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+ Hooc —><>—<f \>—< >
HO OH xylene o o
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mmolD OO DOOOOODOO
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Ooooooo

0 H NMRO 400 MHz, CDCls0 O d 8.26(dd, J, = 1.2 Hz, 8.0Hz, 4H), 7.95(s,2H), 7.5
9-7.52(m, 8H), 7.39(d, J,, = 8.8 Hz, 2H). °F NMR O 76 MHz, CDCl 0 O d - 64.07(s
YO El MS m/z 5380 M*O O

oooooao

gooobooao
usogoo-oooob-oo-o0ooo-0o0-0040oobboooobooo-0- 00000
ooo-00000-0b0co0ob0bbooooooooaon

gooobooao

gogooano

F3C._ CF; F:C_ CFs3
+ Hooc \ N/ 200 °c (i>_< O O >-—O

oooooao

0 BIS-AP-AF(1.83 g, 5.00 mmoDO O OO OO (1.29 g, 10.50 mol)D 0 OO0 OO OO
OO0 (om)O0OOO20000600000000000000000000000000
0000000000000 O0O0O0D0OOODODODODODODODODODODODODDODDODODODODDODRD
0000000000000 O0O0O0O0O0D0D0OD0OD0OO0OD0ODODDODDODDOD-00000000d
000000000000 (2.3 g, 4.37 mmol)d O O (87%)0

1H NMR (400 MHz, CDCl3): d 9.48 (dd 3J,,,= 1.2 Hz, 2.4 Hz, 2H), 8.80 (dd 3J,,,= 1.
6 Hz, 4.8 Hz, 2H), 8.51 (ddd 3J,,,= 1.6 Hz, 2.4 Hz, 8.0 Hz, 2H), 7.97 (s, 2H), 7.
62 (d 3J,,= 8.8 Hz, 2H), 7.50 (ddd 3J,,, = 1.2 Hz, 4.8 Hz, 8.0 Hz, 2H), 7.44 (d 3
Juy = 8.8 Hz, 2H). ™°F NMR (76 MHz, CDCl3): d -64.07. EI MS: m/z 540.5 [M*]

gboooboonn

gbooboan
cooo-0o0oo-obo-0o000-0-0000-0-00000C00D0DDO0O0O0-0
- goobob4ob-0bU0obO0ob-0bU0obobbobooooDooboono

goooboan

ooooOao

CFs3 FiC_ CF;
HN NH,
e QOO R
200 °C
HsC

oooooao

0 BIS-AP-AF(3.66 g, 10.00 mmol)J 2-0 0000 00O (2.88 g, 21.00 mmol)d O O O
ooooDDo0O 20mDHOCOC0Dz200C0400000D0DDOO0DOOODODODODDDODOOOO
ooooOoboOoooooooooboboboooooooobbbOoooooooobobooooo
000000000 DOO0O00DODDO0oO0O00DDoDO0oDO0O0DODDODO0DO0O0o0DoDOoDOoOooDDbDoDOoOondc
OO0O0O0O00)YIOOOO0DODOAOGPC-HPLC (LC-9204, CHCIl))OD O OO OOOOOOO (4.

57 g, 8.04 mmol)O O O (80%)O

1H NMR (400 MHz, CDCl3): d 8.67 (dd 3J,,,= 1.6 Hz, 4.8 Hz, 2H), 8.46 (dd 3J,.,= 1.
6 Hz, 8.0 Hz, 2H), 7.99 (s, 2H), 7.62 (d 3J,,, = 8.8 Hz, 2H), 7.45 (d 3J,, = 8.8
Hz, 2H), 7.33 (dd 3J,, = 4.8 Hz, 8.0 Hz, 2H), 3.07 (s, 6H). *°F NMR (76 MHz, CD
Cl3): d -62.30. EI MS: m/z 568.4 [M*]
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Oooooo
ooooao
FaC CF3 FsC_ CF;
HoN NH, PPA N N
o) e O L
HO OH 90 °C o] o)
F3C CF3 FsC
Ooooogo

0 BIS-AP-AF(1.83 g, 5.00 mmol)02-(0 00 000000)IODOO (2.00 g, 10.50 mm 10
oNDO0D0D0DODODODDDD (OmL)DDDD9ID20000000000000000
0000000000000 ODODDDODOODODODOODDDDODODODDODODDDODODOD
000000000000 D0DODDODODODODODODODOODDDDDODODDODODDODODODOD
0000000000 (@O00000)I000D0D0DODOGPC-HPLC (LC-9204, CHClZ)O O
000000000 (2.07 g, 1.60 mmol)D O O (32%)0

TH NMR (400 MHz, CDCl3): d 8.16 (dd 3J,,= 1.6 Hz, 3.2 Hz, 2H), 8.03 (s, 2H), 7.9

0 (dd 3J,,= 1.6 Hz, 7.2 Hz, 2H), 7.72 (m, 4H), 7.62 (dd 3J,,= 0.4 Hz, 4.8 Hz, 2H

), 7-44 (d 33, = 4.8 Hz, 2H). *°F NMR (76 MHz, CDCl3): d -59.94, -64.07. EI M

S: m/z 674.4 [MT]
0ooooo 20
oooooao
0o0oo00-0000-00-000000000-0-0000-0-00000000
0oO00-0-00000000-00000- 0000000000000 0
0ooo0o0oo
ooooo
F,C. CF; FsC_ CF;
HoN NH, — PPA N N =
N 200 °C N o o N
F3C CF; F;C

30
0ooo0o0oo
0 BIS-AP-AF(1.83 g, 5.00 nmoD)0 4- (0000000 DO0O)IOOO0O (2.87 g, 15.00
mmoD)0 D0 O0O0D0DDODO0OO0 (A5m)0000200004000000000000000
0000000000000 00000000O0O00DD0O0O0O00DO0DO0O0O0o0DoDOooo0oao
0000000000000 000000000000000000000000000A0
00000@O0D0-00000)I0000000GPC-HPLC (LC-9204, CHCIZ)O O O O
0000000 (2.33 g, 3.45 mmol)d O O (69%)0
TH NMR (400 MHz, CDCl3): d 9.48 (s, 2H), 8.99 (d 3J,, = 4.8 Hz, 2H), 8.05 (s, 2H
), 7.78 (d 33, = 4.8 Hz, 2H), 7.66 (d 3J,, = 4.8 Hz, 2H), 7.49 (d 3J,,= 8.8 Hz,
2H). 1°F NMR (76 MHz, CDCl3): d -62.36, -64.01. EIl MS: m/z 676.4 [M"] 40
0ooo0o0oo
0ooooao
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Oo00o0oao
FaC _CF3 FsC_ CF;
HzN)><‘:NH2
UL ) e OO
200 °C
Br
ooooOooad

0 BIS-AP-AF(21.69 g, 59.22 mmol)0 2-0 0 000 OO (25.00 g, 124.37 mmol)0 O O
0000000 Qa20m)0000200040000000000000000000O0AO0
0000000000000 O0OD0ODOODOODODODOODDODDOODODODODODDDODODOD
000000000000 DODDODOODDODOODOODDODDODDODODO@OO0OO0O0O)O
0000 000 (39.23 g, 56.26 mmol)d O O (95%)0

1H NMR (400 MHz, CDCl3): d 8.10 (dd 3J,,,= 1.6 Hz, 8.0 Hz, 2H), 8.04 (s, 2H), 7.7
9 (dd 3J,,= 1.2 Hz, 8.0 Hz, 2H), 7.62 (d 3J,, = 8.8 Hz, 2H), 7.48 (td 3J,, = 1.2
Hz, 8.0 Hz, 2H), 7.44 (d 3J,,= 8.8 Hz, 2H), 7.39 (td 3J,, = 1.6 Hz, 8.0 Hz, 2H)

19F NMR (76 MHz, CDCl3): d -64.02. EI MS: m/z 696.0 [M*]

OooooOooad

Ooo0o0o0ooao
oooo-oooo-o0oo0-0o0o0-0-0000-0-000000000000-0
- oo0ooooooo0- 00000 - o0o0b0o0ooooooooo0oaodd
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F3C_CF3 FsC_ CF3
HoN NH,
+ HooC
200°C
Oo0o0o0ooOoao

0 BIS-AP-AF(21.97 g, 60.00 mmol)J 2-0 0 000000 (19.85 g, 126.00 mmol)O O
00000000 @2om)idd0do0 0700000000000 00O0OO0O0OAO0
0000000000000 O0O0O0O0O0O0O0D0OO0OD0OODODOODODOOOOODODDDODODOOan
000000 (29.30 g, 48.00 mmol)d 0O O (80%)0

TH NMR (400 MHz, DMSO-d6): d 8.37 (dd 3J,,= 2.0 Hz, 7.2 Hz, 2H), 7.86 (d 33, =
8.8 Hz, 2H), 7.74 (m, 4H), 7.34 (d 3J,, = 8.8 Hz, 2H), 6.42 (dd 33, = 6.4 Hz, 7
2 Hz, 2H). *9F NMR (76 MHz, CDCl3): d -62.47. EI MS: m/z 572.4 [(M-CI)*]

goooo0ooano
goooooaod
ooobO-O0o0ob0o0-O0ob0o0obob-0- 0000000000 DO00-0- 000000
Ooo0O- 0000o0-0000o0coo0o0oo0ooooodd
goooooao
goooao
F1C CF3
FiC. CFa Pd(PPh;),
KzCOs O O
+ ey 0
Q_< >_© DME/H,0
reflux
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ocoooooo0oooDOoobooooOooDbDOoDbDDbDOoob0O0 (289 mg, 0.25 mo) DO D ODODO
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15.00 moDO 0 0O D000 (.08g, 15.00 mo)0 0000000000000 O00O00O
0000170000000 000000O0O0DO0DODOODODODODODODODODODODODDODODODORD
0000000000000 O0O0O0O0O0OO0OO0ODODODODODODODODODODODODODDDODODODODOD
O@OO0000))O0000000GPC-HPLC (LC-9204, CHCIL)OD OO OO OO0 DOODO
(3.28 g, 4.75 mmol)O O O (95%)0
1H NMR (400 MHz, CDCl3): d 8.12 (dd 3J,,= 1.2 Hz, 8.0 Hz, 2H), 7.84 (s, 2H), 7.6
1 (td 33, = 1.2 Hz, 7.6 Hz, 2H), 7.52 (m, 4H), 7.36 (m, 6H), 7.32 (m, 4H), 7.24

(t 3J,,= 8.8 Hz, 4H). *°F NMR (76 MHz, CDCl3): d -64.07. EI MS: m/z 690.4 [M*]
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ocooo-o0o0ooo-oo-0o0000-0-000O0Db0DDb00O00O0o0oooobobbo-0-0d
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ooooDao

F3C_ CF3

FiC_ CFs Pd(PPhs),
KCO
2

reflux
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oooooogooan
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O

O O ooooDDoDOoOoOog (289 mg, 0.25 mmoD)D OO DOOO
O O

4 g, 15.00 mmol)O O O 0O

O O

O O

O

O
000 (3.48 g, 5.00 mo)0 0000 COCOOOOO0 (1.8
0(2.08 g, 15.00 mol)J 00000000 COO0D00O00O
0000000000000 0000000000000
O
O
O

O O o

00000170000
0000000000 0000000000000 00000000000a0
oo@ooooo)do 0 O O GPC-HPLC (LC-9204, CHCI,) O OO OO 0000

OO0 (3.15 g, 4.55 mmol) (91%) O

TH NMR (400 MHz, CDCl3): d 8.62 (dd 3J,,= 1.6 Hz, 4.8 Hz, 2H), 8.61 (dd 3J,,= O.
8 Hz, 2.4 Hz, 2H), 8.22 (dd 3J,,= 1.6 Hz, 8.0 Hz, 2H), 7.82 (s, 2H), 7.65 (m, 4H
), 7.59 (td 3J,,,= 0.8 Hz, 7.6 Hz, 2H), 7.47 (dd 3J,,= 1.6 Hz, 7.6 Hz, 2H), 7.34

(ddd 3J,,,,= 0.8 Hz, 4.8 Hz, 6.4 Hz, 2H), 7.26 (m, 4H). *°F NMR (76 MHz, CDCl):

O
O
O
O
4
O
0

OOo0o0oooodg

d -64.07. EIl MS: m/z 692.5 [M*]
ooooooad
oooooao
gooo-oooo-o0o0-ogogoo0obo-U0- o000 ooooOobooo-o-
odooooboood- o0boo0oo0o-o0oo0oobobbobooooooaao
Ooooooao
ogoooao
F,C_ CF;3
F;C_ CF3 Pd(PPhj),
‘ ‘
+ (HO),B
O e we Oy s
reflux
oooooao

000000000000 000O000000000 (289 mg, 0.25 mmol)D 0O OO0
000000000000 00000C.48¢g, 5.00mmo)0 00000000000 (2
.58 g, 15.00 mmol)D 0D 0 OO OO (2.08 g, 15.00 mo)D 0 0000 O0O0DO0COO0OO
0000000180000 0000000000000000000000000000
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0000000000000 O0O0O0O0O0O0O0O0O0OD0OO0ODODOODODODODODODODDDODDOOaD
O0D0DO0@O00D0O0)I0000000GPC-HPLC (LC-9204, CHClL,)D D O OO0 OO
000 (3.67 g, 4.65 mmol)O O O (93%)0

H NMR (400 MHz, CDCl3): d 8.17 (dd 3J,,= 1.2 Hz, 8.0 Hz, 2H), 7.89 (d 3J,, = 1.
6 Hz, 2H), 7.86 (m, 4H), 7.80 (s, 2H), 7.77 (d 3J,, = 8.8 Hz, 2H), 7.60 (m, 6H),
7.50 (m, 4H), 7.32 (dd 3J,,= 2.0 Hz, 8.8 Hz, 2H), 7.20 (d 3J,, = 8.8 Hz, 2H), 7
.13 (d 33, = 8.8 Hz, 2H). °F NMR (76 MHz, CDCl3): d -64.09. EI MS: m/z 790.7
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