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General Methods. All reagents and solvents were purchased and used without further
purification. Reactions were performed into two-drum round bottom vials in 24-well
plates. All reactions were monitored by reverse phase HPLC on a Shimadzu LC system.
Routine LC/MS was run in an integrated LC/MS system with a Shimadzu LC and a
Micromass DMZ MS instrument. Solvent was removed from reaction vials utilizing a
Savant or Genevac evaporation system. 'H NMR and °C NMR spectra were recorded on
a Varian Mercury spectrometer. Low-resolution mass spectra were recorded in ES”

mode.

Purification Conditions. The crude products were dissolved in 500 pL of DMSO and
then purified by reverse phase prep-HPLC with mass triggered fraction collection. An
Xterra Prep MS-C18 column (19 x 50 mm) was utilized with water and acetonitrile as
gradients (80 mL/min) and NH; (10 mM) as modifier. Samples were collected in 24-vial
bar-coded purification blocks followed by solvent evaporation. The dried samples were
then weighed using a balance controlled by an automation system to calculate the
recovery, and then diluted in DMSO to a 30 mM concentration. An aliquot of 20 uL. was
pulled from each vial and then diluted into 500 pL of DMSO for characterization. The
samples were analyzed by a 2.5-minute reverse-phase HPLC/UV;4n/ELSD/MS method
to confirm the MS of the products and to determine their purity. The samples were finally

reformatted in a 96-well plate for biological screening.
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1BS
STANDARD 1H OBSERVE

Archive directory: /export/home/auto/vnmrsys/data
Sample directory: auto_16Nov2005

sS4

Pulse Sequence: s2pul
o ,~/
-0
N
Cy
N OMe
zmomog
2(11)  Nme,
0
A ON?
i
T T 1 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
] 8 7 6 S 4 3 2 1 0 ppm
e e e — e S — -
1.00 1.20 1.22 5.75 3.40

2.041.22 1.89 12.42 2.71



VIN-1BS5-C13
13C OBSERVE

pad=2 run with findz0 before acquisition

expl s2pul

SAMPLE
date Oct 17 2005
solvent cdci3
file /export/home/~
auto/walk_auto/aut~
0_17.10.05/VIN-1B5~

-C1301.fid
ACQUISITION
sSw 18832.4
at 1.815
np 68362
fb 10400
bs 64
di 2.000
nt 5000
ct 5000
TRANSMITTER
tn Ci13
sfrq 75.390
tof 740.3
tpwr 58
pw 6.750
DECOUPLER

dn H1
dof 0
dm yyy
dmm w
dpwr 42
dmf 6744

SPECIAL
not used
not used
20
0.008
13.500
20.000
FLAGS

3< 33

n
PROCESSING
1.00
not used
DISPLAY
=37.7
16960.8
6946.8
5804.4
-78.4
-301.2
PLOT
250

0
3907
50

no ph

2{11)

OMe

ngw

)\c_io
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1B6
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_12.10.05

File : 1B602

Pulse Sequence: s2pul

Solvent: cdcl3

Ambient temperature
Sample #20

File: 1B601
Mercury-300BB "horror"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.998 sec
Width 4796.2 Hz

32 repetitions

OBSERVE H1, 299.7885555 MHz

DATA PROCESSING
FT size 32768

Total time 1 min, 39 sec

Cl

13 12

11

29.38

.14

0.43

0.67

ppm
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1C1
STANDARD 1H OBSERVE

File : 1Cl02

Pulse Sequence: s2pul

Solvent: cdcl13
Ambient temperature
Sample #21

File: 1C101
Mercury-300BB "horror"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.998 sec
wWidth 4796.2 Hz
32 repetitions
299.7885529 MHz

OBSERVE  HI1,
DATA PROCESSING

FT size 32768
Total time 1 min, 39 sec

3B %Ow
29182

Automation directory: /export/home/auto/walk_auto/auto_12.10.05

ppm
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\
vin-2B4-cl3
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk

File : vin-2B4-c1302

Pulse Sequence: s2pul

Solvent: cdcl3

Ambient temperature
Sample #4

File: vin-2B4-c1301
Mercury-300BB "horror"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.998 sec

width 4796.2 Hz

32 repetitions

OBSERVE H1, 299.7885540 MHz
DATA PROCESSING

FT size 32768

Total time 1 min, 39 sec

385u04As
3

ol
(VA
o~

auto/auto_20.10.05

13 12

11

10

34.46

.32

47 .43

14.13
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2BS
STANDARD 1H OBSERVE

expl s2pul
SAMPLE SPECIAL
date Oct 11 2005 temp not used
solvent. cdc13 gain not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_11.10.05/2B501.f~ pw90 17.250
id alfa 20.000
ACQUISITION FLAGS \V WO
sw 4796.2 i1l n
at 1.998 in n \vz 01
np 19166 dp y [0}
fb 2600 hs nn =0
bs 16 PROCESSING N
di 1.000 fn not use
nt 32 DISPLAY 7 \
ct 32 sp -150. N
TRANSMITTER wp 2997 /8 H
tn H1L rfl 6013 =
sfrq 299.790 rfp 0
tof 315.5  rp 144)1 HN \O
tpwr 60 1p -86).8
pw 8.625 PLOT
DECOUPLER weC 250 wAVu
dn Ci3 sc 0
dof 0 vs 962
dm nnn th 2
dmm c ai cdc ph
dpwr a4
dmf . 13900
T T T T T T T T ¥ T T T T T T T T T T T T T T T =t T T T T T T v T
] 8 p 7 5 4 3 ppm
— L ey [E— N VN T S S [ S
S a0a Y a.12 2.86 5.392.81 1.56  2.22
. 2.00 2.30 5.13 1.962.76 2.29
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vin-2B5-c13
expl s2pul

SAMPLE
date Oct 23 2005
solvent cdcl13
file /export/home/~
auto/walk_auto/aut~
0_20.10.05/vin-1B5~

wC
SC
Vs

ai

SPECIAL
not used
not used
20
0.008

PROCESSING
1.00
not used
DISPLAY
-37.9
16960.8
1124.2
0
-97.0
-264.3

250
0
3123

10
no ph

), M50

S10

'=c1301.fid
ACQUISITION
sw 18832.4
at 1.815
np 68362
fb 10400
bs 64
di 2.000
nt 5000
ct 5000
TRANSMITTER
tn C13
sfrq 75.390
tof 740.3
tpwr 58
pw 6.750
DECOUPLER
dn H1
dof 0
dm yyy
dmm w
dpwr 42
dmf 6744
il Ay hi
LI S 2 e
220 200

T

T T

ppm



2B6
STANDARD 1H OBSERVE

expl s2pul
SAMPLE SPECIAL
date Oct 11 2005 temp not used
solvent cdcl13 gain not used
file /export/home/~ spin
auto/walk_auto/aut~ hst
0_11.10.05/2B601.f~ pw90 17
id alfa 2
ACQUISITION FLAGS
sw 4796.2 11
at 1.998 in
np 19166 dp
fb 2600 hs
bs 16 PROCESSIN
di 1.000 fn not
nt - 32 DISPLAY
ct 32 sp -
TRANSMITTER wp 2
tn H1 rfl
sfrq 299.790 rfp
tof 315.5 rp
tpwr 60 1p
pw 8.625 PLOT
DECOUPLER wC
dn C13 sc
dof 0 vs
dm nnn th
dmm c ai cdc ph
dpwr 44
dmf 13900
—
—
N
. I SR
T T T T T T T T T T T T T _» T T T T T T T T T T T T T | T T
9 8 7 4 3 2 1 0 ppm
r»bii)_‘|~ — T .._.L L T —
11.88 6.85 1.89 6.04
2.41 .48 0.97 2.96



1B2
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_12.10.05

File : 1B202

Pulse Sequence: s2pul
Solvent: cdcl3
Ambient temperature
Sample #16

File: 1B201
Mercury-300BB "horror"
Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.998 sec

width 4796.2 Hz

32 repetitions

OBSERVE H1, 299.7885479 MHz
DATA PROCESSING
FT size 32768

Total time 1 min, 39 sec

-~

&)

3

55~ 44
\

i

14.72

-08

31:19
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Vin_1B3_rerun
STANDARD 1H OBSERVE

expl s2pul
SAMPLE SPECIAL
date Oct 13 2005 temp not used
solvent cdc13 gain not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_13.10.05/vVin_1B3~ pw90 17.250
_rerun0i.fid alfa 20.000
ACQUISITION FLAGS
sw 4796.2 {1 n
at 1.998 in n
n 19166 dp y
) 2600 hs nn
bs 16 PROCESSING
di 1.000 fn not used
nt 128 DISPLAY
ct 128 sp -150.2
TRANSMITTER wp 2997.8
tn HL rfl 596.9 J\O&ﬁv
sfrg 299.790 rfp 0
tof 315.5 rp 142.4
tpwr 60 1p -74.2
pw 8.625 PLOT
DECOUPLER we 250
dn C13 sc 0
dof 0 vs 1155
dm nnn th 3
dmm ¢ ai cdc ph
dpwr 44
dmf 13900
2
= A r § \
: I
LR il L B A TR L AL .._A..._.._.__..q_.q...q4._.__..._.4
9 8 7 & 5 a 3 2 1 0 ppm
5. 35 b s —_— e [ T SO )
L2 i . 39.11 a.01 2.78 3.18
# U 2.43 3.78 13.76 5.93 2.66
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VIN-1B3-C13
13C OBSERVE

pad=2 run with findz0 before acquisition

expl s2pul

SAMPLE
date Oct 17 2005
solvent cdcl3

file /export/home/~
auto/walk_auto/aut~
0_17.10.05/VIN-1B3~

-C1301.f1d
ACQUISITION
sw 18832.4
at 1.815
np 68362
fb 10400
bs 64
d1 2,000
nt 5000
ct 5000
TRANSMITTER
tn c13
sfrqg 75.390
tof 740.3
tpwr 58
pw 6.750
DECOUPLER

dn H1
dof . 0
dm yyy
dmm w
dpwr 42
dmf 6744

SPECIAL
not used
not used
20
0.008
13.500
20.000
FLAGS

<33

nn
PROCESSING
1.00
not used
DISPLAY

no ph

40 20 ppm
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1B4
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_12.10.05

File : 1B402

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature
Sample #18

File: 1B401
Mercury-300BB "horror" 85 _ ,.WW

4988

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.998 sec

Width 4796.2 Hz

32 repetitions

OBSERVE H1, 299.7885408 MHz
DATA PROCESSING

FT size 32768

Total time 1 min, 39 sec

"

29.23

.03

.54

11.05
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2AS
STANDARD 1H OBSERVE

expl s2pul

SAMPLE SPECIAL
date Oct 11 2005 temp not used
solvent cdcl13 gain not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_11.10.05/2A501.f~ pw90 17.250
id alfa 20.000
ACQUISITION FLAGS
Sw 4796.2 11 n
at 1.998 in n
np 19166 dp y
fb 2600 hs nn
bs 16 PROCESSING
di 1.000 fn not used
nt 32 DISPLAY
ct 32 sp -150.2
TRANSMITTER wp 2997.8
tn HL rfl 597.5
sfrq 299.790 rfp 0
tof 315.5 rp 139.3
tpwr 60 1p -65.9
pw 8.625 PLOT
DECOUPLER wc 250
dn C13 sc 0
dof 0 vs 1791
dm nnn th 16
dmm c ai cdc ph
dpwr a4
dmf : 13900 Q>w0
e}
—
N
R J y J
— N
T T T T T l T T T T T T T T T | T T T T T T T T T T T T T T T T T T T T T T T T T
9 8 7 6 5 4 3 2 1 0 ppm
' ki e e S e —— gl gt (I
0.67 14.72 4.88 27.81 4.65 6.80
2.38 .59 15.48 10.54 7.47



vin-2A5-c13
expl stdi3c

.SAMPLE DEC. & VT
date Oct 24 2005 dfrgq 400.120
solvent CDC13 dn H1
file sexport/home/~ dpwr 37 .
mkaselj/vin-2A5-Cli~ dof 0
3 dm yyy
ACQUISITION dmm w
sfrq 100.619 dmf 9700
tn C13 PROCESSING
at 1.199 1b 1.00
np 59968 wtfile
sw 25000.0 proc ft
fb 13800 fn not used
bs 16
SS 4 werr
tpwr 58 wexp
pw 11.7 wbs
di 2.000 wnt
tof 0
nt 100000
ct 16304
alock y
gain not used
FLAGS
il n
in n
dp y
DISPLAY
sp ~642.6
wp 22637.2
vs o134
sc 0
wc 250
hzmm 80.55
is 500.00
rfi 3005.4
rfp 0
ﬂ: 20 mu
ns 100.000
nm no ph wn
AY
“Bhso
...._.-1~4____.__._d____.__ T LA LI LI L L B LB | | IR LA L LENLE BB
200 180 160 140 120 100 80 60 40 20 ppm



1Al_rerun
STANDARD 1H OBSERVE

expl s2pul

Al

(S

ﬁmw OMe
N

8{12)

A DRS®

S18

SAMPLE SPECIAL
date Oct 12 2005 temp not used
solvent cdcl13 gain not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_12.10.05/1A1_rer~ pwS0 17.250
un0l.fid alfa 20.000
ACQUISITION FLAGS
sSw 4796.2 il n
at 1.998 in n
np 19166 dp y
fb 2600 hs nn
bs 16 PROCESSING
dl 1.000 fn not used
nt 32 DISPLAY
ct 32 sp -150.2
TRANSMITTER wp 2997.8
tn H1 rfl 594.3
sfrqg 299.790 rfp 0
tof 315.5 rp 139.6
tpwr 60 1p -57.0
pw 8.625 PLOT
DECOUPLER wC 250
dn C13 sc 0
dof 0 wvs 1167
dm nnn th 2
dmm ¢ ai cdc ph
dpwr 44
dmf 13900
A
||_||J|I1|_‘|.Fyﬁrll | SEemin SRS ass _ T T T B _
9 8 7
[ 5% .v; _.J‘L r_.l_ —’JI. .L),_uL
0.59 1.63 2.61

0.70 5.53




VIN-1A1-C13
13C OBSERVE

pad=2 run with findz0 before acquisition

expl s2pul
SAMPLE SPECIAL

date Oct 13 2005 temp not used
solvent cdc13 gain not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_13.10.05/VIN-1A1~ pw90 13.500

-C1301.fid alfa 20.000

ACQUISITION FLAGS
sw 18832.4 i1 n
at 1.815 in n
np 68362 dp y
fb 10400 hs nn
bs 64 PROCESSING
d1 2.000 1b 1.00 .
nt 5000 fn not used o~
ct 5000 DISPLAY : ~
TRANSMITTER sp -37.9 1 zx¢
tn C13 wp 16960.8 HN 0
sfrq 75.390 rfl 6946.7
tof 740.3 rfp 5804.4
tpwr 58 rp -93.9 O
pw 6.750 1p -269.0 OMe
DECOUPLER PLOT \/z

dn H1 wc 250 z/&
MOﬁ 0 sc 0
m yyy vs 3049 I/A\IAA
dmm w th 11 o mﬁﬂmv
dpwr 42 ai no ph
dmf 6744

oMo®
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1A2
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_12.10.05

File : 1A202

Pulse Sequence: s2pul

Solvent: cdcl3

Ambient temperature
Sample #10

File: 1A201
Mercury-300BB '"horror"

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.998 sec

width 4796.2 Hz

32 repetitions

OBSERVE H1, 299.7885464 MHz
DATA PROCESSING

FT size 32768

Total time 1 min, 39 sec

337245
29323

13 12

11 10

17 .62
7.44 0.84
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1A3
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_12.10.05
File : 1A302

Pulse Sequence: s2pul

Solvent: cdcl3

Ambient temperature

Sample #11 kw
File: 1A301 323%3. 2 2

Mercury-300BB "horror"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.998 sec

width 4796.2 Hz

32 repetitions

OBSERVE H1, 299.7885493 MHz
DATA PROCESSING

FT size 32768

Total time 1 min, 39 sec

13 12 11 10 9 8

14.

56

54.50
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1A4
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_12.10.05

File : 1A402

Pulse Sequence: s2pul

Solvent: cdcl13
Ambient temperature
Sample #12

File: 1A401
Mercury-300BB "horror"
Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1.998 sec
Width 4796.2 Hz

32 repetitions
299.7885508 MHz

OBSERVE  H1,
DATA PROCESSING

FT size 32768

Total time 1 min, 39 sec

]

£59 - 9 C4

232

33.90

30.09
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17-75-A-NH-Proton

Archive directory: /export/home/auto/vnmrsys/data
Sample directory: auto_18Nov2005

Pulse Sequence: s2pul

13 Amd = Iv ngw

/]

A A

ppm
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17-75-A-NH-Carbon
13C OBSERVE

pad=2 run with findz0 before acquisition

Archive directory: /export/home/auto/vnmrsys/data
Sample directory: auto_19Nov2005

Pulse Sequence: s2pul

- 48.700
—-48.418
—47.278
—46.996
—45.997

121.705
119.151
117.222
§5.729

110.806

107.760
103.582

—45.048
—38.678
-—29.239

—25.942

—-134.384
—21.062

-.—-129.314
- 127.858

—136.519

157.985

142.4889

cigfi{f;f%i%;iz%%%i ;f%iLi [IPHPMIRIROTENE

|t | A T S L O L B

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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17-75-B-NH-Proton

Archive directory: /export/home/auto/vnmrsys/data
Sample directory: auto_18Nov2005

Pulse Sequence: s2pul

ZT

L R — | — e

2.77 14.38 1.80
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022

002

ov 09 08 00T 0271 ovT 0971 08T

(14

wdd

—
w
=
1]
(%]
o
N
=
e
=z
=
o
LN
172.170
156.529
142.001
~134.613
—-131.239 -
— ~129.619
——————————————"__ 158.815
126.470
121.046
i . .118.007
- 115.953
_-109.952
—————— 108.504
e e e 308 08
76.856
. 54.456
53.739
-~ 50.621

—-43.965

________ ——-28.511

_21.439

P VI O (5 O U |

T .-20.284

S26
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Vin 1A6 re-run
STANDARD 1H OBSERVE

expl s2pul

SAMPLE SPECIAL
date Oct 13 2005 temp not used
solvent cdc13 gain not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_13.10.05/vin02.f~ pw9o0 17.250
id alfa 20.000
ACQUISITION FLAGS
Sw 4796.2 i1 n
at 1.998 in n
np 19166 dp v
fb 2600 hs nn
bs 16 PROCESSING
dl 1.000 fn not|used
nt 128 DISPLAY
ct 128 sp -150.2
TRANSMITTER wp 2997.8
tn H1 rfl 90.8
sfrq 299.790 rfp 0
tof 315.5 rp 26.0
tpwr 60 1p r61.7
pw 8.625 pPLOT
DECOUPLER wc 250
dn C13 sc 0
dof 0 wvs 678
dm nnn th 3
dmm c ail cdc ph
dpwr 44
dmf 13900
o~
o
N
T T T T T T T T T 1 T T T T T T ST T T T T T 1
9 8 7 3 1 ppm
—|1I1'|L _||-|\_|4||1q|;. — . r r S [y S ]
1.04 17.17 11.16 10.84 12.39
2.00 3.84 23.90 17.66



Vin 1Bl re-run
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_13.10.05
File : vino04

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature
Sample #15
File: vin03 2817 104
L — f
|

Mercury-300BB '"horror"

Relax. delay 1.000 sec ) mM .NAVVJ

Pulse 45.0 degrees

Acg. time 1.998 sec |
Width 4796.2 Hz |
128 repetitions *
OBSERVE H1, 299.7885508 MHz
DATA PROCESSING

FT size 32768 |
Total time 6 min, 38 sec |

S28
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1CS
STANDARD 1H OBSERVE

A

OH

0¥

S29

expl s2pul
SAMPLE SPECIAL
date Oct 12 2005 temp not used
solvent cdcl13 gain not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_12.10.05/1C501.f~ pw90 17.250
id ailfa 20.000
ACQUISITION FLAGS
sw 4796.2 i1 n
at 1.998 in n
np 19166 dp y
fb 2600 hs nn
bs 16 PROCESSING
d1 1.000 fn not used
nt 32 DISPLAY
ct 32 sp -150.2
TRANSMITTER wp 2
tn HL rfl
sfrg 299.790 rfp
tof 315.5 rp
tpwr 60 1p
pw 8.625 PLOT
DECOUPLER wC
dn C13 sc
dof 0 vs
dm nnn th
dmm c al cdc ph
dpwr 44
dmf 13900
T T T T T T T T T T T T
9 8 7
— gt eyt
2.24 27.11

9

30

10.73
8.96

2.88
6.54

14.60



Vin-1C5-C13
expl stdi3c

SAMPLE DEC. & VT
date Oct 18 2005 dfrq 400.120
solvent CDC13 dn H1
file sexport/home/~ dpwr 37
mkaselj/vin-1c5~-cl~ dof 0
3 dm yyy
ACQUISITION dmm w
sfrq 100.619 dmf 9700
tn C13 PROCESSING
at 1.199 1b 1.00
np 59968 wtfile
SwW 25000.0 proc ft
fb 13800 fn not used
bs 16
SS 4 werr
tpwr 58 wexp
pw 11.7 wbs
d1 2.000 wnt
tof 0
nt 100000
ct 16896
alock Yy
gain not used
FLAGS
il n
in n
dp y
DISPLAY
sp -642.7
wp 22637.2
vs 151
sc 0
wcC 250
hzmm 90.55
is 500.00
rfl 3005.5
M*u 0 mw
h 20
ins 100.000 wn
nm no ph
2
ino
TT T T T rr [ rrrorg LANLANLAN ARLANL AN BRLINE LA T L |ANLIN S N L S L L L L L L B L BB | T LI B
200 180 160 140 120 100 80 60 40 20 ppm



101
STANDARD 1H OBSERVE

expl s2pul

SAMPLE SPECIAL
date Oct 12 2005 temp not used
solvent cdc13 gain not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_12.10.05/1D101.f~ pw90 17.250
id alfa 20.000
ACQUISITION FLAGS
sw 4796.2 11 n OH
at 1.998 in n \L,K
n 19166 dp y
b 2600 hs nn ‘ N 0
bs 16 PROCESSING 7\ \—Ph
di 1.000 fn not used N
nt 32 DISPLAY H
ct 32 sp -150.2
TRANSMITTER wp 2997.8 O
tn HL rfl 597.8
sfrq 299.790 rfp 0
tof 315.5 rp 145.5 69
tpwr 60 1p -81.9 04/
pw 8.625 PLOT \wx
DECOUPLER we 250
dn C13 sc 0
dof 0 vs 1338
dm nnn th 6
dmm ¢ ai cdc ph
dpwr 44
dmf 13900
—
o
N
\\\ \\\ A \\\
T T T T T T T L L T i T T T T T T T T T T T T T
9 8 7 4 3 2 ppm
sy Lt — e e v T S e e s
1.71 32.09 3.97 4.89 9.89 10.79 4.52
4.26 1.59 2.12 9.81 7.26 7.09



1D3
STANDARD 1H OBSERVE

Archive directory: /export/home/auto/vnmrsys/data
Sample directory: auto_16Nov2005

Pulse Sequence: s2pul

Y

N
LI
N
H ‘ OMe
17{15} NMe,
o\
a% n
I
-
I \ , - L /7 \
- . M [ .rgﬁ(r
T T T T T T T T T T T T T T T % T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9 8 7 6 5 a4 3 2 1 0 ppm
[o— ! et —— ) T L~ - T S S R S S 'S . Sy S O —'
0.73 1.86 2.76 2.00 1.00 0.30 1.47 2.14 1.75 2.06 5.69
0.36 a.74 0.43 0.13 0.84 6.20 0.90 7.74 7.33 2.02



1C2
STANDARD 1H OBSERVE
expl s2pul
SAMPLE SPECIAL
date Oct 12 2005 temp not used
solvent cdc13 gain ‘not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_12.10.05/1C201.f~ pw90 17.250
id alfa 20.000
ACQUISITION FLAGS (0]
sw 4796.2 i1 n
at 1.998 in n N
np 19166 dp y ‘
fb 2600 hs nn 7\
bs 16 PROCESSING N
di 1.000 fn not used H
nt 32 DISPLAY J
ct 32 sp -150.2 O
TRANSMITTER wp 2997.8 R .
tn HL rfl 597.5 .
sfrg 299.790 rfp 0 18(8} Cl
tof 315.5 rp 137.9
tpwr 60 1p =73.6
pw 8.625 PLOT
DECOUPLER wcC 25
dn C13 sc
dof 0 s 78 ®0
dm nnn th m%;
dmm c af cdc ph N/\
dpwr 44
dmf 13300

en
en
72
~ . \\ ey \\\ \\\ |
i
)\f[l’
T T T T T T T T T | S T T T T T T T T T T T T T T LE! T T T T T T T T | S i T T T T T T T T T T
9 8 7 6 5 4 3 2 1 0 ppm
e I e R e . R T T W R TR
1.94 5.64 2.50 0.02 2.20 1.36 2.54 11.31 4.49 3.39

0.95 22.07 0.85 2.28 0.57 5.15 1.99 9.84 2.83 18.06



2B1
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_11.10

File : 2B102

Pulse Sequence: s2pul
Solvent: cdcl3
Ambient temperature
Sample #14
File: 2B101
Mercury-300BB

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.998 sec

width 4796.2 Hz

32 repetitions

OBSERVE H1, 299.7885473 MHz
DATA PROCESSING

FT size 32768

Total time 1 min, 39 sec

"horror"

>93]~ 153

\ s

19{9)

.05

NMe,

13 12

11

10

26.78

S34

54.96



2B2
STANDARD 1H OBSERVE

Automation directory: /export/home/auto/walk_auto/auto_11.10.05

File : 2B202

Pulse Sequence: s2pul
Solvent: cdcl3
Ambient temperature
Sample #15
File: 2B201
Mercury-300BB "horror"

Relax. delay 1.000 sec
Pulse 45.0 degrees
time 1.998 sec

Acq.
Width 4796.2 Hz
32 repetitions
OBSERVE H1, 299.7885529 MHz
DATA PROCESSING
Oum
730
N

FT size 32768

Total time 1 min, 39 sec
O\/

N

T_

3931 -\ B4
199143

13 12

.61

8
| :
48.00
3.56

30.40

S35



283
STANDARD 1H OBSERVE

Cl

\
Oi O OMe

19{20} NMe,

Ve

m~— M

S36

expl s2pul
SAMPLE SPECIAL
date Oct 11 2005 temp not used
solvent cdcl13 gain ‘not used
file /export/home/~ spin 20
auto/walk_auto/aut~ hst 0.008
0_11.10.05/2B301.f~ pw90 17.250
id alfa 20.000
ACQUISITION FLAGS
sw 4796.2 {1 n
at 1.998 in n
np 19166 dp v
fb 2600 hs nn
bs 16 PROCESSING
d1 1.000 fn not used
nt 32 DISPLAY
ct 32 sp -150.2
TRANSMITTER wp 2997.8
tn H1 rfl 599.6
sfrg 299.790 rfp 0
tof 315.5 rp 143.5
tpwr 60 1p =77.8
pw 8.625 PLOT
DECOUPLER wC 250
dn C13 sc 0
dof 0 vs 635
dm nnn th 6
dmm c ai cdc ph
dpwr 44
dmf 13900
i )
L T T LB — e e
9 8 7
gt R e S Y S} s
1.57 4.54 9.38
0.62 7.78 5.25

0.55




Tables describing the synthesis layout of chemsets 2-4, 7-10,
15-20°

Table 1. Array layout of chemset 2

Table 2. Array layout of chemset 3

Table 3. Array layout of chemset 4

Table 4. Array layout of chemset 7

Table 5. Array layout of chemset 8

Table 6. Array layout of chemset 9

Table 7. Array layout of chemset 10

Table 8. Array layout of chemset 15

Table 9. Array layout of chemset 16

Table 10. Array layout of chemset 17

Table 11. Array layout of chemset 18

Table 12. Array layout of chemset 19

Table 13. Array layout of chemset 20

®Numbers in parentheses represent the isolated yield (% yield or pmol quantity), the %
purity by UV,14nm and ELSD (evaporative light scattering detector), respectively, of each

individual compound prepared on 100 pmol scale and recovered after mass-triggered
high throughput reverse phase HPLC purification.
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o

NMe,

Rzo)l\cl
{1-10}
N
N +
N
R
R OMe
1{1} Ry =H
1{2} R, = CO,Me
ArH{1}

DCE

_DCE ‘ N\
n N
H

2{1-20}

O\\,/ORZ
N

IO

MeO

NMe,

Table 1. Array layout of chemset 2{1-20}

a0

N
Qs le
N

2{10}

2{20}

Library N
Scaffolds N H N comMme
1{1} 12}
Chloroformates ArH{1} Product Product
{1-10}

o) QMe 2{1} 2{11}
c,)'\o/v a @NME (47.5, 89, 100) (27.6, 100, 100)
o] QMe 2{2} 2{12}
NN @ @L (49.5, 90, 100) Not isolated

NMe;
o) Que 2{3} 2{13}
CI)LO/\|/ @\ (59.9, 90, 100) (42.0, 100, 100)
{3} NMe;
o) QMe 2{4} 2{14}
C,)LO/ @ @\ (52.4, 89, 100) (30.9, 96, 100)
NMe,
)OL Que 2{5} 2{15}
58.9, 90, 100 41.3, 100, 100
a o ) Cl e, ( ) | ( )
o Cl QMe 2{6} 2{16}
L /©/ @ (53, 89, 100) (63, 100, 100)
Cl O {6} NMe,
o /©/ e 2{7} 2{17}
55.3, 90, 100 61.2, 100, 100
c,)LO @ : e, ( ) | ( )
o @ QMe 2{8} 2{18}
26.3, 74, 100 64.3, 100, 100
AAD | DL | )|« )
o F QMe 2{9} 2{19}
J @\ (57.5, 88, 100) (65, 100, 100)
Cl (0] {9} NMe,
OMe

NMe,

(13.9, 60, 100)

(25.1, 100, 100)
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Iz oz
z

NR1

{1} Ry =H

1{2} R, = CO,Me |

0]

O,
RZO)I\CI ’\?/ORZ
{1-8}
" DCE A\
S
rt H / \ ~—R3
= 7
N R4
Ry 3{1-24}
{1-13}

Table 2. Array layout of chemset 3{1-24}

_ @(Q) Library N
Library N Scaffolds N
Scaffolds N H N Come
1{1} 1{2}
Chloroformates Indoles{1-13} Product Chloroformates Indoles{1-13} Product
{1-8} {1-8}
o] 3{1} o] F 3{13}
C'*O“f ©f\> (42.7, 95, 100) oo @ Not isolated
{1} Ho 2 N
{2} - {14}
[} 3{2 (o] 3{14
aNo” 2 ; Not isolated C')LO/\r m (12.8, 96, 100)
Et H {2} {1} H {1}
0 3(3} 0 3{15}
NN @ m (28.7, 100, 100) a N~ h} Me (27.2, 100, 100)
" @) {3} Me (10}

o] MeO 3{4} o] 3{16}
N “ m (29.7, 94, 100) NN m (11.6, 100, 100)
@ H {3 H {3
o 3(5} 0 3{(17}
NN m (60.6, 100, 100) aNo~ m (16.7, 100, 100)

{3} Ve (5} 4 Ve (5}
)oL N D-me (46 135{32} 100) )O'\ Nad (29 03%%} 100)
c”o N 99 a0 N -0, 100,
{3 A (5} 8) Hoo {1
3(7} 3{19}
o )Ol\ O@ \ (41.9, 100, 100) o )LOJ© \ Not isolated
{5} @ {5} @
3(8} F 3{20}
Cl)o'\o/©/ m"‘"e Not isolated CIj\o/@ m—Me Not isolated
) e o e
F 3{(9} F 3{21}
aﬁ\o /©/ m (60.5, 100, 100) aj?\o /©/ m (27.4, 100, 100)
{7} e {5} T {7} e {5} o
3{10 3(22
C,)O'\O/©/ m (638,100,100) | _ )Ol\o m Not eolated
6} RC) - {6} H 3} -
o F cl 3(11 N 3(23
cu)j\o/:j @f\> (58.7, 100, 100) C.)j\c,@ N (14.6, 85, 100)
{7} N o {5} cl {12}
3{12} F cl 3{24}
o x O@ @jﬁ? (46, 85, 100) aj\o \©f§—“"e Not isolated
12 Ve {8) u! 13}
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RZO)I\Cl
{1-10}
ol e
+
N rt
H R OH
HRi=H o OMe
OMe
ArH{1}

4 {1-10}

Table 3. Array layout of chemset 4{1-10}

Library A N
Scaffolds N
H
H
{1}
Chloroformates ArH{1} Product
{1-10}
0 3,4,5- 4{1}
a XN~ {1y | timethoxyphenol | (28,100, 100)
o] 3,4,5- 42}
Cl)]\o/\ 2 trimethoxyphenol (33.8, 96, 100)
o 3,4,5- 4{3}
C')LO/\V trimethoxyphenol Not isolated
{3}
o] 3,4,5- 44}
Cl)l\o/ @ trimethoxyphenol | (43.7, 100, 100)
o 3,4,5- 4{5}
Cl)’\o/>< trimethoxyphenol (10.2, 71, 76)
{5}
o Cl 3,4,5- 4{6}
/©/ trimethoxyphenol Not isolated
Cl O {6}
0 /©/ 3,4,5- A{7}
CI)LO @ trimethoxyphenol | (25.1, 100, 100)
o) /@ 3,4,5- 4{8}
Cl)l\o © trimethoxyphenol | (43.4, 100, 100)
o F 3,4,5- 4{9}
P /©/ trimethoxyphenol | (47.3, 100, 100)
ClI” "0 {9}
3,4,5- 4{10}
trimethoxyphenol Not isolated

S40




N
S0
N

H R

1{1} Ry =H

1{2} R; = CO,Me

(0]

RZOJ\CI
{1-10}

+

OMe

ArH{1}

1) DCE, rt O
—_—
2) 4 N HClin

dioxane, rt

Table 4. Array layout of chemset 7{1-20}

Library A N A N
Scaffolds N N
H H H CO,Me
11} 1{2}
Chloroformates ArH{1} Product Product

{1-10}

0 weq 71} 7{11}
aNo~ W @—N’:N-eoc (27.2, 96, 100) (28.8, 100, 100)
o MeQ 72} 7{12}
P NN 2 @N’:N-Boc (26.1, 100, 100) (32.3, 100, 100)
0 weq 7{3} 7{13}
Cl)'\oz\r @—N’:N-eoc (28.1, 93, 100) (30.5, 94, 100)
{3}

0 MeQ 7{4} 7{14}
N 4} @N’:moc (28.8, 96, 100) (34.2, 97, 100)
0 weq 7{5} 7{15}

<:|)Lo/>< @—NCN'BOC (23.1, 88, 94) (27.7, 77, 88)
{5}
cl MeQ 7{6} 7{16}
c|j’Lo Q/ @—NCN'BOC (18.0, 82, 92) (32.3, 73, 87)
{6}

o} /©/ MeQ — {7} {17}
o - @—Nuw-m (24.5, 82, 90) (33.5, 69, 81)
. O LN 7(8} 7{18}
Cl)l\o @ @—N\_/N-Boc Not isolated (33.4, 79, 93)

F WeQ 7{9} 7{19}
|j\ /©/ Q_N’\:/\N-Boc (25.2, 81, 92) (37.2, 78, 91)
Cl O {9}
NI 7{10} 7{20}
Q_N\_/N-Boc (25.6, 83, 97) (29.1, 91, 100)




o

RZO)I\CI c’yOR2 Oy-0R,
{1-9} N R5COCI N
N 1) DCE, 1t {1-19}
A\ + et NG A\ OMe - > oM
@EI\%) 2) 4 N HClin O N CH3CN ‘ )
H ™ oMe dioxane, Tt H R, O NiPraEt O
N N
{1} Ry =H @ ()NH 8{1-43} ()N Rs
1{2} R; = CO,Me N/\ E/
Nsoc
ArH{1}
Table 5. Array layout of chemset 8{1-43}
Library GEQQH:) Library @Q)
Scaffolds 1”1} Scaffolds 1”1}
Acid Chlorides
Chloroformates ArH{1} {1-19} Product Chloroformates ArH{1} Acid Chlorides Product
{1-9} {1-9} {1-19}
o OMe o 8{1} o OMe o 8{15}
Ao~ A o :
c” o 1 c 22.2,81, 95 cI” o \ Not isolated
w G\BOC )‘\©\{1} ( ) /w/{3} @Q\BOC o an ot isolate
o OMe o 8{2} o OMe 0 8{16}
oo ) QQ 0 | (07,100,100 AL {6} ©Q a*ﬁ,‘w {11} e
o One 0 8{3} cl OMe o] 8{17}
M~ i -
oo™ 2y QQ\ C|)J\{3} (33.2, 78, 100) a)l\o/@/ ) QG\ Cl)‘\({lz} Not isolated
0 OMe Cl_0 8{4} o) OMe 0 8{18}
A (@ A Jj@
a0 (6.0, 100, 100) o o7 5 c (26.9, 100, 100)
/ﬁ/{3} @Q\BOC F{4} { } @G‘\BOC o {13}
o Qe a~P 8{5} o Que o 8{19}
a o/© @} @ o ¢ © (18.8, 100, 93) o~ @ @ 0 C.)K)@ © (9.0, 66, 78)
o Ome o 8{6} o QMe o] 8{20}
oo (5 @ o c/"\/© @ | (201,100, 100) oo™ 1) @ O u*@ (15.8, 100, 100)
N~goc N~goc F
{7} — i {21}

o OMe 0o 8{7 o QMe 9 8{21
oo™ (1) @ 0. aN 3) (52.9, 84, 100) cl o/j/{3} QLN\ C')l\({lz} (14.9, 100, 69)
o) OMe le) 8{8} o OMe o 8{22}
C|)Lo/\{2} @ O o ome n (27.1, 80, 92) a o/@ @ @O u)‘:©{15} (25.7, 100, 100)

o OMe o 8{9} o F Qe Q 8{23}
cH‘\o/j/{S} @NO u/”\><{8} (22.3, 100, 100) Cl)LOJ@( @ @ o oA ome o (34.2, 88, 97)
o OMe [e] 8{10} o) OMe o) 8{24}
o o/@( ) @ 0 cl)‘\(\{g} (6.0, 100, 100) CI)LO/{5} @ 0 A ome 0 (39.1, 85, 100)
al Ome o 8{11} o OMe o] 8{25}
o OO/O @N/\ i ome v Not isolated o {5} @m/\ C,)KEO/\N Not isolated
{7 K Megoc K Megoc 7 {11}
o o o 8{12} 9 ove 0 8{26}
oo g Q) ) A oy | 314 100,100 oo 15 L ) o g (40.3, 95, 100)
o) OMe ) 8{13} o OMe o 8{27}
C|)l\o/v{1} @ 0 \(Q (18.9, 72, 79) CI)LO/>< © @ O oA ome a (28.9, 78, 86)
N~goc F {4} N-goc
o) OMe [6) 8{14} o QMe Q 8{28}
Ko~ @ o, i @ )‘\©
o™ 1o . a Not isolated a0 . cl (22.7, 100, 100)
@ O Y 1) © Do {16)
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Table 5 (contd)

Library Scaffolds

H CO;Me
1{2}
Chloroformates ArH{1} _Acid Product

{1-9} Chlorides {1-19}

) Meo, o 829}
o™~ a) @—N’C,\N-Boc AX @ (16.4, 100, 100)
0 MeQ 0 8{30}
Ao~ @ Q_NC/\N-BOC C'J‘W (3.9, 49, 81)

{17}
0 MeO, o 8{31}
N N -eoc M ome (3.3, 44, 83)
cl o/\r @ N cl {n

) MeO, 0 8(32}

oo 5 @-NC/\N-BOC C'J‘W (36.8, 100, 100)
{17}

o MeQ o} 8{33}
Mo~ W N_w-soc oA ome o (26.8, 100, 100)
0 MeQ o) 8{34}
Mo~ I peeoc Cl)k@) (37, 38, 40)

{18}
o MeO, o 8{35}
—
- 36.1, 80, 93
o {4} R Cl)l\{3} ( :
o MeQ [e] 8{36}

J { \-soc )I\/OMS 47.9, 58, 86
¢’ 0" (g N/ cl 7 ( )
) MeO, ) 8(37}

CI)I\O/\/ 1} @‘NCN'BOC Cl)‘\f)\' Not isolated
7 {11}

o MeQ [e] 8{38}
CI)LO/\ 2} @““CN'BOC a)l\/OMe " (3.0, 32, 38)
) MeQ o 8{39}

A N W-soc /u\@ (24.5, 100, 100)
Cl O {5} _/ Cl {6}

0 MeQ o) 8{40}

M N N-soc )l\ 52.0, 55, 81
Cl O {5} _/ Cl {3} ( )
o) MeQ 0 8{41}

P NN o @—NC/\N-BOC a 19} (3.4, 44,71)

(o) MeQ, o) 8{42}

)l\ A N -soc )l\ 3.7, 61, 87
Cl [©) {2} _/ Cl {3} ( )
0o MeQ o 8{43}

N 5 Q_NCN-BOC (20.8, 100, 100)
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o}

J Oy—0R,
N

R,0” Cl
. {1-10} R3SO,Cl
@\/\Q\j + bbeern | O N\ OMe {11 O \ OMe
N R 2) 4 N HClin N CH4CN N
H OMe )dioxane,lrt H R, O " Ni|33r2Et H R O N/H
{1} Ry =H (A . L )
~BOC
ArH{1}
Table 6. Array layout of chemset 9{1-23}
Library ) Library @f@)
Scaffolds N Scaffolds N |
H H
1{1} 1{1}
Chloroformates ArH{1} Sulfonyl Product Chloroformates ArH{1} Sulfonyl Product
{1-10} Chlorides {1-10} Chlorides
{1-11} {1-11}
o) OMe o) {1} Cl 0 QMe o} 9{13}
cl)l\o Cl\/ﬁll\ Not isolated Y\/@ CI\//S//\ (7.7, 69, 86)
R e S Ty ° {9 D ¢ Ty
0 Que o) 9{2} oMe a P 9{14}
U 4 5.9, 100, 100 | P 4.5, 95,100
c” o™ {2} QG I j/{z} ( ) ¢ \OF\(D QQ ] d j/ @ ( )
BOC {9} BOC
o Que o) 9{3} 16 oMe 0 9{15}
PN s 13.8, 97, 100 S 5.5, 100, 100
oo g ©O P | )| A o ©O P ( )
o ove o 9{4} o ove o f 9{16}
NN 2 @ o 6’5 (17.3, 100, 100) aXNo” @ @ ol 7 \S/ o (11.6, 90, 100)
{4}
o QVe o) 9{5} F QVe o] 9{17}
CINZ o CI<Z
y .7, 100, y 9.3, 100, 100
aNo” @ QLN 7 (13.7,100,100) | I /©/ . @ 0 Oﬁ\/\{S} ( )
~BOC = {5} ~BOC
0 Qe cly o 9{6} o] QMe o] 9{18}
M <L 0 (5.2, 100, 100) . Cing (7.5, 68, 91)
Cl O/\|/ {4} QG\‘\BOC o {6} Cl O {3} QQ\BOC d ~ {1}
o OMe o //0 o[7} )Oj\ OMe o //O 9{19}
-3, 80, y 5.9, 100, 100
C')LO/© ) ©O g | G20 ey ©O T ( )
o Ve a R 9{8} 0 QMe cie P 9{20}
Pe f j S (3.9, 77, 100) PN S (9.7, 94, 100)
“ © {6} <>\NK/)“‘BOC © r {2} ‘ O/\|/ {4} <>\’\()\“BOC ° \/\—-_ {9}
° a ove a P 9{9} )ol\ ove a 9{21}
P . p 13.3, 100, 100
A | an R Y e Lo P ( )
{7} K tgoc L Megoc OMe {10}
° F ove a P 9{10} 19 ove ol F 9{22}
L @ pe (4.8, 74, 86) a o~ @ P~ (4.7, 28,12)
oo @ 0. | 9T g @ O | ¢ F ay
o OMe Cl\ //O 9{11} j\ OMe Cl\SIP 9{23}
CHLOD ) @L O O,,s (11.6, 88, 100) 07 (3 @ O p; (17.3, 91, 100)
BOC F{S} BOC {4}
F e al 9{12}
A /©/ QL P (5.4, 80, 95)

K/N\ BOC
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z

7
@
o
o]

g Oy-0R Oy-0R
RZOJ\CI r\?/ ’ r\?/ ’
1-10 R3CHO
@f@) e _DDCErt O \ OMe (1-18) O A\ ome
N Ry 2) 4N HCl N R O NMe,BH(OAC); N R O
LR OMe in dioxane, rt 1 N/} DCE-DMF 1 N/}
= N 10{1-24} K/N\/R3
(G
ArH{1}
Table 7. Array layout of chemset 10{1-24}
Library @E@:} Library @EQ)
Scaffolds Y Scaffolds N H
1{1} 1{1}
Chloroformates ArH{1} Aldehydes Product Chloroformates ArH{1} Aldehydes Product

{1-10} {1-18} {1-10} {1-18}

0 Que CHO 10{1} o Qe CHO 10{13}
N _ A J@( |
oo™ a \r [y | (@100, 100) oo™y 0 i ) (8.9, 100, 100)
o ove 10{2} owe CHO 10{14}
oo 2 @ -~ A ~cho | (12.8, 100, 100) )oL @ ~ ©/ (7.1, 96, 100)

K/N‘Boc {2} { } Cl O/ {2} K/N‘Boc {13} { }

o Onte I\ 10{3 0 OMe CHO 10{15
N~ @) @O @\CHO o (8.4, 100, 100) a N~ o @O \vd © (7.4, 92, 100)
) owe F 10{4} 0 ove 10{16}

oo @ @ o ©/CHO (5.9, 74, 100) aRNo~ @ @ o & (12.4, 100, 100)
f “ N"cHo ”
o Que S<_-CHO 10{5} o cl Que 10{17}
| Not isolated ~ (12.2, 100, 100)
evo @ QO o ) a s O”(j @ QO “em
QMe CHO 10{6} o QMe 10{18}
A /©/ @NON v & | (92 100,100 o o @NON YCHO s (8.9, 94, 100)
0 oe 10{7} o oe 10{19}
CI)L />< 5 ©\N/\ CHO n (6.1, 100, 100) Cl)l\o/\r @N/\ ~cHo a1 (6.4, 100, 100)
K/N\Boc {6} K/N\Boc
0 Qe o._-CHO 10{8} o Qe - CHO 19{20}
C,)Lo/\ w QQ\ g @ (6.6, 95, 100) C|)l\o/\ w QQ\ N| P s Not isolated
0 Que Ne_-CHO 10{9} 0 Qe CHO 10{21}
N @ | > (8.0, 96, 100) X @ N/S Not isolated
cI” o y -0, 36, cI” o y
T O | ¥ @ T O | 40
H {17}
o Qe CHO 10{10} o QMe CHO 10{22}
CI)J\O 2 QQ\ \—Q_ 10) (7.7, 100, 100) al o© © @LN\ Not isolated
F {18}
o Qe Ng,~CHO 10{11} o QMe CHO 10{23}
J 1 j | (7.8, 100, 100) /[j (9.4, 92, 100)
o v QQ » = ©) c” o 9} QQ - \r {1}
o ove 10{12} o ove 10{24}
CIJJ\Q/©/ {7} ©\N/\ /\CHO {11} (9.6, 100, 100) Cl)l\o/\© ©\N/\ \CHO {7} (10_4' 96, 100)
{10}
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N
@f\Q\)
N
H

Ry

{1} Ry =H
1{2} R; = CO,Me

OH

Cl )Ol\ H
R

“ota v O e, "

1) DCE, 1t O A OMe {1-12} O A OMe

N N

2) MeOH H R, O MeOH, NiPr,Et H R,

OMe NMe, 55°C NMe,
15{1-24}
NMe,

ArH{1}

Table 8. Array layout of chemset 15{1-24}

Library A N A N
Scaffolds N N
H H H CO,Me
11} 1{2}
ArH{1} Epoxides{1-12} Product Product
OMe Q 15{1} 15{13}

(31.7, 85, 100) (27.1, 100, 100)

NMe,

g 2 15{2} 15{14}
@L TAw (48.7, 88, 100) (33.9, 100, 100)
NMe,
e o 15(3} 15{15}
@\ \\\“"<I 3} Not isolated (5.8, 79, 100)
NMe,
g <7 owme 15{4} 15(16}
@NMEZ o @ (52.7, 90, 100) Not isolated
Iy 15{5} 1517}
@L ﬂo,\o“"e 5 (35.4, 94, 100) (41.3, 100, 100)
NMe,
g o 15{6} 15(18}
@L ®<| (24.0, 100, 100) (21.1, 56, 83)
NMe, {6}
& 15{7} 15{19}

(24.8, 100, 100) (30.3, 76, 100)

z
<
L

o —__ 15{8} 15{20}
@L </ Not isolated (25.7, 100, 100)
NMe, o {8}
ove 15{9} 15{21}
@L ﬂ/\ (31.7, 100, 100) (28.9, 100, 100)
e, o {9}
o o.M 15{10} 15{22}
@L |>/ . (45.2, 100, 100) (56.5, 88, 100)
NMe, “—
\/Ph {10}
o oL H 15{11} 15{23}
|>‘\/ (42.7, 92, 100) (46.3, 100, 100)
NMe, O,
\/Ph {11}

Oy &

15{12}
(27.6, 85, 100)

15{24}
(44.4, 75, 100)

O
iz

NMe,
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Cl O
Ao Y o
akp L e Con
A 1) DCE, 1t A\ {1-9
N Ry 2) MeOH Nel ) \\//Rs MeOH, NiPrEt
{1}R H RS l}j 55 OC
IRy = AN
1{2} R; = CO,Me RS‘(/NIj\/)'_RS " 16{1-24}
Ry
{1-15}
Table 9. Array layout of chemset 16{1-24}
Library A N Library N N
Scaffolds N Scaffolds N
H H 2Me
1{1} 1{2}
Indoles{1-15} Epoxides{1-9} Product Indoles{1-15} Epoxides{1-9} Product
A Q 16{1} 3 Q 16{13}
(I ) 15.6, 97, 100 8.4, 65, 89
¥ Ny ( ) @?{12} ~Xa ( )
A q'“‘\OMe 16{2} A & 16{14}
@jt‘? 4 2 (41.9, 76, 94) Q\?{l} {4} (11.7, 26, 16)
Et {2}
o 16{3} 16{15}
mﬁ} <] {3} (44.6, 50, 100) mm Go/\ © (10.5, 73, 93)
Me {7}
MeO 0 16{4} 0 16{16}
> VAN (217, 72, 88) To VA Not isolated
W@ @
m Q 16{5} @Q 2 16{17}
24.9, 91, 100 N 3.0, 69, 97
e g5) N ( ) be 5} N ( )
o 16{6} o 16{18}
; Me VAN (38.9, 61, 79) m”“ <] {3} (16.3, 67, 100)
— {7} ©i/§ = {19}

A @,,..<T 16{7 A 0. ‘&H 16{19
©jﬁ‘?{1} {5} (12.5, 97, 100) ¥ rnge) (8.8, 93, 100)
N ve a 16{8} Mo o 16{20}
m o~ W (29.7, 86, 100) ©fu\f @’Q o (13.2, 67, 100)

Me {7} {6}
16{9} OMe o 16{21}
@?ﬂ’“ ﬂo/\ 6 (32.1, 100, 100) A w<] {3} (27.0, 50, 100)
H {8} { } N
\
Me {13}
MeO. o S N 16{22}
O\/}‘Me <] {3} (36.0, 95, 100) @Q GO o (8.9, 33, 45)
i {9 — o ve {11} =
N I 16{11 \ 2 16{23
CQ N (26.3, 94, 100) (;\?{14} o~ W Not isolated
{10}
N/ (29 é 6s{9172}100) & 4 (14 126{7211 }96)
A .6, s Cl A . 2, ,
er} o\/Ph {8} \©j,\>_M
o H {15}
° {11}
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)\OJKQ
N R,COCI
N\ 1) DCE, rt A {1 24}
N R + N
H Ri 2) MeOH H R, CH3CN Rl
NiPryEt
OMe Me,
{1} Ry =H 17{1-24}
NMe,
ArH{1}
Table 10. Array layout of chemset 17{1-24}
. N . N
Library @E\Q\) Library @E\Q\)
Scaffolds N oA Scaffolds N oA
1{1} 11}
ArH{1} Acid ?lfllzc;r}ldes Product ArH{1} Acid Chlorides Product
{1-24}
m-dimethylamino o) 17{1} m-dimethylamino o 17{13}
anisole C')J\{l} (33.5, 0, 100) anisole Cl)‘\/@ (30.5, 97, 100)
{13}
m-dimethylamino o} 17{2} m-dimethylamino o 17{14}
anisole C"K_Qﬂ: (24.8, 74, 100) anisole CI)‘\© Not isolated
2 e
m-dimethylamino o 17{3} m-dimethylamino o 17{15}
anisole (29.5, 67, 100) anisole N (37.6, 100, 100)
cl {3} {15}
m-dimethylamino o 17{4} m-dimethylamino o 17{16}
anisole C'J\Q (42.3, 89, 100) anisole o (47.4, 95, 100)
{4} {16}
m-dimethylamino o 17{5} m-dimethylamino o 17{17}
anisole oA ome ) (34.1, 100, 100) anisole NS (36.6, 80, 100)
/ {17}
m-dimethylamino o E 17{6} m-dimethylamino F 17{18}
anisole (34.8, 97, 100) anisole o} (16.9, 88, 100)
¢ F @
cl
F {18}
m-dimethylamino o] 17{7} m-dimethylamino o] 17{19}
anisole C,/”\X P (30.8, 100, 100) anisole c)\@“?' (29.9, 100, 100)
{19}
m-dimethylamino o 17{8} m-dimethylamino 17{20}

anisole

(44.6, 94, 100)

anisole

o
O
Y

© {20}

(38.8, 83, 100)

m-dimethylamino

17{9}

m-dimethylamino

5

17{21}

Q
anisole C?‘C (40.6, 83, 100) anisole (40.1, 87, 100)
{9}
{21}
m-dimethylamino o 17{10} m-dimethylamino 0 17{22}
anisole CI)E@ (39.3, 85, 100) anisole g~ {02y | (45:1,94,100)
{10}
m-dimethylamino P 17{11} m-dimethylamino o F 17{23}
anisole s (22.6, 65, 100) anisole >\© (17.3, 87, 100)
\ /) Cl
m-dimethylamino o) 17{12} m-dimethylamino o} 17{24}
anisole C'/U\)\{12} (42.8, 87, 100) anisole CI»-@—F (35.9, 90, 100)
{24}
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cl o | AR,
)\o cl N N
N R,COCI
h} + DDCE rt_ D _ {121y N
R 2) MeOH N S\ _R, CHsCN N R
" RRA N Nipret R L N 77
{1} Ry =H 7 Ra
Rs . IR
I 18{1-24}
Rq
{1-22}
Table 11. Array layout of chemset 18{1-24}
N \}
Library @E\Q\j Library @\/\Q\)
Scaffolds N H Scaffolds N H
U1} 1{1}
Indoles Acid Chlorides Product Indoles Acid Chlorides Product
{1-22} {1-21} {1-22} {1-21}
A Q 18{1} E 2 18{13}
©\/E?{1} CI)I\{l} Not isolated @ C'/u\)\ {13} (38.6, 59, 100)
H 12y
Cl 0>\ <:> 18{2} Me A o 18{14}
m cl 2 Not isolated \©\/,> m)\/@ Not isolated
H H {13}
{2} c {14}
X o 18(3} N\ o 18{15}
m Cl_K—@—F 3 Not isolated N e a Not isolated
we 3 R {14) (15}
{3}
MeO 18{4} cl I 18{16}
\ 0 T I\y .
N Cl)‘\@ Not isolated N oA {16} (25.3, 98, 100)
H {4} 4} Ho {15}
N I 18{5} Bno N ) 18{17}
N C')KQ Not isolated m C'J‘W Not isolated
Me {5} {5} H {16} a7
cl ° 18{6} MeO N 0 18{18}
\ Cl)l\/OMe © (18.5, 59, 60) Meom C,)‘\LS/) Not isolated
» (a7 {18}
H {6}
N q ; 18(7} N N 18{19}
al N i Not isolated oo N C|>\_Q Not isolated
H {7y FAT H {18} F{19}
N o 18(8} MeO Q 18{20}
(;(E‘? CI,U\>< @ (46.9, 90, 100) N—me C|>_©_C' 20} Not isolated
o @ N g
X\ o 18{9} N\ o 18{21}
©\/N\f“‘e a)‘\( (36.2, 28, 100) F C')\E\} (13.5, 83, 100)
Ve {9} {9} {20} 0 {21}
0 18{10} ©\/>_ o 18{22}
N N Ph )’\/
m C'>_<:{10} (33.5, 77, 100) y o 116y (24.8, 89, 100)
{10} H {21
o 18{11} oe o 18{23}
m u)‘:© (30.2, 67, 96) ©\/\> PN o Not isolated
" {10} (11 \
Me {22}
o 18{12} o] 18{24}
Fm C'W 12} Not isolated m al S Not isolated
H W,
{11} {18}
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LA

Cl

OMe

ArH{1}

1) DCE, rt
—_—
2) MeOH

H
{1} Ry =H
NMe,

J

Iz

Table 12. Array layout of chemset 19{1-24}

<
N N_°
R,SO,Cl
oMe _ 1124 O A OMe
CH4CN N
K, O NiPT,Et H R,
NMe, NMe;
19{1-24}

N

N
Library D Library @EQ\)
Scaffolds N oH Scaffolds NoH
1{1} 11}
ArH{1} Sulfonyl Sulfonyl
Chlorides{1-24} Product ArH{1} Chlorides{1-24} Product
NMe, alf 19{1} NMe, a 19{13}
7 r Not isolated O//S (32.8, 100, 100)
MeO o n MeO F {13}
NMe, Cl A 19{2} NMe, 19{14}
O S~ (18.9, 100, 100) O CI\/s”O (30.7, 100, 100)
MeO {2} MeO g
O\OMe {14}
NMe, ol F 19{3} NMe, o 19{15}
s F Not isolated P (31.1, 100, 100)
MeO Rt MeO {15}
NMe, A 19{4} NMe, o 19{16}
P~ (16.3, 68, 93) O//S (30.7, 100, 100)
MeO {4} MeO
F {16}
NMe, a 19{5} NMe, P 19{17}
P~ . (10.1, 60, 88) s (29.4, 100, 100)
MeO 5} MeO o ©
Cl {17}
NMe, N 19{6} NMe, a 19{18}
o”S\’\__{G} Not isolated 5 (30.3, 100, 100)
MeO MeO o \Q
{18}
NMe, (SN 19{7} NMe, a 19{19}
O 01/5\_@ o (10.0, 100, 100) O 6/5 (32.0, 100, 100)
MeO MeO
{19}
NMe, N o © 19{8} NMe, o hf 19{20}
=X (5.6, 100, 100) O/;S (30.3, 100, 100)
MeO {8} MeO ol {20}
NMe, N < 19{9} NMe, a 19{21}
o”S\E/) (33.8, 100, 100) 6’5 (29.7, 100, 100)
MeO {9} MeO
F {21}

MeOr

©\Z
<
@
N
o}
Oy /
\w\\o
—
(N7
Z
—~
[
(=]
-

19{10}
(29.3, 94, 100)

NMe, CIN /O

MeO

19{22}
(27.3, 97, 100)

NMe, Cl, /,O

MeO

SN

Q?
—_
=
=
-

19{11}
(30.1, 97, 100)

Oy

) ;E
-~
N
N
-

NMe, CINZ

MeO

g\
o

19{23}
(27.0, 100, 100)

NMe,

MeO

o)
7
S
——
o
N
e

19{12}
(29.6, 100, 100)

NMe,

MeO

a
Os/
\m\\o
-~
N
D
-~

19{24}
(29.9, 100, 100)




cl o R

Os
q o
R,SO,CI
_— — " .
2) MeOH CH4CN
N = . =
H R HRl 7\ //Rs NiPryEt HRl / \//Rs
Rg N Rg N
]
Rq Ry

_ =

IRy =H g ¢ <
N
I 20{1-24}
Ra
(122}

Table 13. Array layout of chemset 20{1-24}

i Rs

Library A N Library A N
Scaffolds N Scaffolds N
N H N H
1{1} 11}
Indoles Sulfonyl Product Indoles Sulfonyl Product
{1-22} Chlorides{1-24} {1-22} Chlorides{1-24}
0 20{1} F 9 20{13}
N ~
m Cld/s{/\l/ (4.2, 31, 25) ©j\> CI_(:S; (12.5, 93, 100)
oL {1 N (13}
{12}
cl o} 20{2} Me Q 20{14}
m g (15.0, 88, 100) m i 2V Notisolated
O
H {2} 1 H {13} (14}
N P F 20{3} m 9 20{15}
@:} pAter Not isolated e C'_§_©_ Not isolated
H H
Me {3} ° RS 14 O{15}
MeO o 20{4} cl o 20{16}
\ \
m CI7/5//\/ Not isolated N Me CI_:S:' (5.4, 0, 100)
" {4} ° @ 15} F {16}
CcD od 20{5} Bno N ? 20{17}
N Ozzs\/\ Not isolated \©\/N> =5 Not isolated
e {5} {5} H {16} ¢ {17}
cli cio P 20{6} MeO. o) 20{18}
@3 N (5.2, 100, 100) m C|—§Q Not isolated
¥ 16} T H an ° Mgy
cl_ 0 20{7} o 20{19}
QA N2
CV@;} o//SC_Q (6.5, 45, 98) m u—%Q (8.7, 84, 100)
H (1) " Meo H © \19)
{18}
A oL o o 20{8} MeO 9 20{20}
N =<5 Not isolated @:}-Me C'-g—O—C' (7.3, 0, 100)
8
“ 8} & {19}H {20}
A\ N 20{9} QA 0 20{21}
mm ;,,S’\f) Not isolated O R O+ o4 (20.1, 100, 100)
Me 9 7 {9} H o
{9} {20} F{21}
ol 20{10} m o 20{22}
m 5’514,“' (22.1, 88, 100) N o C"f;“@—l— Not isolated
H o) S {10) &5 22)
o] 20{11} OMe 0 20{23}
Cl
m s (112.6, 100, 100) N a—#—@ Not isolated
H {10} © I,\?_ N ° Cl 123}
. Me {22}
0 20{12} L 20{24}
Fm 5 (15.0, 87, 100) m “ OS© (17.6, 100, 100)
o
H {11y {12} R {24}
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