944 T3 82)2 KOH(1.59 5. 0283 T 5 B )X ¥ 3tk
g ® o 1,4-dioxane(100 £ 2 )¢ 73 &> 4o fhie i 2 100C 024 /) s »
AFrE R R AH 1 4-dioxane # Ao 1Z F TR CRE B T h G A
MR ER AR TR R o Wi dh g 0 ML R R TEE ALK AT A R G ¢ B
(237 60FF0)s &% 63.6%-
'H NMR (ppm,CDCL,) : 7.61(d, 2Hfliorene, J= 7.8Hz) - 7.48~7.44 (m, 4H,

flourene) » 3.14(s, 2H, C=CH ) +1.94~1.89 (m, 4H, -CH,) » 1.12~1.00

(m, 12H,-CH, ) » 0.75(t, 6H, -CHzg)-»054(br s, 4H, -CH,) -

pI

(L)t & % 2%

DO R
‘ propylene carbonate Br

(L)

P~ fluorene (10 5. * 602 T 5 B) ¥ E F > & § F T 4 » propylene

carbonate 80 = = > 3> 60°C T 4 » NBS(10.7 . » 602 £ X B) > A%,

fd

TRER2PEEE B BRP D Bpis 0 N BRE LS T
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vd FHE (1150045135 8)> &5 84.7%-
'H NMR (ppm,CDCI5) : 7.73(m, 1H, fluorene, J= 8.1Hz)>7.66~7.57 (m, 2H,
flourene) » 7.53~7.46(m, 2H, fluorene ) » 7.39~7.28(m, 2H, fluorene)

3.87(s, 2H, -CH,) -

DL = % 2

O‘O o l2/iodicacid/H0 | H;SO, |Br
(M)

CH,COOH

Po(L) (8 %0328 X B)B T 120 EAFEAL Y (504 » 2 425 K (6.6
T ) kmpE(3.3 ) (3.3 5D S HIOs(1.32 5u)4e # 5] 85°C » 2.5 7]
P s > 4e x ok 2 ApfrNaHSO4 iR e 2 58k e IR 18 i de 4 1M & @
R LA AT A A E S e HRR S 297 £ )0 & 5 90.5%
'H NMR (ppm,CDCIy) : 7.85(s, 1H, fluorene) » 7.67~7.63 (m, 2H,
flourene) » 7.59~7.56(m, 1H, fluorene ) » 7.49~7.44(m, 2H, fluorene)

3.84(s, 2H, -CH,) -

(N et =% 2

! O‘O gy BT TEONOR l Br

THF CeHiz™ CgHiz
(N)

M) (8 5. » 21.6 £ £ B) % potasium tert-butoxide (5.58 5. > 49.7
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TER) £ BEAF RALY o F F 7 4o r THFE(160 =) 4 3% > kip ™
4v » hexanyl bromide (6.68 £ = 475 F £ B)» RRpEEd d @ L > A
TR T 20 PFE o FEE THE - & 7 %2 R ¥ B qe b 5 8Kk >
g4 ’Kﬁﬁﬁi%“,f Ko Bt ic 0 M T REAE AT AT ¢ B
(82 % » 152 F £ 3)» & & 70.4% o

'H NMR (ppm,CDCl3) : 7.65~7.62(m, 2H, fluorene) » 7.52~7.37 (m, 4H,
flourene) > 1.91~1.85(m, 4H, -CH,) » 1.14~1.01(m, 12H, -CH,) » 0.76(t, 6H,

-CH;) » 0.56(br s, 4H, -CH,) ©

OETETY

PA(OAC), / P(o-tolyl),
SSEA -
/

CoHis~ “CoHyg Et;N
BrN
CoHis~ “CoHys
(©O)
B(N)(4 50 7.41 % 5 2)~Pd(OAc), (0.0154 £ > 0.0741 T 52 )
P(o-tol); ( 0.0422 % > 0.148 F 5 B) £ B = SFsg? BB 7 > oF 4 °
5o ~EGN (10 £ ) > F 4e > 4-Vinylpyridine (0.72 £ > 674 £ 5 2) »

R I 100CHK 24 PP v R FEE N F 7RI REE o T

BB R R RESERAEE K o Bi 0 e e s S F 0 Bel ¢
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e iE T A TS ¢ AR (185 3.5 F 5 1)

A% 47.2% -

'H NMR (ppm,DMSO) : 8.54(d, 2H, py-H, J=4.8Hz) > 7.85(d, 1H, fluorene,
J=8.1Hz) » 7.77 (d, 2H, flourene, J=8.1Hz) » 7.68~7.49(m, 6H) » 7.33(d, 1H,
C=CH, J=16.2Hz) » 2.05~1.98(m, 4H, -CH,) » 1.06~0.99(m, 12H, -CH,) »

0.70(t, 6H, -CH3) » 0.47(br s, 4H, -CH,) *

(PYing & % %

Pd(PPh3)2C|2 / Cul
(BE) + (O

diisopropylamine

O~ (Femeze 0 )—n @)

CeHi3 CeHaz CgHis CeH1s

#(0)(2 % > 3.9 ¥ 2) ~ Pd(PPh;),Cl,(0.052 5 > 0.0739 % 2 ) -
Cul (0.00704 5 > 0.037 % % A )3z » Schlenk-type tube® 3 B % » % #
T 4e » §7 % 18 eDiisopropylamine (30 £ 2) ~ £ #+(E)(0.233 5. 0 1.85
% B )4 » Schlenk-type tube® » 28 3 82CF B 48 | FF o w I F R {8 »
# §zDiisopropylamine » 71 = & T Y2 E R EB> o o BT A 0 1L E KA
pRdkigok > Bipddc o M & T R{rl f R EF AT A RE AR § F
(056 % 0056 T 5 B)> & F 30.4% o

'H NMR (ppm,DMSO) : 8.55(d, 4H, py-H, J=6.0Hz) > 7.88(d, 4H, fluorene,
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J=7.8Hz) > 7.78 (s, 2H, flourene) > 7.66 (d, 4H,-C¢H;-, J=9.6

Hz) - 7.64(d, 2H,C=CH , J=17.4Hz) > 7.63(d, 2H, flourene, J=7.8Hz) > 7.60(d,
2H, flourene, J=7.8Hz) - 7.57(d, 4H, py-H, J=4.8Hz ) > 7.55(d, 2H, flourene,
J=8.1Hz) > 7.35(d, 2H, C=CH, J=16.8Hz) > 2.05 (br, 8H, -CH,) * 1.04~0.98(m,

24H, -CH,) » 0.70(t, 12H, -CH;) » 0.49(brs, 8H, -CH,) -

BC-NMR (ppm, CDCls) : 14.00, 22.59, 23.73, 29.70, 31.52, 40.44, 55.19,

89.55,92.42,119.93, 120.42, 120.84, 121.28, 121.58, 123.10, 125.30, 125.96,
126.41,130.80, 131.53, 133.94, 135.45, 140.95, 141.36, 145.08, 149.83,
151.19, 151.75 .

Elemental Analysis : Calcd. : € =891% H=8.08, N =2.81.
Found © € =88:70, H=8.10, N = 2.64.

OLEELY

Pd(PPhg)zCIz / Cul

©) + (O

diisopropylamine

#40)(1.5 % » 2.9 2 )~ Pd(PPh3),Cl,(0.039 % »0.0555 & £ 2 )~

Cul (0.0053 5. > 0.0277 ® % B )3z » Schlenk-type tube® 3 £ 5 > %% #
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T 4v »~ 57 % i erDiisopropylamine (30 £ 2 ) ~ £ #4(G)(0.214 5. 0 1.39
¥ B)4c » Schlenk-type tube® » 28 T 82CF B 48 /| pF o w 3| 3 B {5 »
# gz Diisopropylamine » 12 = & T =2 R 5B~ o B 5 8 0 L E KA
ﬁfr?:i%",lf ko B IE 0 M F T Rfrr R IFERAARETRR ¢ H
(065 059 FT5A) &5 424% -

'"H NMR (ppm,CDCls) : 8.57(d, 4H, py-H, J=6.0Hz) > 7.70(d, 2H, fluorene,
J=7.5Hz) > 7.67 (d, 2H, flourene, J=7.5Hz) > 7.55~7.39(m, 16H) > 7.08(d, 2H,
C=CH, J=16.2Hz) > 2.52(s, 6H, Ary-CH;) > 2.03~1.97 (m, 8H, -CH,) °
1.14~1.05(m, 24H, -CH,) » 0.75(t, 12H, ¢CH;) > 0.63(brs, 8H, -CH)) -

BC-NMR (ppm, CDCls )= 13.99, 20:15,22.58, 23.71, 29.68, 31.50, 40.42,

55.18, 88.80, 95.65, 119.91,120.38,120.82,-121.28, 121.98, 122.97, 125.30,
125.77, 126.39, 130.75, 132.67,7133.88, 135.41, 137.23, 140.79, 141.39,
145.00, 149.92, 151.21, 151.73 .

Elemental Analysis : Calcd : C=289.01, H=28.26, N=2.73.
Found : C=88.94, H=18.16, N =2.55.

R)ig & 4 5

Pd(PPh3)2C|2/CU|
(M + (O

diisopropylamine
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#+0)(2.7 5. > 5. 24 £ 53 ) ~ Pd(PPh;),Cl, (0.07 5. > 0.1 £ % 3)~
Cul (0.0095 5. > 0.05 ¥ % B )3z » Schlenk-type tube® # £ % > %&§ 5 ©
4v » 52 % i erDiisopropylamine (30 £ ) ~ £ #(1)(0.46 5. > 2.5 £ £ A)
4v » Schlenk-type tube® » 28 % 82CK A48 [ FF o w3 2R > iz
Diisopropylamine » 12 = & " %2 % "R 5B~ o Jol § A > 0 ERERFR4E
% ko BRI Ec o M F TiRfer e RITE R AT ARERE I FH
(058 5.>057 % R)> &5 228%-
'H NMR (ppm,CDCl5) : 8.57(d, 4H, py-H, J=5.7Hz) > 7.70(d, 4H, fluorene,
J=6.3Hz) > 7.67 (d, 2H, flouren¢, J=6.3Hz).> 7.57~7.40(m, 14H) > 7.09(s, 2H,
-C¢Hy) » 7.08(d, 2H, C=CH; J=16.2Hz)> 3.90¢s, 6H, Ary-OCHj3) » 2.00 (t, 8H,

CH,) » 1.11~1.02(m, 24H, -CH,)> 0.75(t, 121, -CHs) » 0.58(brs, 8H, -CH,) -

BC-NMR (ppm, CDCl3) : 14.00, 22.59, 23.72, 29.70, 31.54, 40.50, 55.21,

56.49, 85.99, 96.27, 113.30, 115.47, 119.87, 120.41, 120.86, 121.26, 121.72,
125.24, 126.03, 126.42, 130.94, 134.03, 135.40, 140.91, 141.45, 149.75,
151.10, 151.75, 153.82 .

Elemental Analysis : Caled : C=86.32, H=28.01, N =2.65
Found : C=85.98, H=7.84, N =2.85.
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(S)eht & % 2

Pd(PPh3)2C|2 / Cul

(K)y + (O - )
diisopropylamine

s gD N o N g & @ SR

CeH13 CeH13 CsHi3 CeH13 CeHi3 CeH1a

4#(0)(1.5 02,9 & 5 2 ) Pd(PPhy),Cl, (0.039 %.>0.055 & 3 1)~
Cul (0.0053 5 - 0.028 = % )% » Schlenk-type tube® # & % » % § 5 *
4v » 52 % 18 erDiisopropylamine (20 = 2 )~ f #«(K)(0.53 7. > 1.38 £ £ B)
37 » Schlenk-type tube® > 2§ 3 82°CF B 48 /] BF - w R R R 15 > M ¥E
Diisopropylamine » 12 = &8 & % RSB~ oo ol § A > B RERFR4E
Foko Wihiic > M- F P iRfer e FE B AT A RE AR I FHH
(0935 -072 % 32)> & 5 52%:-
'H NMR (ppm,CDCls) : 8.58(br, 4H, py-H) » 7.72~7.67(m, 6H, fluorene,
J=6.3Hz) > 7.57~7.43 (m, 18H) > 7.10(d, 2H, C=CH, J=16.2Hz) > 2.01 (m,
12H, -CH,) » 1.23~1.04(m, 36H, -CH,) > 0.78~0.72(m, 18H, -CHj3;) » 0.60(brs,

12H, -CH,) -

BC-NMR (ppm, CDCls) : 14.00, 22.60, 23.74, 29.72, 31.54, 40.52, 55.20,

90.82, 119.93, 120.38, 120.87, 121.28, 121.92, 125.22, 125.88, 126.43,
130.76, 134.06, 135.35, 140.69, 141.48, 145.20, 149.72, 151.18, 151.73 .
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Elemental Analysis : Caled : C =88.94, H=8.83, N =2.23.
Found : C=88.70, H=8.69, N =2.09.

25 A& &

O O3y O
CeHu3 CeHis CeH3 CeHs
PFBFP3

O~ A —
D O
CeHi3 CgHi3 CeHi3 CeHis

H;C

Z

PFBFP3Me

OCH,

=N O‘Q g O‘O —( N
CeHis™  Cs CeHus CeHis

s hyco

2z

PFBFP30OMe

LI O (O O

C6H13 C6H13 C6H13 C6H13 C6H13 C6H13

PFFFP3

2-6 &4 LRk
AFERAE AL A N fEy eIk Y R MR R T T A

TR AN E S
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p
A B
H
C D
/\ J\
CyoH2,00C" *s” "COOH HooC™ s~ ~COOH
C10COOTHA THDA
~c-chy
o=C
O_Clono_OOCOOH
PPA
|\

1>

P~ PFBFP3 (40 % 7 »0.04 = 3" 8)2 OBA (22.33 £ 5.:0.08 £ 3 2)

L k3 THF ¢ > @3 RGP ARG ot T+ i &4 &P
PFBFP3-OBA - ™ ™ B a4t % & + PFBFP3Me-OBA -

A1

PFBFP30Me-OBA ~ PFFFP3-OBA 48 & 335 2 & % &3 F 358 1 5

o

1:2% &% &THF ? fie = o

B
PFBFP3 (40 £ 5. > 0.04 ® 3 8)2 ONA (2634 £ 5 > 0.08 £ £ 2)

LR THF ¢ > B3Rk p REF o TR+ 5 &4 86 F
PFBFP-ONA - ™ & & f8 & 4 & & 1 PFBFP3Me-ONA -
cp~-NIVERI

-~

PFBFP30Me-ONA - PFFFP3-ONA 42 & % 25 & = j& g 1
2 1:2 % £ & THF # fe s o
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c
PFBFP3 (40 % 5. > 0.04 * & 8)2 C,,COOTHA(25.06 = 5. - 0.08 * & 1)

D EB R R REE B TR R S P

2 e 3 *t THF *

7~

PFBFP3-C(COOTHA - 12 344 & 44 & + PFBFP3Me-C;(COOTHA
* PFBFP30Me-C;(COOTHA ~ PFFFP3-C;(COOTHA 545 & 4+ 25 =& = j 2

SEE 0 WA 12 % B3 A THF? fe s o

-~

[

|w)

P~ PFBFP3 (40 £ 5. > 0.04 £ 3 2 )2 THDA (6.9 £ 5 °0.04 £ 3 1)

£33 THF ¢ » AR p RELF L TR I 4 848 255

& 4 PFBFP3Me-THDA -

|

PFBFP3-THDA - ™ & X6 I 44

PFBFP30Me-THDA ~ PFEFP3-THDA ~ e734% & 4735 = & ;2 &2 F i3 0 »

#2011 ¥ £t THE e %

Im

P~ PFBFP3 (40 £ 5. > 0.04 £ 5 2 )2 PPA(27.6 5. > 0.08 £ £ 1)

k3 THFE ¢ > #7377 p WL fcfe T~ dds &P
& ¥ PFBFP3Me-THDA -

v

PFBFP3-THDA - 1 ™ % # & 4 4

PFBFP30Me-THDA ~ PFFFP3-THDA ~ e & 4735 = & ;2 &2 F i35 0 >

T A 12 % 23 & THF @ fe= o
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