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A. Synthesis of chiral ligand L7a : Determination of the enantiomeric
composition of 1a, 2a and 3a

(S)-2-hydroxy-4-methylpentanoic acid (1a)
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The enantiomeric composition of la was determined by chiral stationary phase gas
chromatography (CSP-GC).

Figure S1. CSP-GC analysis of 1a

Racemic 1a Synthesized 1a
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CP-Chirasil-Dex CB column (30 m x 250 um x 0.25 pm)
Oven temp. : 90 °C (hold 2 min) to 180 °C at 3 °C/min
Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ; Detector : FID set at 230 °C
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(S)-2-hydroxy-N,N,4-trimethylpentanamide (2a)
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The enantiomeric composition of 2a was determined by chiral stationary phase gas
chromatography (CSP-GC).

Figure S2. CSP-GC analysis of 2a

Racemic 2a Synthesized 2a
o
& &
o & 3 °

2 & & &

F o A -
G =& it
| ol I\
f\ [\ ey

o
|
‘ |
U N\ - =
e - - - e - -
375 4 4.25 4 45
Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Heigh Area
# [min] [min] [pA*s] [pA] % #  [min] (min] [pA*s] [pA]
. - L s s T i T S T ——— N E——
8 o9 4 06 1 4.164 MM 1 16.00554 2 000e2
090 50.46494

m x 250 um x 0.25 um)
Oven temp. : 130 °C (hold 2 min) to 160 °C at 3 °C/min
Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ; Detector : FID set at 230 °C

(S)-2-methoxy-N,N,4-trimethylpentanamide (3a)
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The enantiomeric composition of 3a was determined by chiral stationary phase gas
chromatography (CSP-GC).

Figure S3. CSP-GC analysis of 3a
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Oven temp. : 90 °C (hold 2 min) to 180 °C at 3 °C/min
Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ; Detector : FID set at 230 °C
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B. Screening of ligands :
methylindoline (5) (Table 2)

Enantiomeric composition of 1-allyl-3-

The enantiomeric composition of 1-allyl-3-methylindoline (5) was determined by chiral
stationary phase gas chromatography (CSP-GC) on a CP-Chirasil-Dex CB column.

Table S1

CP-Chirasil-Dex CB column (30 m x 250 um x 0.25 pum)

Oven temp. : 115 °C (hold 14 min) to 180 °C at 20 °C/min

Ligand . . . .
£ Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ;
Detector : FID set at 230 °C
g
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| \ Peak RetTime Type Width Area Height Area
‘\ ’x # [min] [min] [pA*s] [pA] %
e e R R B [ —mmmmme |
] \]\ 1 12.745 MM 0.1352 387.05707  47.70355 49.92547
N N 2 13.134 MM 0.1618 388.21271  39.97783 50.07453
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L7a >_>—\ u‘%"‘ (Peak RetTime Type Width Area Height Area
MeO NMe, @ ..Q’b.‘ # [min] [min] [pA*s] [pA] $
o ] e R R R [
°ﬁ§\ 1 12.856 MF 0.1013 53.28990 8.76551 8.25367
—_JN = 2 13.089 FM 0.1730 592.36108 57.07046 91.74633
™—
~
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L7b o |
MeO NMe, 'q\) ‘\ .M peak RetTime Type width Area Height Area
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R S S i it R |-——mm———- B R [
_J/\H \ 1 12.879 MF 0.1028 14, 37727 2.33191 5.90462
r 2 13.171 FM 01338 229.11453 28.53663 94.09538
NMe
L7c¢ \/\l/\ 2
OMe Peak RetTime Type Width Area Height Area
# [min] [min] [pA*s] [pA] %
| s == | [ L | = I
1 12.831 MF 0.0941 84.30718 14.92594 6.70029

2 13.016 FM 0.2197% 1173./95459

! Racemic synthesis
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L7d

Peak RetTime Type Width Area Height Area
# [min] [min] [pA*s] [pPA] %
B l===ll==r==5= le=m=mrmr== l==m=mr—e=e ==mrr=== I
1 12.870 MF 0.1161 33.48689 4.80870 9.72573
2 13.147 FM 0.1453 310.82535 35.65898 90.27427
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1 12.854 MF 0.0995 68.13246 11.41035 6.48723
2 13.052 FM 0.2053 982.12183 79.72657 93.51277
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' 2 13.225 FM 0.2005 67.35802 5.60025 5.89401
<
(3]
i )
p: Y
L8a . Q} Peak RetTime Type Width Area Height Area
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el e R | —mmmm e | == |
1 12.834 MF 0.1105 101.72469 15.34078 22.47254
2 13.134 FM  0.1489 350.93753  39.27295 77.52746
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\ \
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Y-\ 2 13082 FM 0.1984 810.53064

68.08802 73.89306

C. Determination of the enantiomeric composition of compounds 5, 8, 9,
11 and 13 (Table 3, scheme 2 and scheme 3)

(R)-1-allyl-3-methylindoline (5) (entry 4, table 3)

N
7

The enantiomeric composition of 5 was verified by chiral stationary-phase gas
chromatography (CSP-GC) using a CP-Chirasil-Dex CB column:

Figure S4. CSP-GC analysis of 5

Racemic 5 Synthesized 5 (entry 4, table 3)
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CP-Chirasil-Dex CB column (30 m x 250 um x 0.25 pum)
Oven temp. : 115 °C (hold 14 min) to 180 °C at 20 °C/min
Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ; Detector : FID set at 230 °C
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(R)-1-allyl-3,4-dimethylindoline (8) (scheme 2)

N
7

The enantiomeric composition of 8 was determined by chiral stationary phase gas
chromatography (CSP-GC) using a CP-Chirasil-Dex CB column:

Figure S5. CSP-GC analysis of 8

Racemic 8 Synthesized 8 (scheme 2)
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CP-Chirasil-Dex CB column (30 m x 250 um x 0.25 pm)
Oven temp. : 115 °C (hold 14 min) to 180 °C at 20 °C/min
Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ; Detector : FID set at 230 °C

(R)-(-)-3-methylindoline (9) (scheme 2)

N
H

The enantiomeric composition of 9 was determined by chiral stationary phase gas
chromatography (CSP-GC).
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Figure S6. CSP-GC analysis of 9
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CP-Chirasil-Dex CB column (30 m x 250 um x 0.25 pm)
Oven temp. : 115 °C (hold 14 min) to 180 °C at 20 °C/min
Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ; Detector : FID set at 230 °C

(R)-3-methyl-5,7-dimethyl-2,3-dihydrobenzofuran (11) (scheme 3)

Figure S7. CSP-GC analysis of 11

Racemic 11 Synthesized 11 (scheme 3)
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CP-Chirasil-Dex CB column (30 m x 250 um x 0.25 pm)
Oven temp. : 70 °C (hold 90 min) to 180 °C at 20 °C/min
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|Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ; Detector : FID set at 230 °C

(S)-1-methylindan (13) (scheme 3)

Figure S8. CSP-GC analysis of 13

Racemic 13 Synthesized 13 (scheme 3)
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Oven temp. : 70 °C (hold 22 min) to 180 °C at 20 °C/min
Carrier gas : helium ; 1.5 mL/min ; Injector : set at 220 °C ; Detector : FID set at 230 °C
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D. 'H and C NMR spectra of new compounds



(S)-2-hydroxy-N,N,4-trimethylpentanamide (2a)
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(28,35)-2-hydroxy-N,N,3-trimethylpentanamide (2c)
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(S)-2-hydroxy-N,N,3,3-tetramethylbutanamide (2d)
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(S)-3-cyclohexyl-2-hydroxy-N,N-dimethylpropanamide (2f)
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SF 100.6127524 MHz

WDW EM

5SB 0

LB 1.00 Ez

GB 0

PC 1.40



(S)-2-methoxy-N,N,4-trimethylpentanamide (3a)

HG180-P
fXel ™
3 E
(0]
NMe2
OMe
3a
o T T A T A L T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0
L))
g 3l

S21

L ,«M‘\le

171
1.13

|
o 44444444J4444447

Current Data Parameters

Hz
Hz
sec

use
use

K
sec

NAME Oct28-2014
EXPNO

PROCNO 1
F2 - Acquisition Parameters
Date_ 20141028
Time 18.57
INSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG 2930
D 65536
SOLVENT cpC13
NS 64
DS 2
SWE 9578.544
FIDRES 0.146157
20 3.4210291
RG 128
DW 52.200
DE 6.50
TE 300.
D1 2.00000000
TDO 1

CHANNEL f1 =

1E

10.70 use

-6.00 dB

21.00000000 W

400.1332010 MHz

F2 - Processing parameters
51 32768

SF 400.1300137 MEz
WOW EM
5SB 0

LB 0.20 Hz
GB 0
PC 1.00



HG180-P

N
o SRS g Sha 898 BRUKER
& S . I WD £ )
— o~~~ 0 TMmon NN
| ) \ Current Data Parameters
| \/ [/ AVE 0ct28-2014
|y 1K EXPNO 82
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141028
Time 20.18
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
O TD 65536
SOLVENT cDCl3
NS 1024
DS 8
NM SWH 26178.010 Hz
ez FIDRES 0.399445 Hz
AQ 1.2517875 sec
OMe RG 90.5
DW 19.100 use
DE 6.50 use
3a TE 300.0 X
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
£1
PL1W 78.18
SFO1 100.62
= CHANNEL £2 =
CPDPRG2 waltzl6
NUC2 18
PCPD2 90.00 use
PL2 -6.00 dB
PL12 12.50 dB
PL13 12.50 dB
PL2W 21.00000000 W
PL12W 0.29663289 W
PL13W 0.29663289 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127495 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
"
T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

S22



(S)-2-methoxy-N,N,3-trimethylbutanamide (3b)

HG357-F1 o<
Héléne PO RS
MSO a - coan BRUKER
n Moo — IS (—.:><:~_)
O \ )
\\ Current Data Parameters
NAME Apr29-2016
NMe EXPNO 0
2 PROCNO
OMe F2 - Acquisition Parameters
Date_ 20160430
Time 5.59
3b INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
™D 65536
SOLVENT S E]
NS 64
2
9578.544 Hz
0.146157 Hz
AQ 3.4210291 sec
RG
DW use
DE .50 use
TE 300.2 X
DL 2.00000000 sec
TDO 1
= CHANNEL f1 =
12.50 use
-3.00 dB
17.04036522 W
400.1332010 MHz
F2 - Processing parameters
ST 131072
SF 400.1299774 MHz
WDW EM
SSB 0
LB 0.20 Hz
GB 0
BC 1.00
| l |
. k_.__)‘\.,ﬂ‘ N . WU .
L : e e e e B
75 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 15 1.0 0.5 ppm
R )L (W | UL
[o o| Fo (19] ] (g0
3 = |32 S 35
- &l laille3 - &l

S23



HG357-F1
Héléne
MSO

171.45

hlhﬂ(?z
OMe
3b

87.13

57.46

— 36.52
~— 36.07
30.80
18.90

— 18.81

NAME

EXPNO
PROCNO

Time
TNSTRUM
PROBHD
PULPROG

SOLVENT
NS

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2

SF
WDW
558
LB
GB
PC

T
190

T
180

T T T T T
170 160 150 140 130

100

90

70

60

50

T T T T
40 30 20 10 ppm

Current Data Paramet

o,
BRUKER
L)

Apr29-—

Plon

on Parameters

20160503
2.21
spect

5 mm PABBO BB/

2.00000000 sec
0.03000000 sec
1

CHANNEL f1 =
13C
12.50 use
1.00 dB
28.7317771% W
100.6238364 MHz

CHANNEL 2 =======
waltzl6

90.00

-3.00

13.50

13.50

17.04036522

0.38148627
0.38148627 W

400.1316005 MHz

F2 - Processing parameters
SI 131072

100.6127603 MHAz
EM

0
1.00 Hz
0

1.40



(28,35)-2-methoxy-N,N,3-trimethylpentanamide (3c)

3.317
3.140
—2.987

/’1.834

1.805
L1775
1.739
1.708
1.685
1.264
1.246
1.226
1.209
1.192
1.174

s

X

VA

B

® ® T
— Oy © O
oy @ ® ™
cocoo

NAME
EXPNO
PROCNO

BRUKER
LorSed

Current Data Parameters

Marl4-2016
200
1

F2 - Rcquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT
NS

PL1
PL1W
SFO1

s
mm PABBO BB/

20160

2
9578.544 Hz
0.146157 Hz

3.4210291 sec

181
52.200 use
6.50 use

300.2 K
2.00000000 sec
1

CHANNEL fl =======
1H

12.50 use

-3.00 dB
17.04036522 ¥
400.1332010

F2 - Processing parameters
s 131072

ABP2.60-F1
Anne
MSO
T T
7.0 6.5 6.0 5.5

2.0

2.63

400.1300136 MHz
EM

0
0.20 Hz
0

1.00



NM62

OMe
3c

86.56

57..81

36.99
36.49
— 36.16

25.32

14.98

10.94

ABP2.60-F1
Anne
MSO

170 160

|

150

140

130

120

110

T

100

S26

40

C <)
BROKER
)

Current Data Parameters
NAME Marl4-2016
EXPNO 2
PROCNO 1

F2 - Acquisition Para
Date_ 20160314
Time .35

NSTRUM
PROBHD
PULPROG

spect

5 mm PABBO BB/
zgpg30
65536

SOLVENT

NS

DS

SHH

FIDRES

Hz
Hz
sec

use
use

sec
sec

CHANNEL f1

1.00 dB
28.73177719
100.6238364

PLIW
SFO1

=

CPDPRG2
NUC2
PCPD2

F2 - Processing parameters
72

100.6127693
EM




(S)-2-methoxy-N,N,3,3-tetramethylbutanamide (3d)

ABP2.66-1
Anne 3 S 88 o
MSO ® R S BRUKER
‘ ‘ ‘ ‘ Current Data Parameters
NAME Apr07-2016
EXPNO 90
PROCNO 1
O F2 - Acquisition Parameters
Date_ 20160407
Time 17.46
NM INSTRUM spect
ez PROBHD S5 mm PABBO BB/
PULPROG
OMe .
SOLVENT
NS
3d .
SWH
FIDRES
20
RG
Dw
DE
TE
D1
DO
NUC1
Pl S
PL1 - 0 dB
PL1W 17.04036522 W
sFo1 400.1332010 Mz
F2 - Processing parameters
s 31
SF 400.1300109 MHz
WDW EM
S5SB 0
I 0.20 Hz
GB
PC 1.00
‘ |
‘ L L
T T T T T T T T T T
7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 ppm
AN ANVANVAN A\
2 D (@) (= ™
8 3 (0‘ = €
- ™ ™ ] o
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ABP2.66-1
Anne
MSO

&

170.

NMeZ
OMe
3d

87.36

57.97
_—37.56
——36.29
T 35.46
26.64

T T T T
170 160 150 140 130 120

BRUKER
e

Current Data Parameters

NAME Apr07-2016
EXPNO 91
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160407
ime 15.40
INSTRUM spect
PROBHED S mm PABBO BB/
PULPROG 29pg30
D 65536
SOLVENT cDC13
NS 1024
DS 8
SWH 26178.010 Hz
FIDRES 0.399445 Hz
517875 sec
RG 90.5
DW 19.100 use
DE 6.50 use
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1

.00 dB
8.73177719 W
100.6238364 MHz

= CHANNEL £2 =
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 use
PL2 -3.00 dB
PL12 13.50 dB
PL13 13.50 ¢B
PL2W 17.04036522 W
PL12W 0.38148627 W
PL13W 0.38148627 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 131072

SF 100.6127690 MEz
WDW M
55B 0

LB 1.00 Hz
GB 0

PC 1.40



(S)-2-methoxy-N,N-dimethyl-3-phenylpropanamide (3e)

BRUKER
L)

S oy VW0~ 0o
o~ 0 O T MN M-
N NN Mo O OO

. . L. Current Data Parameters

< < < MmO MmO NAME Apr01-2016

| EXENO 60

‘ PROCNO 1

uisition Parameters

) ‘ F2 - Ac

Date_ 20160401
Time 21.05
INSTRUM spect
NMe PROBHD 5 mm PABBO BB/
2 PULPROG 2930
D 65536
OMe SOLVENT cpCl3
NS 54
DS 2
3e SWH 9578.544 Kz
FIDRES 0.146157 Hz
2Q 3.4210291 sec
RG 181
D 52.200 use
DE 6.50 use
TE 300.2 K
D1 2.00000000 sec
DO 1
******** CHANNEL fl =======
NUCL 1H
Pl 12.50 use
PL1 3.00 dB
PLIW 17.04036522 W
SFO1 400.1332010 MHz
F2 - Processing parameters
S1 131072
SF 400.1300163 MHz
WDW EM
SSB 0
LB 0.20 Hz
GB 0
BC 1.00

,J I s N |

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 ppm
s/ (e a ‘2@5
- - m‘ ailailei

S29



ABP2.62-1

Anne
MSO
g o0
o A [ 5] — TS
: . ® > TS
- o . .
= - o < ® GO
— — ® [} Mo
Il
Y.
W
0]
hJ“AGEz
OMe
3e
T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 40

S30

BRUKER
]

Current Data Parameters

NAME Apr01-2016
EXPNO 61
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160401
ime 22.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g9pg30
D 65536
SOLVENT cpel3
NS 1024
DS 8
SWE 26178.010 Hz
FIDRES 0.399445 Hz
20 1.2517875 sec
RG 114
DW 19.100 use
DE 6.50 use
TE 300.2 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
CHANNEL f1
13Cc
12.50 use
1.00 dB

8.73177719 W
100.6238364 MHz

CHANNEL £2

CPDPRG2 walt
NUC2

PCPD2 90.00 use
PL2 3.00 dB
PLI2 13.50 dB
PLL3 13.50 dB
PL2W 17.04036522 W
PL12W 0.38148627 W
PL13W 0.38148627 W
5F02 100.1316005 MHz
F2 - Processing parameters
51 131072

B3 100.6127690 MHz
WDW EM

55B 0

LB 1.00 Hz
GB 0

BC 1.40



(S)-3-cyclohexyl-2-methoxy-N,N-dimethylpropanamide (3f)

HG218-P ( >< )
Noge Fgavpraggecesrgnaninenceyanocaansne  msORER
oo NOOOFEE SR O0OVOVVONIITITITMMMO O D
T o Gl N e N O (N P O O P (5
\ 1
\\xz// Current Data Parameters
\ NAME Jan06-2015
! EXPNO 250
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150106
Time 21.18
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 0
™
SOLVENT
NS
DS
NMeZ SWH Hz
FIDRES Hz
OM AQ sec
e RG
DW use
3f DE .50 use
TE 299.2 K
D1 2.00000000 sec
DO 1
CHANNEL £1
11.00 use
4.00 dB
13.25010395 W
400,1332010 MH»
F2 - Processing parameters
S1 32768
SF 400.1300138 MHz
WDW EM
5SB 0
LB 0.20 Hz
cB 0
PC 1.00
VU‘
M L SN e
L R J‘L w L WA AN
T T T T T T T T T T T T
7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 15 1.0 0.5 ppm
AN AL N AN S\ )
o (=1 =3 ~ © (=]
: 8 28 5 15 ]
- ol el NP o
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HG218-P

172.44

NMe,
OMe
3f

79.11

57.26

39.92

——36.65

T T T T
170 160 150 140 130 120 110

T
100 90 80 70

S32

BRUKER
LS

Current Data Parameters

NAME Jan06-2015
EXPNO 251
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150106
Time 22.16
INSTRUM spect

PROBHD 5 mm QNP 1H/13
PULPROG

TD

SOLVENT

NS

DS 8

SWH 26178.010 Hz
FIDRES 0. Hz
AQ 1.251 5 sec
RG

DW use
DE use
TE 299.2 K
D1 2.00000000 sec
D11 0.03000000 sec
DO 1

CHANNEL f1

CHANNEL £f2 =

waltzl6
NUC2
PCPD2
PL2
PL12
PL13 0
PL2W 13.25 395 W
PL12W 0.26437435 W
PL13W 0.16680893 W
SFO2 400.1316005 MHz

F2 - Processing parameters
SI 32768

SF 100.6127522 MHz

WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



(R)-2-cyclohexyl-2-methoxy-N,N-dimethylacetamide (ent-3h)

ABP2.64-F1
Anne 33 0w SRhAA8I2T S
MSO ~ = oo e NINAA A OO BRUKER
@ SIS g i
] | )
/ - Current Data Parameters
it NAME Mar22-2016
EXPNO 70
PROCNO 1
F2 - Acquisillon Paramelers
Date_ 20160323
(o) Time 0.30
INSTRUM spect
PROBHD 5 mm PABEO BB/
PULFROG 2930
™ 65536
NMez SOLVENT
- NS
OMe Hz
Hz
Ent-3h
nt b use
use
300.2 K
2.00000000 sec
CHANNEL f1
NuCL
s
PL1 -3.00 dB
PLINW 17.04036522 W
sF01 400.1332010 MHz
F2 - Processing parameters
sT 131072
SF 400.1300154 MHz
WDw EM
ssB 0
LB 0.20 Hz
ca 0
BC 1.00
| ) ;
. NI Moy M N L
T T T T T
7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 15 1.0 0.5 ppm
| T Lol )
) ~ (=] PRI =
8 5 5 & g 88 3
= & o o = ol = "]
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ABP2.64-F1

Anne
MSO
Q o™ Lo M MM DN ©o
. ~ wn O A FAMO®
= © = S YW o GG
— © w T MM NNNNN
L J
\
(0]
7 N “AGBQ
OMe
Ent-3h
T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

S34

Current Data Parameters

Hz
Hz
sec

use
use

sec

sec

NAME Mar22-2016
EXPNO 71
PROCNO 1

F2 - Acquisition Parameters

Date_ 20160323
Time 1.30
INSTRUM spect.
PROEBHD 5 mm PABBO BB/
zgpg30

65536

cDC13

1024

8

26178.010

0.399445

1.2517875

90.5

19.100

6.50

300.2

2.00000000

0.03000000

1

= CHANNEL f1

12.5

1.00

28.73177719

100.6238364
======== CHANNEL f2 ====
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00
PL2 3.00
PL12 13.50
PL13 13.50
PL2W 17.04036522
PL12W 0.38148627
PL13W 0.38148627
SFO2 400.1316005

ST

F2 - Processing parameters
131

MHzZ

Hz



(S)-2-methoxy-N,N 4-trimethylpentan-1-amine (L7a)

HG183-P

—3.374

NMe2
OMe
L7a

3.356

~3

.343
//~3.336
/~3.325

3.313
3.308
3.295
2.433
~2.416
~2.400

2.384
~2.255

2.228

Current Data Parameters
NAME 0Oct31-2014
EXPNO 0
PROCNO 1

F2 -
Date_
Time
INSTRUM
PROBHD &
PULPROG
D
SOLVENT
NS

suisition Parameters
20141031
15.52

mm PABBO BB/

DS

SWH
FIDRES
A

~6.00 dB
21.00000000 W
400.1332010 MHz
Processing parameters

400.1300142 MHz

5SB 0
0.20 Hz

[y
1.00

7.5 7.0 6.5 6.0 5.5 5.0 4.5

4.0

S35

562
1.21

2.0

097

ppm



HG183-P
BRUKER

o — o n o N 0
© @ o N oo~
~ ™ © [CIEN] - oo
= N ) s NN N
bJ“A | Current Data Parameters
€o V1) NAME 0ct31-2014
A/ EXPNO 32
[l PROCNO 1

OMe

F2 - Acquisition Parameters
201

L7a Date_ 1031
Time 20.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULEROG 2gpg30
™ 65536
SOLVENT cDC13
NS 1024
DS 8
SWH 26178.010 Hz
FIDRES 0.399445 Hz
2Q 1.2517875 sec
RG 181
D 19.100 use
DE 6.50 use
1E 300.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
13C
8.00 use
-3.00 dB
PLIW 78.18521118 W
5FOL 100.6238364 MEz
= CHANNEL f2 =
waltzl6
1H
90.00 use
§.00 dB
12.50 dB
50 dB

21.00000000 W
0.29663289 W
0.29663289 W

400.1316005 MHz

F2 - Processing parameters

SI 32768
SF 100.6127556 MEz
WDW EM
55B 0
LB 1.00 Hz
G 0
PC 1.40

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S36



(S)-2-methoxy-N,N,3-trimethylbutan-1-amine (L.7b)

HG309-P ( '>< )
Héléne

Current Data Parameters
NAME Jun01-2015
EXPNO 110
PROCNO 1

et S-haiabs el R R R np gy 38
MSO ¥E58LI5NRNS8ITAESRES 82 BRUKER
o o8 18 B T ool NN O e B e e N
\ ) \ | o )
\ X / ///é/ /
S (=

NMe, \\

OMe

F2 - Acquisition Parameters

Date_ 20150601
L7b Time 18.00
INSTRUM spect
PROBHD mm PABBO BB/
PULPROG 330
TD
SOLVENT
NS
DS
SWH Hz
FIDRES Hz
AQ sec
RG
DW 52.200 use
DE 6.50 use
TE 300.2 K
D1 2.00000000 sec
DO 1
CHANNEL f1
1H
10.70 use
6.00 dB

21.00000000 W
400.1332010 MHz

F2 - Processing parameters
51 32768
SF 400.1300171 MEz
WDW EM
5SB 0
LB 0.20 Hz
GB 0
PC 1.00

7.0 6.5 6.0 5.5 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 0.5 ppm
J ) 1oL | )
5 8 ‘s‘ ] g b
2 2 IR = 3

S37



HG309-P
Héléne
MSO

NMe,
OMe
L7b

84.03

——60.66
—57.89

——46.48

29.65

BRUKER
Eeb)

Current Data Parameters
V. Jun01-2015
111

1

__—17.99
—17.90

F2 - Acquisition Parameters
Date_ 20150601
Time 20.37
INSTRUM
PROBHD
PULPROG
™D

spect
5 mm PABBO BB/
2gpg30

65536

cpC13

1024

8

26178.010 Hz
0.399445 Hz
1.2517875 sec
90.5

19.100 use
6.50 use

300.2 K
2.00000000 sec
0.03000000 sec

= CHANNEL f1

13C
8.00 use
-3.00 dB
78.18521118 W
100.6238364 MHz

CHANNETL, 2
waltzlé
1H

90.00 use

-6.00

12.50

12.50
21.00000000
0.29663289
.29663289
400.1316005 MHZ

F2 - Processing parameters
ST 7
SF 100.6127486 MHz

LB 1.00 Hz
0

T T T T
180 170 160 150 140

T
130

T
120

110

100

90

80

S38

T
70

60

T
50

T
40
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(25,35)-2-methoxy-N,N,3-trimethylpentan-1-amine (L7¢)

HG337-P
Héléne
MSO

NMe,
OMe
L7¢c

~3.373
~3.184

BRUKER
(O

Current Data Parameters

NAME Apr27-2016
EXPNO 70
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160427
Time 21.01
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
SOLVENT €DCl3
NS 64
2
9578.544 Hz
0.146157 Hz
AQ 3.4210291 sec
RG 35.9
DW 52.200 use
DE 6.50 use
TE 300.2 K
D1 2.00000000 sec
TDO 1
= CHANNEL f1
12.50 use
-3.00 dB

17.04036522 W
400.1332010 MHzZ

F2 - Processing parameters
ST 131072
SE 400.1300022 MHz
WDW EM
SSB 0
LB 0.20 Hz
GB 0
BC 1.00



HG337-P z

— % ik % = 0 28
NMe, g g5 R 5d
|1

|
OMe ‘ ‘ ¥

I

L7¢c
T T T T T T T
170 160 150 140 130 120 110 100 60 10

Current Data Paramet
NAME Apr2

EXPNO 7
PROCNO 1
F2 - ition Parameters

Date 20160427

Time 22.00

INSTRUM spect

PROBED 5 mm PABBO BB/

PULPROG 29pg30
65536

SOLVENT CcDCl13

NS

DS

SWH

FIDRES

AQ

RG

D

DE

TE

D1

D11 0.03000000 sec

TDO 1

CHANNEL f1
13¢

12.50 use
1.00 dB

8.73177719 W
100.6238364 MEz

CHANNEL f£2

CPDPRG2 waltz16
NUC2

BCPD2

PL2

PL12

PL13 13.50 dB
PL2W 17.04036522 W
PL12W 0.38148627 W
PL13W 0.38148627 W
SFO2 400.1316005 MEz
F2 - Processing parameters
s1 13107

SF 100.6127509 MEz
WDW EM

SSB 0

B 1.00 Hz
GB 0

BC 1.40



(S)-2-methoxy-N,N,3,3-tetramethylbutan-1-amine (L7d)

HG338-P
Héléne & FORS 29QR S
MSO g pone o mermo 2
OMe ‘ W
L7d
1 A . [l .J/Uu R e .
T T T T T T T T T T T T T
7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 ppm

N I )y PIs
P Tw ;
& - ~ls @

S41

BRUKER
L)

Current Data Parameters
NAME

Jul02-2015
EXPNO 80
PROCNO 1
F2 - Acqguisition Parameters
Date_
Time
TNSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG
TD
SOLVENT
NS
DS
SHH 9 Hz
FIDRES 0 6157 Hz
AQ 3.4210291 sec
RG 114
DW 52.200 use
DE 6.50 use
TE 300.2
D1 2.00000000 sec
TDO 1

SFOL

CHANNEL f1

10

-6.00 dB
21.00000000 W
400.1332010 MHz

F2 - Processing parameters
32768

400.1300145 MHz
EM

0
0.20 Ez
0

1.00



HG338-P
Héléne o o w - - -
Mso n e % s A
NMe, g dg ¢ g8 g
[
Oue T
L7d
T T T T T T T T
170 160 150 140 130 120 110 100 20 80 70 60 50 40 30 20 10 ppm

S42

Co><)
BRUKER
(A<D

Current Data Parameters

NEME Apr27-2016
EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20160427
Time 14.08
INSTRUM 3

PROBED 5

PULPROG

TD

SOLVENT

NS 1024

DS 8

SWH 26178.010 Hz
FIDRES 0.399445 Hz
A0 1.2517875 sec
RG 128

DW use
DE 0 use
TE 300.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1

13C

12.50 use

1.00 dB
28.73177719 W
100.6238364 MHz

13.5
17.04036522 W
0.38148627 W
0.38148627 W
400.1316005 MHz

F2 - Processing parameters
ST 131072

SE 100.6127498 MHz
WDW

ssB 0

LB 1.00 Hz
GB 0

PC 1.40



(S)-2-methoxy-N,N-dimethyl-3-phenylpropan-1-amine (L7e)
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Current Data Parameters
NAME Decl2-2014
EXPNO 290
PROCNO 1

F2 - Acquisition P.
Date_ 20
Time
INSTRUM spect
PROBHD 5
PULPROG
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Current Data Parameters

NAME Decl2-2014
EXPNO 291
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141217
Time 19.34
INSTRUM spect
PROBED 5 mm QNP 1H/13
PULBROG 2gpg30

™D 65536
SOLVENT cpcl3

NS 1024

DS 8
SWE 26178.010 Hz
FIDRES 0.399445 Hz
AQ 1.2517875 sec
RG 90.5

DW 19.100 use
DE 6.50 use
TE 296.5 K
D1 2.00000000 sec
D11 0.03000000 sec
DO 1

CHANNEL f1

78.18521
100.6238364 MHz

CHANNEL £f2 =

CPDPRG2

waltzlé
NUC2 18
PCPD2
PL2
PL12
PL13
PL2W 16.68089294 W
PL12W 0.26074696 W
PL13W 0.33282757 W
SFO2 400.1316005 MHz

F2 - Processing parameters
SI 32768

SF 100.6127496 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



(S)-3-cyclohexyl-2-methoxy-N,N-dimethylpropan-1-amine (L7f)

BRUKER
(O

Current Data Parameters
NAME Jan08-2015
EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date_ 2015010

Time 18.24
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930

D 65536
SOLVENT cpcl3

NS 64

DS 2

SWH 9578.544 Hz
FIDRES 0.14£6157 Hz
AQ 3.4210291 sec
RG 1

DW 52.200 use
DE 6.50 use
TE 299.2 K
D1 2.00000000 sec
TDO 1

CHANNEL f1 =
NUC1 1H

Pl 11.00 use
PL1 -4.00 dB
PL1W 13.25010395 W
SFO1 400.1332010 MHz
F2 - Processing parameters
SI 327

SF 400.1300145 MHz
WoW EM
55B 0

LB 0.20 Hz
GB 0

PC 1.00

HG219-P
N M62
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HG219-P
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Current Data Parameters

NAME Apr27-2016
EXPNO 101
PROCNO 1
F2 - Acquisition Paramet
Date_ 20160427
Time 23.11
spect
5 mm PABBO BB/
2gpg30
65536
cDpcl3
1024

Hz

5 Hz

sec

use

use

K
2. sec
0 sec

Pl 12.50 use
PL1 1.00 6B
PL1W 28.73177719 W
SFO1 100.6238364 MHz
77777777 CHANNEL 2 =======
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 use
PL2 -3.00 dB
PL12 13.50 dB
PL13 13.50 dB
PL2¥ 17.04036522 W
PL12W 0.38148627 W
PL13W 0.38148627 W
SFO2 400.1316005 MEz
F2 - Processing parameters
ST 131072

SF 100.6127509 MEz
WDwW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



(R)-2-cyclohexyl-2-methoxy-N,N-dimethylethanamine (ent-L7h)
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\ \ urrent Data Parameters
! \u/ [ / // NAME Julo2-2
EXPNO
PROCNO i
F2 - Acguisition Parameters
Date 2015
Time 1
INSTRUM spect
PROBHD 5 mm PABEO BB/
PULPROG
SOLVENT
NMe, u
SF 400.1300107 iz
WDW EM
SSB 0
1B 0.20 Hz
cB 0
pC 1.00
| ‘ I .
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BRUKER
(O

Current Data Parameters

NAME Jul02-2015
EXPNO 51
PROCNO 1
F2 - RAcquisition Parameters
Date_ 20150702
Time 20.13
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 29pg30
65536
SOLVENT CDC13
NS 1024
DS 8
SWH 26178.010 Hz
FIDRES 0.399445 Hz
AQ 1.2517875 sec
RG 71.8
DW 19.100 use
DE 6.50 use
TE 300.2 K
DL 2.00000000 sec
DIl 0.03000000 sec
DO 1
= CHANNEL f1 =
13C
8.00 use
3.00 dB

78.18521118 W
100.6238364 MHz

77777777 CHANNEL 2 =======

CPDPRG waltzl6
NUC2 1H
PCPD2 90.00 use
PL2 6.00 dB
PL12 12.50 dB
PL13 12.50 dB
PL2W 21.00000000 w
PL12W 0.29663289 W
PL13W 0.29663289 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768

SF 100.6127650 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



(S)-1-methoxy-N, N-4-trimethylpentan-2-amine (L8a)
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Current Data Paramelers

NAME May04-2016
EXPNO 40
PROCNO 1

F2 - Acquisition Parameters
Date_ 20160504
Time 12.53
INSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG 2930

TD 65536
SOLVENT cpcl3

NS 64

DS 2
SWH 9578.544 Hz
FIDRES 0.14£6157 Hz
aQ 3.4210291 sec
RG 64

DW 52.200 use
DE 6.50 use
TE 300.2 K
D1 2.00000000 sec
™o 1

CHANNEL f1 =

NUC1 1H

Pl 12.50 use
PL1 -3.00 dB
PL1W 17.04036522 W
SFO1 400.1332010 MHz
F2 - Processing parameters
sI 3107

SF 400.1300111 MHz
WoW EM
55B 0

LB 0.20 Hz
GB 0

PC 1.00
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BRUKER
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Current Data Parameters

NAME May04-2016
EXPNO 41
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160504
ime 13.53
INSTRUM spect

PROBIHD
PULPROG
TD
SOLVENT
NS

Ds

SWH
FIDRES

D1 2.00000000 sec
D11 0.03000000 sec
1

CHANNEL f1

12.50 use

1.00 dB
28.73177719 W

100.6238364 MHz

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W 17.04036522 W
PL12W 0.38148627 W
PL13W 0.38148627 W
SFO2 400.1316005 MHz

F2 - Processing parameters
SI 13107

SF 100.6127679 MHz
wow EM
58B 0
LB 1.00 Hz
GB 0
PC 1.40
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