VIII. Spectroscopic Data
(S)-1-(1-phenylethyl)-1H-indole (3a)
'H NMR, 400 MHz, CDCl,
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(S)-1-(1-(o-tolyl)ethyl)-1H-indole (3b)
'H NMR, 400 MHz, CDCl,
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(S)-1-(1-(3-methoxyphenyl)ethyl)-1H-indole (3c)

'H NMR, 400 MHz, CDCl,
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(S)-1-(1-(4-fluorophenyl)ethyl)-1H-indole (3e)
'H NMR, 400 MHz, CDCl,
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F NMR, 376 MHz, CDCl,
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(S)-5-(1-(1H-indol-1-yl)ethyl)-1-tosyl-1H-indole (3f)
'H NMR, 400 MHz, CDCl,
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tert-butyl (5)-4-(1H-indol-1-yl)-4-phenylbutanoate (3g)
'H NMR, 400 MHz, CDCl,
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(S)-N-(3-(1H-indol-1-yl)-3-phenylpropyl)-NV-methylpivalamide (3h)
'H NMR, 400 MHz, CDCl,
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N-((28,35)-3-(1H-indol-1-yl)-2-methyl-3-phenylpropyl)-N 4-dimethylbenzenesulfonamide

(3i)
'H NMR, 400 MHz, CDCl,
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(S)-N ,N-diethyl-3-(1-(6-(trifluoromethyl)-1H-indol-1-yl)ethyl)benzamide (3j)

'H NMR, 400 MHz, CDCl,
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F NMR, 376 MHz, CDCl,
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tert-butyl (5)-1-(1-(2-(difluoromethoxy)phenyl)ethyl)-1H-indole-4-carboxylate (3k)
'"H NMR, 400 MHz, CDCl,
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F NMR, 376 MHz, CDCl,
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(S)-1-(1-(3-chlorophenyl)ethyl)-2-methyl-1H-indole (31)
'H NMR, 400 MHz, CDCl,

T T T T T
.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 .5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0 -0.5
f1 (ppm)
13
CNMR, 101 MHz, CDCl,
m“"e R
N
Me
Cl
et o |
T T T T T T . T . . . : . . . T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10

f1 (ppm)

S121



methyl (5)-1-(1-phenylethyl)-1H-indole-2-carboxylate (3m)
'H NMR, 400 MHz, CDCl,
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(S)-3-(2-methoxyethyl)-1-(1-(4-(trifluoromethyl)phenyl)ethyl)-1H-indole (3n)

'H NMR, 400 MHz, CDCl,
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F NMR, 376 MHz, CDCl,
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1-(3-(benzo[d][1,3]dioxol-5-yl)propyl)-1H-indole (30)
'H NMR, 400 MHz, CDCl,
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6-methyl-4-(4-(4-methyl-1H-indol-1-yl)butoxy)-2-(trifluoromethyl)quinolone (3p)

'H NMR, 400 MHz, CDCl,

N Y ~N VSN
— Me
/\/\/N
(e}
Me
A
~
N~ ~CF,
I
I
|| I
|
)
‘\ i
|
.
mr oy oy TT T TT
; T T . . . T . . . . . . . . . . . . . . . . T
0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5. 5.0 5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0 0.5
f1 (ppm)
T i VAR
I
i (N N W M IO I i U
T T T T T T T T T T T T . . . . . . . . . T T
210 200 190 180 170 160 150 140 130 120 110 fl}ggm) 90 80 70 60 50 40 30 20 10 0 -10

S126



F NMR, 376 MHz, CDCl,
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(Z2)-1-(hex-4-en-1-yl)-1H-indole (3q)
'H NMR, 400 MHz, CDCl,
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(8)-1-(3,7-dimethyloct-6-en-1-yl)-1H-indole (3r)
'H NMR, 400 MHz, CDCl,
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6-chloro-1-(2-(cyclohex-3-en-1-yl)ethyl)-1H-indole (3s)
'H NMR, 400 MHz, CDCl,
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(S)-3-(1H-indol-1-yl)-N-methyl-3-phenylpropan-1-amine (3t) (~95% purity)

'H NMR, 400 MHz, CDCl,
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(S)-3-(1-phenylethyl)-1H-indole (4a)
'H NMR, 400 MHz, CDCl,
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(S)-3-(1-(4-(trifluoromethyl)phenyl)ethyl)-1H-indole (4b)
'H NMR, 400 MHz, CDCl,
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F NMR, 376 MHz, CDCl,
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(S)-5-(1-(1H-indol-3-yl)ethyl)-1-tosyl-1H-indole (4c)
'H NMR, 400 MHz, CDCl,
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(8)-3-(1H-indol-3-yl)-N-(4-methoxybenzyl)-N-methyl-3-phenylpropan-1-amine (4d)
'H NMR, 400 MHz, CDCl,
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3-((S)-1-((8R9S5,135,145)-13-methyl-6,7,8,9,11,12,13,14,15,16-
decahydrospiro[cyclopenta[a]phenanthrene-17,2'-[1,3]dioxolan]-2-yl)ethyl)-1H-indole (4¢)
'H NMR, 400 MHz, CDCl,
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Ethyl (S)-4-(8-(1-(1H-indol-3-yl)ethyl)-5,6-dihydro-11H-benzo[5,6]cyclohepta[1,2-b]pyridin-
11-ylidene)piperidine-1-carboxylate (4f)
'H NMR, 400 MHz, CDCl,
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tert-butyl (S)-3-(1-(11-(1-(ethoxycarbonyl)piperidin-4-ylidene)-6,11-dihydro-5H-
benzo[5,6]cyclohepta[1,2-b]pyridin-8-yl)ethyl)-1H-indole-1-carboxylate (4f”)
'H NMR, 400 MHz, CDCl,
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3-(3-(2-fluoro-4-methoxyphenyl)propyl)-1H-indole (4g)
'H NMR, 400 MHz, CDCl,

VT W W

Q | O OMe
F
N
H
|
| |
Il
I \‘
J) |
T T T i T
\ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \ \
.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 2.5 2.0
f1 (ppm)

3C NMR, 101 MHz, CDCl,

W 1 V80 ¥

O o

F
N
H

T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40
£1 (ppm)

S140



F NMR, 376 MHz, CDCl,
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1H-indol-1-yl benzoate (2a)
'H NMR, 400 MHz, CDCl,
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1H-indol-1-yl 4-(dimethylamino)benzoate (2b)
'"H NMR, 400 MHz, CDCl,
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1H-indol-1-yl 4-(trifluoromethyl)benzoate (2c)
'H NMR, 400 MHz, CDCl,
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F NMR, 376 MHz, CDCl,
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1H-indol-1-yl 2 4,6-trimethylbenzoate (2d)
'H NMR, 400 MHz, CDCl,
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6-(trifluoromethyl)-1H-indol-1-yl 2,4,6-trimethylbenzoate (2¢)
'H NMR, 400 MHz, CDCl,
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F NMR, 376 MHz, CDCl,
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tert-butyl 1-((2,4,6-trimethylbenzoyl)oxy)-1H-indole-4-carboxylate (2f)
'"H NMR, 400 MHz, CDCl,

CO,+Bu 3558 RaRAm
SNEOANZA [
A\
N
\
(0]
o
Me
Me
Me
I
I
I “
oy T T
.0 10‘.5 10‘.0 9.‘5 9.‘0 B‘.S S‘.D 7.‘5 7.‘0 6.‘5 6‘.0 5‘.5 5.0 4.‘5 4.‘0 3‘.5 3‘.0 2‘.5 2.‘0 1.‘5 1.‘0 D‘.S 0‘.0 70‘.5
1 (ppm)
13
CNMR, 101 MHz, CDCl,
CO,t-Bu § fiiigsass 3 2
\ [V S N2 (Y
A\
N
\
0
o
Me
Me
Me
T
2‘10 2(‘)0 19‘0 1;0 1;0 1&0 1‘50 11‘10 13‘0 12‘0 1‘10 1(‘)0 9‘0 B‘O 7‘0 6‘0 5‘0 4‘0 3‘0 Z‘O 1‘0 l‘) 7‘10
1 (ppm)

S149



2-methyl-1H-indol-1-yl 2 4,6-trimethylbenzoate (2g)
'H NMR, 400 MHz, CDCl,

Me

T T T T T T T T T T T T T T
0 105 100 95 9.0 85 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0
f1 (ppm)

3C NMR, 101 MHz, CDCl,

N

\
O
(0}

Me
Me

Me

L

T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80
£1 (ppm)

S150



4-methyl-1H-indol-1-yl 2 4,6-trimethylbenzoate (2h)
'H NMR, 400 MHz, CDCl,
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6-chloro-1H-indol-1-yl 2 4,6-trimethylbenzoate (2i)
'H NMR, 400 MHz, CDCl,
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3-(2-methoxyethyl)-1H-indol-1-yl 2 4,6-trimethylbenzoate (2k)
'H NMR, 400 MHz, CDCl,
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N-cinnamyl-N-methylpivalamide (1h)
'H NMR, 400 MHz, CDCl,
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(E)-N-(4-methoxybenzyl)-N-methyl-3-phenylprop-2-en-1-amine (1s)

'H NMR, 400 MHz, CDCl,
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1-allyl-2-fluoro-4-methoxybenzene (1v)
'H NMR, 400 MHz, CDCl,
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IX. SFC/HPLC Traces
(S)-1-(1-phenylethyl)-1H-indole (3a)

Me

Racemic 3a:

YYX4-051-1-654-17 Sm (Mn, 5x3)
121,
97064

8.0e-1
7.5e1
7.92
7.0e-1 85598
6.5e-1
6.0e-1
55e-1

5.0e-1

4561

AU

4.0e-1

35e-1

3.0e-1

25e-1

20e-1

1.5e-1

1.0e-1

5.0e-2:

o A

Diode Array
21

Range: 8 604e-1

rea

Area Area%

63.95 5314

9836 46.86

Time  Height
721 859269
792 6936

-0.00 1.00 2,00 3.00 4.00 5.00 6.00 700 | 6.00

Enantioenriched 3a:

YYX5-51-new-3
723 _
58976

5.25e-1
5.0e-1
4.75€-1
45e1
4.25e1
4.0e1
3.75e-1
3.5e-1
3.25e-1
3.0e-1

275e-1

AU

2.5e-1

2.25e1

20e1

1.75e-1

1.5e-1

1.25e-1

1.0e-1

7.56-2

5.0e-2

2.5e-2:

LA

900 | 1000

1100

y T T T e Time
12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00

Diode Array
215

Range: 5355e-1

rea

Time Height  Area Area%
723 534597 5897573 9661

795 17987 206718  3.39

000 100 200 3.00 400 5.00 5.00 7.00 5.00
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(S)-1-(1-(o-tolyl)ethyl)-1H-indole (3b)

Me

Me

Racemic 3b:

YYX4-106-1

7.5e1

7.0e-1

6.5e-1

6.0e-1

5.5e-1

5.0e-14

4.5e-1

4.0e-1

AU

35e1

3.0e-1

25e1

20e-1

1.5e-1

1.0e-1

5.0e-2:

0.04 A

2167
333997

274
304688

Diode Array
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Range: 8.176e-1

rea

Time  Height Area Area%
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.00 200 4.00 500 5.00 000 | 1200 | 1400

Enantioenriched 3b:

YYX4-093-3 Sty (Mn, 5x3)

6.5e-14
6.0e-1
5.5e-1
5.0e-1
4.5e-1
4.0e-1

3.5e-14
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3.0e-14

25e-14

2.0e-14

1.5e-1

1.0e-1

5.0e-2:
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1600
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219

20138

2400
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3200

3400

T  Time:
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90472 9377

Time  Height
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(S)-1-(1-(3-methoxyphenyl)ethyl)-1H-indole (3c)

MeO
Me

Racemic 3c:

YYX4-112-2 §f (Mn, 5
945 _
97706

6.0e-1

5561

5.0e-1

4.5e1

4.0e-1

3.5e-1

AU

3.0e-1

25e-1

20e-1

1.5e-1

1.0e-1

5.0e-2-

g |

Diode Array
216
Range: 6 858e-1
Area
Area%

5047
4953

Time Height  Area
945 684794 9770581
1042 614301 9586723

0 T
0.00 10.00

Enantioenriched 3¢:

YYX4-049-8-F717 Sm (Mn, 5x3)

9.33
134803

8.5e-1
8.0e-1
7561
7.0e-1
6.5e-1
6.0e-1
5.5e-1

5.0e-1

AU

4.5e-1

4.0e-1

351

3.0e-1

251

2.0e-1

1.5e-1

1.0e-1

10.29

502 5149

A :
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T Time
20.00
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Diode Array
216
Range: 9 456e-1
Area
Area%

96.32
368

Time  Height
933 94539
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134803.00
5148.94

10100
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(S)-1-(1-(4-fluorophenyl)ethyl)-1H-indole (3e)

Me

Racemic 3e:

YYX4-051-3-84-17-3 Sm (Mn, 5x3)

659
214782

AU

9.0e-1

8.0e-1

7.0e-1

6.0e-1

5.0e-1

401

3.0e-1

2.0e-1

1.0e-1

Diode Array

215

Range: 1.908

rea

Time  Height Area Area%

659 1906147 21478159 5296
703 1625233 190759.95 47.04

0,00 1.00 2.00 200 4.00 5.00 600 7.00 5.00 900 | 10,00

Enantioenriched 3e:

YYX4-087-1 Sty (Mn, 5x3)
667 _
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Diode Array
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(S)-5-(1-(1H-indol-1-yl)ethyl)-1-tosyl-1H-indole (3f)

Me

P SN\

Racemic 3f:

-REC-4 Sm (Mn, 5x3) Diode Array
16.14 218

135589 Range: 8.666e-1

Area
Time  Height Area Area%
1664 1614 848245 135689.28 5059
8.0e-1 132407 1664 763074 132407.06 49.41

7.5e-1
7.0e-1
6.5e-1
6.0e-1
5.5e-1
5.0e-1
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Enantioenriched 3f:

YYX4-179-2 55 (Mn, 5x3) Diode Array
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Area
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6 4 41
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265
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tert-butyl (S)-4-(1H-indol-1

CO,t-Bu

Racemic 3g:

YYX4-112-1 ST(Mn, 5

8.5e-1
8.0e-1
7.5e1
7.0e-1
6.5e-1
6.0e-1
5.5e-1

5.0e-1

AU

4.5e-1

4.0e-1

35e-1

3.0e-1

25e1

2.0e-1

1.5e-1

1.0e-1

5.0e-2:

7.10
120814

8.39
118979

yl)-4-phenylbutanoate (3g)

Diode Array
216

Range: 9 484e-1

Area

Time  Height Area Area%

710 947733 12081395 5038
839 798265 118978.91 49.62

Enantioenriched 3g:

YYX4-104-1 STf{(Mn, 5

AU

7.0e-1

6.0e-1

5.0e-1

40e1
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20e-1

1.0e-1

7.00 5.00 900 | 1000

AL
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T Time
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Diode Array
216
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Area

Time  Height Area Area%

7A7 2547849 430687.56 97.75
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7.00 5.00 900 | 1000
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(S)-N-(3-(1H-indol-1-yl)-3-phenylpropyl)-N-methylpivalamide (3h)

Me

|
Piv

Racemic 3h:

YYX4-207-racg'Sm (Mn, 6x3)
1470 _
146215
5.5e-1
5.26e-1
5.0e-1
4.75e1
45e-1
42581
4.0e-1
375e1
3561
32581

3.0e-1

2
2

275e-1
25e-1
2.25e-1
2.0e-1
1.75e-1
1.5e-1
1.25e-1
1.0e-1
7.5€-2-
5.0e-2-

25e-2:

0.0 J j \

Diode Array
220

Range: 6.056e-1

Time  Height Area Area%

1470 602441
16.41 454828

16.41
124370

0
\

\

-0.00 1.00 2,00 300 4.00 5.00 6.00 7.00 5.00 900 | 1000 | 1100 | 1200 | 1300 | 1400 ' 1500

-207-5 ST(Mn, 5

14.86 _
129745
4.75e1
45e1
4.25e-1
4.0e-1
3.75e-1
35e1
3.25e-1
3.0e-1
275e-1

2.5e-1

AU

2.25e-1

20e-1

1.75e-1
1.5e-1
1.25¢-1
1.0e-1
7.5€-2-
5.0e-2-

25€-2-

252 \ \

16:00

e e

T T Time

1000 | 20100

1700 | 1600

Diode Array
220

Range: 5 614e-1

Area

Time  Height Area Area%
1486 560956 12974475 9819
1675 9 239375 181

0,00 1.00 2,00 3.00 400 5.00 5.00 7.00 5.00 900 | 1000 | 1100 | 1200 | 1300 | 1400 ' 1500
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N-((28,35)-3-(1H-indol-1-yl)-2-methyl-3-phenylpropyl)-N 4-dimethylbenzenesulfonamide
(3i)

3 (M, 5x3)

9.0e-14

8.0e-14

7.0e1

AU

6.0e-14

5.0e-1

4.0e-1

3.0e-1

20e-1

1.0e-1

1189 _
223630

Diode Array

217

Range: 1.346

Area

Time  Height Area Area%h

11.89 1344189 22362998 4962
0 251660

22702619 50.38

12.70

227026

Enantioenriched 3i:

YYX4-174-1 Sty (Mn,

46e-1

44de1

42e1

401

38e-1

3661

34e-1

321

3.0e-1

28e-1

261

24e1

22e1

20e-1

1.8e-1

1.6e-1

1.4e1

1.2e1

1.0e-1

8.0e-2-

6.0e-2-

4.0e-2:

2.0e-2:

0.0

10,00

11:00

1200

11.89_
76905

v T T 2 Time
13.00 14.00 15.00

Diode Array
218

Range: 4.661e-1
Are

ea
Time Height  Area Areat%
11.89 465475 7690541 100.00

000 100
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(S)-N ,N-diethyl-3-(1-(6-(trifluoromethyl)

FsC

(@]

Et,N

A\

Racemic 3j:

Enantioenriched 3j:

Me

3661

3de-1

32e1

3.0e-1

28e1

26e-1

24de1

221

2.0e-1

AU

1.8e-1

1.6e-1

1.4e1

1.2e1

1.0e-1

8.0e-2-

6.0e-2:

4.0e-2-

2.0e-2:

XS S — |

814
60362

869
59988

yl)ethyl)benzamide (3j)

Diode Array
220

0

Range: 3.738e-1
Time Height  Area Area%
8.14 372500 6038216 50.16
8.69 357484 59 16 4984

-0.00

YYX4-198-2 ST (Mn, 5

AU

9.0e-1

8.0e-1

7.0e-1

6.0e-1

5.0e-1

4.0e-1

3.0e-1

20e-1

1.0e-1

0.0

8.15
358098

900 | 1000

872
37071

1100

12100

13100

1200

1500

1600

1700

T Time
20.00

1800 | 1000

Diode Array
220

Range: 232

re:

Time Height Area Area%

815 2324413 35809825 90.62
872 254526 3707126  9.38

-0.00

900 | 1000
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tert-butyl (5)-1-(1-(2-(difluoromethoxy)phenyl)ethyl)-1H-indole-4-carboxylate (3k)

CO,t-Bu

A\

Me

OCHF,

Racemic 3k:

YYX4-191-2-r3¢75 Sm (Mn, 5x3)

44e1

42e1

4.0e-1

3.8e-1

36e-1

34de1

32e1

3.0e-1

2.8e-1

26e-1

24e1

22e1

AU

20e-1

1.8e-1

1.6e-1

1.4e1

1.2e1

1.0e-1

8.0e-2:

6.0e-2-

4.0e-2-

2.0e-2-

5.62
41542

Diode Array
220

Range: 4.416e-1
Area

Time Height  Area Area%
536 437637 4239352 5051

562 412399 4154157 49.49

Enantioenriched 3Kk:

YYX4-201-3 5¢f (Mn, 5x3)

9.5e-1

9.0e-1

8.5e-1

8.0e-1

7.5e-1

7.0e-1

6.5e-1

6.0e-1

AU

5561

5.0e-1

4.5e-1

4.0e-1

35e-1

3.0e-1

25e-1

20e-1

1.5e-1

1.0e-1

5.0e-2-

538

109762

T
950

T
10.00

s
10.50

TR
1100 1150  12.00

) Time

Diode Array
220

Range: 1.139

Area
Height Area Area%
1135859 10976197 9574
50 488764 426

o
0.00

0.50
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(S)-1-(1-(3-chlorophenyl)ethyl)-2-methyl-1H-indole (31)

\Me

Cl

Racemic 3l:

YYX4-175-2-F%C-2 Sm (Mn, 5x3)

7561
7.0e-1
6.5e-1
6.0e-1
5.5e-1
5.0e-1

4561

AU

4.0e-1

351

3.0e-1

2.5e-1

20e-1

1581

1.0e-1

5.0e-2:

800 _
106891

8.94
109224

Diode Array
216

Range: 8 256e-1

Area

Time  Height Area Area%
800 825350 10689116 49.46
894 762038 1 5054

00 .
-0.00 1.00 200

9.0e-1

AU

8.0e-1

7.0e-1

6.0e-1

5.0e-1

4.0e-1

3.0e-1

20e-1

1.0e-1

0.0

7.89
9919

8.81
265003

9.00 10100

T Time
18.00 19.00 20.00

1100 1200 | 1300 | 1400 | 1500 1600 1700

Diode Array
216

Range: 1.783

Time  Height Area Area%

789 78225 991881 361
881 1781656 265003.38 96.39

Time

000 100 200

5.00

9,00 10:00
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methyl (5)-1-(1-phenylethyl)-1H-indole-2-carboxylate (3m)
N CO,Me

N
Me

Racemic 3m:

YYX4-178-3-r5¢72 Sm (Mn

550 _
130089

6.33
130148

9.0e-1
85e-1
8.0e-1
7.5e1
7.0e-1

6.5e-1

AU

6.0e-1
5561
5.0e-1
45e-1
4.0e-1
3.5e-1
3.0e-1
2.5e-1

2.0e-1

1.5e-1

1.0e-1
5.0e-2
00 -

Diode Array

220
Range: 1.206

rea
Area%
49.99
50.01

Time  Height Area
550 1294942 13008948
633 1123695 130148.34

000 1.00 200 3.00 400 500 6.00 7.00 5.00 9,00 1000 | 1100 | 1200 1300

Enantioenriched 3m:

Sh(Mn,

566 _
70140

650
70190
6.0e-1
5.5e-1
5.0e-1
4.5e-1
4.0e-1

35e1

AU

3.0e-1

25e1

20e-1

1581

1.0e-1

5.0e-2:

1200

15,00

16.00

17:00

T Time

1800 | 1000 | 2000

Diode Array
220

-1

Range: 6.95

Area
Time Height  Area Area%
566 694460 7014048 49.98
50 607485 70190.37 50.02

0.0 T T T T T
-0.00 1.00 200 3.00 4.00 5.00 6.00 7.00 8.00 9.00 11.00 12,00 13.00
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(S)-3-(2-methoxyethyl)-1-(1-(4-(trifluoromethyl)phenyl)ethyl)-1H-indole (3n)

OMe
A\

N
Me

F3C

Racemic 3n:

YYX4-202-2-8f (Mn, 5x3)

9.5e-1
9.0e-1
85e1
8.0e-1
7561
7.0e-1

6.5e-1

AU

6.0e-1

5.5e-1

5.0e-1

4.5e-1

4.0e1

35e1

3.0e-1

25e1

20e-1

1.5e-1

1.0e-1

5.0e-2:

497 _
106866

6.09
109813

Diode Array

220

Range: 1.246
Area

Areath
4932

50.68

Time  Height Area
497 1229504 106865.67
609 1059425 10981294

AU

9.0e-1

8.0e-1

7.0e1

6.0e-1

5.0e-1

4.0e1

3.0e-1

20e-1

1.0e-1

480 _
269184

594
190553

e Time
12.00

1000 | 1050 | 1100 | 1150

Diode Array

220

Range: 2.485

Area

Time  Height Area Area%h
480 2479990 26918428 5855
5.9 5! 5291 4145
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(S)-3-(1H-indol-1-yl)-N-methyl-3-phenylpropan-1-amine (3t)

Me

Iz

Racemic 3t:

YYX4-206-RATZ Sm (Mn, 5x3)
501

50207 5.41

50850
4de1

42e1
4.0e1
3.8e-1
361
34e-1
321
3.0e-1
2.8e-1
26e-1

24de1

AU

22e1
20e1
1.8e-1
1.6e-1
1.de-1
1.2e-1
1.0e-1
8.0e-2 \

6.0e-2 \

4.0e-2- \
2.0e-2-
R

Diode Array
220

Range: 4.506e-1

Area

Tme Height  Area

501 442311 50207.36
541 421273 50850.05

Area%
4968
50.32

000 obo | 100 | 1bo 200 | 28 800 | 350 | 400 | 450

Enantioenriched 3t:

YYX4-206-scaR72 Sm (Mn, 5x3)
501 _
65467
5.75e-1
5.5e-1
5.26e-1
5.0e-1
475e1
45e-1
42581
4.0e-1
375e1
3561

32501

AU

3.0e-1
275e-1
25e1

2.25e-1 541

21613
20e-1
1.75e-1
1.5e-1
1.25e-1
1.0e-1

7.5-2: \

= \ A \

Time

Time

Diode Array
Range: 6.051e-1
rea
Area%
75.18
2482

Height  Area
583001 65467 50
186262 2161284

5.01
541
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(S)-3-(1-phenylethyl)-1H-indole (4a)

Me,

N
N
H

Racemic 4a:

YYX4-159-RAC-2 Sm (Mn, 5x3)
42e-1

40e-1
38e-1
3.6e-1
34e1
32e1
3081
2.8e1
2.6e-1
24e1

2.2e1

AU

20e-1

1.8e-1

16e-1

1.4e-1

1.2e1

1.0e-1

8.0e-2:

6.0e-2:

4.0e-2:

2.0e-2

00

8.04 _
37361

895
35294

Time  Height

Diode Array
210
Range: 4.211e-1
Are:

a
Area Area%

804 408318 3736148 5142
&4

895 37

35293.96  48.58

T T T T T T
-0.00 1.00 2.00 3.00 4.00 5.00

Enantioenriched 4a:

YYX4-159-CEEm (Mn,

6.0e-14

4.0e-14

2.0e-14

8.04
56966

T T T T
9.00 10.00 11.00 12.00

893 _
390548

T
13.00

T
14.00

Time  Height
804 563682
893 2705174

T ) Time:
15.00

Diode Array
210

Range: 272
Area

Area Area%
696586 1273
0548.34 8727

000 100 2.00 3.00 400 5.00
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(S)-3-(1-(4-(trifluoromethyl)phenyl)ethyl)-1H-indole (4b)

Me, CF3

N
N
H

Racemic 4b:

YYX4-168-RATZ Sm (Mn,

5.37
42e1 35051

5.75

4.0E1 32459

3.8e-1
361
34e-1
3.2e1
3.0e-1
28e1
2661
24e-1

22e1

AU

2.0e-1

1.8e-1

1.6e-1

1.4e-1

1.2e1

1.0e-1

8.0e-2:

6.0e-2:

4.0e-2
20e-2
o3 A~

Diode Array
220

Range: 4.202e-1
Area

Time Height  Area Area%
537 425756 3505119 5192
3 32 48.08

-0.00 1.00 200 3.00 4.00 5.00 600 7.00 8.00 9.00

Enantioenriched 4b:

-168-2 ST (Mn.

5.94 _
55916
6.5e-1
6.0e-1
5561
5.0e-1
4561

4.0e1

=)
z

3.5e-1
3.0e-1
25e-1
20e-1

553
12032
1.5e-1

1.0e-1

5.0e-2-

T u 2 Time
14.00 15.00

Diode Array
17

Range: 7.238e-1

rea

Time Height  Area Area%

553 165082 1203203 17.71
594 722167 5591574 8229
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(S)-5-(1-(1H-indol-3-yl)ethyl)-1-tosyl-1H-indole (4c)

Racemic 4c¢:

DADA1 B, Sig=254,8 Ref=360,100 (YYX\YYX4-167-RAC-2.D)

mAU g
250 I
200 [
150 I
100 [
50 |\

Signal 2: DADl1 B, Sig=254,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mMAU*s] [mAU] %
it Bttt |====]======= [====mm——= | === [======== |
1 18.625 BB 0.5069 1.06768e4 323.62393 46.8453
2 25.177 BB 0.7078 1.21148e4 260.86627 53.1547

Totals 2.27916e4 584.49020

Enantioenriched 4c:

DAD1 B, Sig=254,8 Ref=360,100 (YYX\YYX4-167.D)
mAU ]

I
18682

350
300 1
2504
200 [
150 [
100 ||
50 |

Signal 2: DADl B, Sig=254,8 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
it Rttt |====]======= [===mmm— | === | ======== |
1 18.682 BB 0.5071 1.42265e4 428.78229 92.3972
2 25.067 BB 0.6924 1170.61060 25.27245 7.6028
1.53971e4

Totals 454.05474
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(8)-3-(1H-indol-3-yl)-N-(4-methoxybenzyl)-N-methyl-3-phenylpropan-1-amine (4d)

IPMB
Me—N

IZz o

Racemic 4d:

YYX4-189-6-T3€-5 Sm (Mn, 5

AU

9.0e-1

8.0e-1

7.0e-1

6.0e-1

5.0e-1

401

3.0e-1

20e-1

1.0e-1

1238 _
264198

Time
1238
13.07

Height
1925359
1829126

Diode Array

220
Range: 1.938
Area
Areath
4929
50.71

Area
264197.91
271811.41

0. T T
-0.00

Enantioenriched 4d:

2 5o (Mn, 5

2
2

9.0e-1

8.0e-1

7.0e-1

6.0e-1

50e-1

4.0e-1

3.0e-1

20e-1

1.0e-1

10,00

1100

1200

12.38
464988

1182
U117

1300

1400 |

15,00

16,00

1700

1600 |

1900

20100
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2200

2500 |

Height
740981

2485

T Time
2400  25.00

Diode Array
220

Area
1723
464988.06
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1100

1200
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3-((S)-1-((8R9S5,135,145)-13-methyl-6,7,8,9,11,12,13,14,15,16-
decahydrospiro[cyclopenta[a]phenanthrene-17,2'-[1,3]dioxolan]-2-yl)ethyl)-1H-indole (4¢)

Racemic 4e:

DAD1 B, Sig=254,8 Ref=360,100 (YYX\YYX4-157-3-2.D)
~
mAU £ %
fl H
200 [ [
150 [ [
[ |
|
100 [ ‘
50 |\ ‘
0 — — —_— - — L e I‘ —— ~
| N | [ | | | (R
0 2 4 6 8 10 12 14 min
Signal 2: DAD1 B, Sig=254,8 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
il Bttt |====] === [===mmm—— | === [======== |
1 9.417 BB 0.2239 3733.23340 256.35168 46.5545
2 11.080 BB 0.2635 4285.81982 250.66071 53.4455
Totals : 8019.05322 507.01239
Enantioenriched 4e:
DAD1 B, Sig=254,16 Ref=360,100 (YYX\YYX4-180-3.D)
mAU §
Pl
a
40 |
|1
30 |1
|
20 | |
~
10 2
o
0 — — S — -
| o P T o ' v
0 2 4 6 8 10 12 14 min
Signal 2: DADl B, Sig=254,16 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mMAU*s] [mAU] %
il Bttt |====]======= [=====m—== [====—m——— | === |
1 9.457 BB 0.2123 77.20403 5.55072 7.7726
2 11.088 BB 0.2566 916.08411 54.91712 92.2274
Instrument 1 4/12/2018 3:11:02 PM KED Page 2 of 3
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tert-butyl (S)-3-(1-(11-(1-(ethoxycarbonyl)piperidin-4-ylidene)-6,11-dihydro-5H-
benzo[5,6]cyclohepta[1,2-b]pyridin-8-yl)ethyl)-1H-indole-1-carboxylate (4f”)

Racemic 4f:

YYX4-223-rac-9 Sm (Mn, 5x3) Diode Array
1231_ 26

26305 Range: 9.805e-2
rea

Time Height  Area Area%
1231 95398 2630480 5023
1309 78978 26060.53 49.77

8.56-2

8.0e-2

13.09

s 26061

7.0e-2

6.5e-2:

6.0e-2

5.56-2

5.0e-2

4562

4.0e-2

AU

3.5e-2

3.0e-2

2562

2.0e-2

1.56-2

1.0e-2

5.0e-3

T T T T T T T T e Time
9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00

Enantioenriched 4f’:

YYX4-223-3 Sm (Mn, 5x3) Diode Array
12.30 226

G9e2 23328 |

Range: 7.923e-2

Area
Time Height  Area Area%
1230 75116 2332812 91.07
307 6981 2287.99 3

7.0e-2
6.5e-2:
6.0e-2
5.5e-2

5.0e-2

4562

AU

4.0e-2
3.56-2

3.0e-2
2.5-2

2.0e-2
1562

1.0e-2 13.07

2288

| N\

5.0e-3 }

0.0
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