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3-(3-Hydroxypropyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (34c)

3-(3-Hydroxy-n-propyl)-1-[bis(4-hydroxyphenyl)methylene]cyclohexane (35c)

3-(3-Fluoropropyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane

3-(3-Fluoro-n-propyl)-1-[bis(4-hydroxyphenyl)methylene]cyclohexane (37¢)

3. HPLC purity data for compounds (37b and 37¢)

Spectra for HPLC trace of 37b
Spectra for HPLC trace of 37c

1. Elemental analysis data for evaluated compounds

Compd. Formula Caculated Found
C H C H

2 C17H1602:0.1 H,O  80.35 6.43 80.51 6.48
3 CisH1802 81.17 6.81 81.25 6.88
4 C19H2002 81.40 7.19 81.43 7.23
5 C20H2202 81.60 7.53 81.54 7.61
18 C19H2003:0.2 H,O  76.54 6.83 76.49 6.89
20 C19H190,F-0.1 H,O  76.03 6.45 75.88 6.56
21a CzoH24040.2 H,O  74.22 6.91 74.26 6.86
21b C22H2404 74.98 6.86 79.87 7.02
24a Co0H2203 77.39 7.14 77.21 7.15
24b C21H2403 77.75 7.46 77.73 7.47
26a CooH2102F 76.90 6.78 76.73 6.82
26b C21H230,F-0.1 H,O  76.85 7.12, 76.61 7.19
27 C22H2603 78.07 7.74 77.82 7.82.
28 C21H2403:0.1 H,O  74.67 7.87 74.63 7.61
29a CzH2202,:0.1 H,O  81.10 7.55 81.16 7.77
29b C21H2407 81.78 7.84 81.38 7.85
30a C21H2204 74.54 6.55 74.28 6.90
30b C24H2606 70.23 6.38 69.97 6.26
32 C22H2404 74.98 6.86 74.68 6.84
35a Co0H2203 77.39 7.14 77.57 7.42
35b C21H2403 77.75 7.46 77.43 7.69
35¢ C22H2603 78.07 7.74 78.15 7.96
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2. 'H and **C NMR spectra
Bis(4-hydroxyphenyl)methylenecyclobutane (2). *H NMR (400 MHz, acetone-ds)

Bis(4-hydroxyphenyl)methylenecyclobutane (2)
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3C NMR (100 MHz, acetone-ds)

Bis(4-hydroxyphenyl)methylenecyclobutane (2)
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Bis(4-hvdroxvohenvlYmethvlenecvclonentane (3). *H NMR (400 MHz. DMSO-dg)

Bisid-hydroxyphenyl)methylenecyclopentane (3)
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3C NMR (100 MHz, DMSO-ds)

Bis(4-hydroxyphenyl)methylenecyclopentane (3)
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Bis(4-hydroxyphenyl)methylenecyclohexane (4). *H NMR (400 MHz, DMSO-ds)

Bis(4-hydroxyphenyl)methylenecyclohexane (4)
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3¢ NMR (100 MHz, DMSO-ds)

Bis(4-hydroxyphenyl)methylenecyclohexane (4)
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Bis(4-hydroxyphenyl)methylenecycloheptane (5). *H NMR (400 MHz, acetone-ds)

Bis(4-hydroxyphenyl)methylenecyeloheptane (5)
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3C NMR (100 MHz, acetone-ds)

Bis(4-hydroxyphenyl)ymethylenecveloheptane (5)
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4-Hydroxyhexanone (7). *H NMR (400 MHz, CDCls)

4-Hydroxyhexanone (7)
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3C NMR (100 MHz, CDCly).
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4-Acetoxycyclohexanone (8). *H NMR (400 MHz, CDCls) Registry No. 41043-88-3

4-Acetoxyeyclohexanone (8)
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Methyl (4-Oxocyclohexylidene)acetate. *H NMR (500 MHz, CDCl5) Registry No91158-10-0

Methyl (4-Oxocyclohexylidene)acetate
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Methyl (4-Oxocyclohexyl)acetate (10). *H NMR (400 MHz, CDCls) Registry No. 66405-41-2

Methyl (4-Oxocyclohexyl)acetate (10)
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C NMR (100 MHz, CDCl5)
Methyl (4-Oxocyclohexyl)acetate (10)
sxpld  wrdlde
oLy e, & Ve
date  Mor 4 3991 da n
solveat e5e1y  dot -1094.3
£1ls oy ds Y
ACQUISTTION - w
strg 160,975 dms 11111
Y €13 dpwr “
s 1,331 FROCEESTNG
= 61236 1b 1.00
-~ 25000.0 wefils
% 13800 pwos [
e 4 fn not uaed
Eod 26 math
o 3.9
a 1.000 wers
tof 19004 weap
at 1034 whs wit ds dscals =
ot 188 "o ® a8 am
sioax . - 733 i3z
weda not ased DESPLAY Erc R -
rLage u -266.,7 ) |
[t a -: 226310 ~ Y ¥
ia a v 50
ap ¥ ®e o |
Ea 6n wa a8 I |
Lo 304 |
in 200,00
=1 06787 !
=ty 77437 ] i
h 4 b |
ins 100. 000 2 |
El - e g !
H ~
3 £ |
|
|
mﬂll-m — q— - e

R RS S o nn s Lo sy o n e s Rasn s L an ey pan s T Y T T T T T

200 1s0 160 140 120 100 80 &0 40 20 PRm



Methyl 3-Oxocyclohexanecarboxylate (12). *H NMR (400 MHz, CDCls) Registry No.
13148-83-9

Methyl 3-Ozocyclohexanecarbexylate (12)
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Dimethyl [2-(3-Oxocyclohexyl)]malonate (14). *H NMR (400 MHz, CDCls) Registry No.
33646-18-3
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3-(3-Hydroxy-n-propyl)cyclohexanone *H NMR (400 MHz, CDCls) Registry No.69441-81-2.

3-(3-Hydroxy-n-propyl)cyclohexanone
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3-(3-Acetoxy-n-propyl)cyclohexanone (15). *H NMR (400 MHz, CDCl3)

3-(3-Acetoxy-n-propyljcyclohexanone (15)
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4-Acetoxy-1-[bis(4-hydroxyphenyl)methylene]cyclohexane (16).
'H NMR (400 MHz, acetone-ds)

4-Acetoxy-1-[bis(4-hydroxyphenyljmethylene]cyvelohexane (16)
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4-Acetoxy-1-[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (17a).
'H NMR (500 MHz, CDCls)

4-Acetoxy-1-[bis(4-methoxymethoxyphenyljmethylene|eyclohexane (17a)
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4-[Bis(4-methoxymethoxyphenyl)methylene]cyclohexanol (17b).

'H NMR (500 MHz, CDCls)

4-[Bis(4-methoxymethoxyphenyljmethylene]cyclohexanol (17h)
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4-[Bis(4-hydroxyphenyl)methylene]cyclohexanol (18). *H NMR (400 MHz, DMSO-ds)

4-[Bis(4-hydroxyphenyljmethylene]cyclohexanol (18)
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4-Fluoro[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (19).

'H NMR (500 MHz, CDCls)
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4-Fluoro[bis(4-hydroxyphenyl)methylene]cyclohexane (20).
'H NMR (500 MHz, acetone-ds)

4-Fluoro[bis(4-hydroxyphenyl)methylene]cyclohexane (20) ’
expl  sdpul OH jj’r
-
BATLE DEC. & VE
date @ 2% 2003 11l 5
solvent - Asstons Lﬁ m O NWR f Ao s
£ils - dpwr 20
ACQUISTTION dof ]
atrg 99,702 dm amn. . &
[ Hl dam @ \ g éﬁ
at 4,665 dmr a0 Vjﬂ{
= 63536 dnag O ‘ o
[ 70248 dred 1.8 N
B 4500 Bomo = HO F
bs 3 PROCRESTHG
L 61 wefils q, ‘;>/~
o 5.6 pres fe :
a1 o i not used
ol 2:0 math £
Bt ias
L T4 wear
alock B wegp
wain 8ot ussd whe
TLAGS wnt
i1 B
in n
& ¥
rs an
DISPLAY
» -an.8
-» 4373.7
va 133
-z -]
wa aso
hama o8
is lests
rfl 2000.7
=£p 1019.4
Y 1
ins 1.000
ai =
JJ : A
LN s Sy B S s ey B B s S B S B S S e
9 B8 7 & 5
_—
1.00
13
C NMR (125 MHz, acetone-ds)
4-Fluorc[bis(4-hydroxyphenyljmmethylene]cyclohexane (20)
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Ethyl 4-[Bis(4-hydroxyphenyl)methylene]cyclohexanecarboxylate (21a).
'H NMR (400 MHz, acetone-ds)

Ethyl 4-[Bis(4-hydroxyphenylymethylene]cyclohexanecarboxylate (21a)
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Ethyl 4-[Bis(4-hydroxyphenyl)methylene]cyclohexanecarboxylate (21a)
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Ethyl 4-[Bis(4-methoxymethylphenyl)methylene]cyclohexanecarboxylate (22a).
'H NMR (400 MHz, CDCls)

Ethyl 4-[Bis(4-methoxymethylphenyl)methylene] cyclohexanecarboxylate (22a)
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4-Hydroxymethyl[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (23a).
'H NMR (400 MHz, CDCls)

4-Hydroxymethyl[bis(4-methoxymethoxyphenyljmethylene]cyclohexane (23a)
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3C NMR (100 MHz, CDCl5)

4-Hydroxymethyl[bis(4-methoxymethoxyphenyljmethylene]cyclohexane (23a)
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4-Hydroxymethyl[bis(4-hydroxyphenyl)methylene]cyclohexane (24a).
'H NMR (400 MHz, acetone-ds)

4-Hydroxymethyl[bis(4-hydroxyphenyl)methylene]cyclohexane (24a)
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4-Methanesulfonyloxymethyl[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (25a).

'H NMR (500 MHz, CDCls)

4-Methanesulfonyloxymethyl[bis(4-methoxymethoxyphenyljmethylene] cyclohexane (25a)
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4-Fluoromethyl[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
'H NMR (500 MHz, CDCls)

4-Fluorcmethyl[bis(4-methoxymethoxyphenyljimethylene]cyclohexane
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3C NMR (125 MHz, CDCls)

4-Fluoromethyl[bis(4-methoxymethoxyphenylmmethylene]cyclohexane
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4-Fluoromethyl[bis(4-hydroxyphenyl)methylene]cyclohexane (26a).
'H NMR (500 MHz, acetone-ds)

4-Fluoromethyl[bis(4-hydroxyphenyl)methylene]eyclohexane (16a)
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4-Ethoxymethyl[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.

'H NMR (400 MHz, CDCls)

4-Ethoxymethyl[bis(4-methoxymethoxyphenyljmethylene]cyclohexane
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4-Ethoxymethyl[bis(4-hydroxyphenyl)methylene]cyclohexane (27).
'H NMR (400 MHz, acetone-ds)

4-Ethoxymethyl[bis(4-hydroxyphenyl)methylene]evelohexane (17)
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3C NMR (100 MHz, acetone-ds)

4-Ethoxymethyl[bis(4-hydroxyphenylymethylene]cyvelohexane (27)
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4-Methyl[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
'H NMR (400 MHz, CDCls)

4-Methyl[bis(4-methoxymethoxyphenyljmethylene]cyclohexane
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3C NMR (100 MHz, CDCl5)

4-Methyl[bis(4anethoxymethoxyphenyljmethylene]cyclohexane
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4-Methyl[bis(4-hydroxyphenyl)methylene]cyclohexane (29a).
'H NMR (400 MHz, methanol-dy)

4-Methyl[bis(4-hydroxyphenyl)methylene]cyelohexane (29a)
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14-Methyl[bis(4-hydroxyphenyl)methylene]evelohexane (29a)
axpl stdils
oLy ES. & VT
daze Apr 1% 1004 dm n
solvent CDICD  dof 1093.3
£ils axp dnm Y
AZQUISITION e - = 3 g =
sfxg 100.579 dmf 11111 F: 9_ P: l!
e €13 apex 4 ag R
at 1.311 FREOCREEING |
a5 €3516 1b 1.80
-~ 25000.0 wefile /
© 13800 proe e
B ERTY not sasd .
o 56 mathk £
P 1.8
a 1,000 wers
ot 19664 wexp e m
ok 1034 whe =8 w
ct 214 wat a o "
alogk n DIEPLAY oo -
ain oz used ap -391.86 y z 5 b
rLAGE - 20855.-8 b -
11 a ve m ] 3
2 - : T
ap ¥ wa 250 o
ha oo hems .60 o " e
is 500,00 & Ise
el 5718.4 - - ,:
ctp aar. - ~ "
th 4 2 9 / E
ins ipo.000 m - .
o ph é‘ e A g n
M = MR
¢ T
' T
|
LA B L B L L L L I B B B e T T T T
200 180 160 140 120 100 80 60 40 20 pom

S32



Methyl {4-[Bis(4-hydroxyphenyl)methylene]cyclohexyl}acetate (21b).
'H NMR (400 MHz, acetone-ds)

Methyl {4-[Bis(4-hydroxyphenyl)methylene]cyclohexyl}acetate (21b)
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Methyl {4-[Bis(4-hydroxyphenyljmmethylene] cyclohexyl}acetate (21b)
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Methyl {4-[Bis(4-methoxymethoxyphenyl)methylene]cyclohexyl}acetate (22b).

'H NMR (500 MHz, CDCls)

Methyl {4-[Bis(4-mmethoxymethoxyphenyljmethylene]cyclohexyljacetate (22b)
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C NMR (125 MHz, CDCls)
Methyl {4-[Bis(4-methoxymethoxyphenyljmethylene]cyclohexyl}acetate (22h)
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4-(2-Hydroxyethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (23b).
'H NMR (500 MHz, CDCls)

4-(2-Hydroxyethyl)[bis(4-methoxymethoxyphenyljmethylene]cvclohexane (23b)
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3C NMR (125 MHz, CDCl3)

4-(2-Hydroxyethyl)[bis(4-methoxymethoxyphenyljmethylene]cyclohexane (23b)
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4-(2-Hydroxyethyl)[bis(4-hydroxyphenyl)methylene]cyclohexane (24b).
'H NMR (400 MHz, acetone-ds)

4-(2-Hydroxyethyl)[bis(4-hydrexyphenylymethylene|cyclehexane (24hb)
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C NMR (100 MHz, acetone-dg)
4-(2-Hydroxyethyl)[bis(4-hydroxyphenyl)methylene] cyclohexane (24b)
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4-(2-Methanesulfonyloxyethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane
(25b). *H NMR (400 MHz, CDCls)
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3C NMR (100 MHz, CDCl5)

4_(2-Methanesulfonyloxyethyl)[bis(4-methoxymethoxyphenyljmethylene] cyclohexane (25h)
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4-(2-Fluoroethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
'H NMR (500 MHz, CDCl5)

4-(2-Fluoroethyl)[bis(4-methoxyvmethoxyphenylmethylene]cyeclohexane
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3C NMR (125 MHz, CDCls)

4-(2-Fluoroethyl)[bis(4-methoxymethoxyphenyl)methylene]cyelohexane
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4-(2-Fluoroethyl)[bis(4-hydroxyphenyl)methylene]cyclohexane (26b).
'H NMR (500 MHz, acetone-ds)

4-(2-Fluoroethyl) [bis(4-hydroxyphenyljmethylene]cyelohexane (26h)
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3C NMR (125 MHz, acetone-ds)

4-(2-Fluorcethyl)[bis(4-hydroxyphenyljmethylene]cyclohexane (26b)
ool sdpul
SAMFLE DEC. & VT
date Mov 3F 2003 &frg 99,700
solvent Agetens dn m
fiis -y Apwr a2
ACQUIEITIgN dof -417.8 2susn
strg 10,663 4= vy LR ]
@ €11 dem - R
at ML.088 dar 13878 ® | -
ng 63536 dseq -
™ 30L65.9 dres $0.0 / =
o 16600 homo s -
. 4 FROCESEING o g
" 13 1.00 =
g 53 wifile g
e 4.5 pros £
an 1.000 #m =ot uaed 2 g
rof 1984.7 math £ %
ne 10000 2z
et 36 werr 1
slock | m wmam wvtinl) -
sais m{ saed wbe wit da dacals - |
iAo apr asext | -
1 2wt witias’) | E
i= = | E o
& r | - =
b - | | i33:
DISPLAY 5 | Ll Bl
- g-l1m.a d | | - L]
v LELTTR | - N
™ s | 3w = | £ SN
- . - | T om |
- ise - 18 ,
Fr 0 = -]
is 7:» = I8
P $33.8 i |
rip Tad.3 i
th 3 |
e 140.000 |
am B
’ | Ll -
Bl T — E— e Voo - W AN
T ™ ™ Inn ma T L B L L L L L B o L B e AL B AR AR R
220 200 180 160 140 120 100 ag 60 40 20 h=i -1



4-[2-(4-Fluorobutoxy)ethyl][bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
'H NMR (500 MHz, CDCls)

4-[2-(4-Fluorobutoxy)ethyl] [bis(4-methoxymethoxyphenyl)methylene]cyclohexane
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3C NMR (125 MHz, CDCls)
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4-[2-(4-Fluorobutoxy)ethyl][bis(4-hydroxyphenyl)methylene]cyclohexane (28).

'H NMR (500 MHz, acetone-ds)

4-[2-(4-Fluorobutoxy)ethyl] [bis(4-hydroxyphenyl)methylene]cyclohexane (18)
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C NMR (125 MHz, acetone-dg)
4-[2-(4-Fluorobutoxy)ethyl] [bis(4-hydroxyphenyl)methylene]eyclohexane (28)
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4-Ethyl[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
'H NMR (500 MHz, CDCls)
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3C NMR (125 MHz, CDCl3)

4-Ethyl[bis(4-methoxymethoxyphenyl)methylene]cyclohexane
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4-Ethyl[bis(4-hydroxyphenyl)methylene]cyclohexane (29b).
'H NMR (500 MHz, CDCls)

4-Ethyl[bis(4-hydroxyphenyl)methylene]eyclohexane (29h)
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C NMR (125 MHz, CDCls)
4-Ethyl[bis(4-hydroxyphenyljmethylene]cyclohexane (19h)
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Methyl 3-[Bis(4-hydroxyphenyl)methylene]cyclohexanecarboxylate (30a).
de)

lohexanecarboxylate (30a)

'H NMR (400 MHz, acetone-
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Methyl 3-[Bis(4-methoxymethoxyphenyl)methylene]cyclohexanecarboxylate (33a).
'H NMR (400 MHz, CDCls)
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3C NMR (100 MHz, CDCls)

Methyl 3-[Bis(4-methoxymethoxyphenyl)methylene]cyclohexanecarboxylate (33a)
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3-Hydroxymethyl[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (34a).
'H NMR (400 MHz, CDCls)

3-Hydroxymethyl[bis(4-methoxymethoxyphenyljmethylene]cyelohexane (34a)
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3-Hydroxymethyl[bis(4-hydroxyphenyl)methylene]cyclohexane (35a).

'H NMR (400 MHz, DMSO-dg)

3-Hydroxymethyl[bis(4-hydroxyphenyljmethylene]cyclohexane (35a)
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3-Hydroxymethyl[bis(4-hydroxyphenyl)methylene] cyclohexane (35a)
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Dimethyl 2-{3-[Bis(4-hydroxyphenyl)methylene]cyclohexyl}malonate (30b).
'H NMR (400 MHz, methanol-d,)

Dimethyl 2-{3-[Bis(4-hydrexyphenyl)methylene]cyclohexylhimalonate (30h)
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2-{3-[Bis(4-hydroxyphenyl)methylene]cyclohexyl}malonic acid (31).
'H NMR (400 MHz, DMSO-ds)

2-{3-[Bis(4-hydroxyphenyl)methylene]cyclohexyl}malonic acid (31)
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3C NMR (100 MHz, DMSO-ds)

2-{3-[Bis(4-hydroxyphenyl)methylene]cyclohexyljmalonic acid (31)
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Methyl 2-{3-[Bis(4-hydroxyphenyl)methylene]cyclohexyl}acetate (32).
'H NMR (400 MHz, methanol-dy)

Methyl 2-{3-[Bis(4-hydroxyphenyljmethylene]cyclohexyljacetate (32)
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3C NMR (100 MHz, methanol-ds)

Methyl 2-{3-[Bis(4-hydroxyphenyljmethylene]cyclohexyl}acetate (32)
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Methyl 2-{3-[Bis(4-methoxymethoxyphenyl)methylene]cyclohexyl}acetate (33b).
'H NMR (400 MHz, CDCls)

Methyl 2-{3-[Bis(4-methoxymethoxyphenyl)methylene]cyclohexyl}acetate (33b)
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3C NMR (100 MHz, CDCls)
Methyl 2-{3-[Bis(4+-methoxymethoxyphenylymethylene]cyeclohexyl}acetate (33b)
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3-(2-Hydroxyethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (34b).
'H NMR (400 MHz, methanol-d,)

3-(2-Hydroxyethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (34b)
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3C NMR (100 MHz, methanol-ds)

3-(2-Hydroxyethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (34b)
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3-(2-Hydroxyethyl)[bis(4-hydroxyphenyl)methylene]cyclohexane (35b).
'H NMR (400 MHz, methanol-dy)

3-(2-Hydroxyethyl)[bis(4-hydroxyphenyl)methylene]cyelohexane (35h)
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3C NMR (100 MHz, methanol-ds)

3-(2-Hydroxyethyl)[bis(4-hydroxyphenylymethylene]cyclohexane (35b)
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3-(2-Methanesulfonyloxyethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane
(36b). *H NMR (400 MHz, CDCls)

3-{2-Methanesulfonyloxyethyl)[bis(4-methoxymethoxyphenyljmethylene|cyclehexane (36h)

1 eedlh
e OMOM
BAMPLE bEC. & VY
date  Apr 33 2004 dn n |
solvent €pcld  def ] |
£ils axp dm ama
ACQUISITION T L
airg 395,951 dmd 204
tan B dpwer 30
at 4008 PROCESETNG \ OMs |
= 63536 1n 0.30
-~ 000.0 wifile {
® e pros "
b : fa st weed  VIOMO
tpwr 63 mash t
P 5.6
a & wers
cof -435.7 wesp
ot B wha
ot 4 wat
alock = DIaFLAY
suiz =0t aed R =840
riaes - a6,
i1 = e i34
iz = = .
& ¥y wo a8
£ =m hesm 2.71
in 358,38
=1 as03.3
fp 2903.4
Y 1
las &.000
. _.'( /
II|' |/ / cr
j' -II Lo
A J \ - [T
T T 1T T T —_— LIS N S B S S S S S S e
10 9 2 7 6 5 4 3 F 1 Ppm
ey e —_ ot b et g et b
4.00 414 .00 2.08 410,08
&0 2.08 3.00 ]-l'w 1.13
g
13
C NMR (100 MHz, CDCls)
3-(2-Methanesulfonyloxyethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (36h)
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3-(2-Fluoroethyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
'H NMR (400 MHz, CDCls)

3-{3-Fluoropropyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
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3C NMR (100 MHz, CDCls)

3-(3-Fluoropropyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
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3-(2-Fluoroethyl)[bis(4-hydroxyphenyl)methylene]cyclohexane (37b).
'H NMR (400 MHz, methanol-d,)

 3-(2-Fluoroethyl) [bis(4-hydroxyphenyljmethylene]cyclohexane (37b)
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3C NMR (100 MHz, methanol-ds)

3-(2-Fluoroethyl)[bis(4-hydroxyphenyl)mmethylene]cyclohexane (37b)
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3-(3-Acetoxy-n-propyl)-1-[bis(4-hydroxyphenyl)methylene]cyclohexane (30c).
'H NMR (400 MHz, CDCls)

3-(3-Acetoxy-n-propyl)-1-[bis(4-hydroxyphenyljmethylene]cyclohexane (30c)
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3C NMR (100 MHz, CDCls)

3-(3-Acetoxy-n-propyl)-1-[bis(4-hydroxyphenyl)methylene]cyelohexane (30c)
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3-(3-Acetoxy-n-propyl)-1-[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (33c).
'H NMR (400 MHz, CDCls)

3-(3-Acetoxy-n-propyl)-1-[bis(4-methoxymethoxyphenyl)methylene] cyclohexane (33¢)
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3-(3-Hydroxypropyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane (34c).
'H NMR (400 MHz, CDCls)

3-{3-Hydroxypropyl)[bis(4-methoxymethoxyphenyljmethylene] cyclohexane (34¢)
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3-(3-Hydroxy-n-propyl)-1-[bis(4-hydroxyphenyl)methylene]cyclohexane (35c).

'H NMR (400 MHz, DMSO-ds)

3-{3-Hydroxy-n-propyl)-1-[bis{+-hydroxyphenyljmethylene]cyclohexane (35¢)
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3-(3-Fluoropropyl)[bis(4-methoxymethoxyphenyl)methylene]cyclohexane.
'H NMR (400 MHz, CDCls)

3-(3-Fluorepropyl) [bis(4-methoxymethoxyphenyl)methylene]cyclohexane
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3-(3-Fluoro-n-propyl)-1-[bis(4-hydroxyphenyl)methylene]cyclohexane (37c).

'H NMR (400 MHz, DMSO-ds)

3-(3-Fluoro-n-propyl)-1-[bis(4-hydroxyphenyljmethylene] cyclohexane (37c)
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3-(3-Fluoro-n-propyl)-1-[bis(4-hydroxyphenyl)methylene]cyclohexane (37¢)
a3 Stdlde
SAnPLE v
date Jul 13 2008 dfrg ane . 18d
solvent DRS0  dn nl
file Dt 34
ACOUISTTION dof b
af 100.857 dm iy
2 ane -
. Sids mes .
- 15008.0 dres 1.8
™ use n
[ 11 PROCESS ING
Lpur 53 1]
- 4. wifila
al L.000 proc
tor o e not wsed
nt 10080 math
ct 8
alock e
gain not used weNp
whs wit be d5 deca=
i n Ve apf
in nownt
de )
hi L1
pisPLAY
L =333.4
i 188118
vE 258
&G L]
we 2548
hzmm 11.42
s 0.1 - o
& ad o
e : - ] s
th E] - =
i 100,800 nen 1 -
- q85 ™~
®ag
J
- H |
20 "o -
28 M H
7 i3 22
L ;\ g
I ) 1 A
T T T - e s — T P
is0 16 iap 1ze 100 an 60 a0 20 ppm



3. HPLC purity data for compounds (37b and 37c)

37b was detected at 250 nm wavelength and 37c at 254 nm wavelength.

Room temperature

Compd. Column and Condition Pressure Flow late  Retention Purity
time (min) (%)
37b Alltech silica Sp 540psi  1ml/min  9.95 >95%
(250X4.6 mm)
97% EtOAC/3% IPA
Phenomenex LUNA C8(2) 51 1168 psi 1 ml/min ~ 11.8 >95%
(150X4.6 mm)
50% CH3CN/50% H,0
37c Alltech Econosil silica 10u 1.9 MPa 3ml/min  7.25 >95%
(250X10 mm)
100% EtOAc
RS Tech OP C18-51002546 95 Mpa  1ml/min 955 >95%

(250X4.6 mm)
70% CH3CN/30% H,0
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HPLC trace of 37b
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HPLC trace of 37¢
Normal Phase
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