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Current Data Parameters

NAME inn-spm-36-1h

EXPNO 6

PROCNO 1 Ts
e

F2 - Acquisition Parameters N

Date_ 20120705

Time 10.53 =

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30 OMe

TD 65536

SOLVENT CDC13

NS 4 1a

DS 0

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 32

DW 60.800 usec

DE 6.50 usec

TE 292.7 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 1H

Pl 13.50 usec

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

ST 32768

SF 400.1300095 MHz

WDW EM

SSB 0 — - e S o e I o —_ —_—

LB 0.30 Hz

GB 0

PC

JHUH | |
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Figure SO1. 'H NMR Spectrum of 1a
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Current Data Parameters

NAME INN-GOPI-TET- 4 -OME+13C

EXPNO

PROCNO l

o Ts

F2 - Acquisition Parameters

Date_ 20131223 |

Time 19.52

INSTRUM spect =

PROBHD 5 mm PABBO BB/

PULPROG zgpg30

D 65536 OMe

SOLVENT CDC13

NS 136 1a

DS 4

SWH 29761.904 Hz

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27

DW 16.800 usec

DE 6.50 usec

TE 299.3 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

SFO1 125.7703637 MHz

NUC1 13C

Pl 8.90 usec

PLW1 103.00000000 W

======== CHANNEL f2 ========

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG([2 waltzl6

PCPD2 80.00 usec

PLW2 13.00000000 W

PLW12 0.34327999 W

PLW13 0.21969999 W

F2 - Processing parameters

SI 32768

SFE 125.7577764 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40 |

" o " " "

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O  ppm
Figure S02. *C NMR Spectrum of 1a
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Current Data Parameters

NAME INN—GOPI—TET—4—OME—A|PT '\\N ///n// \ / |

EXPNO 3

PROCNO 1

F2 - Acquisition Parameters

Date_ 20131223

Time 19.56

INSTRUM spect /TS

PROBHD 5 mm PABBO BB/

PULPROG jmod |

TD 65536

SOLVENT CDC13 /

NS 162

DS 4

SWH 29761.904 Hz

FIDRES 0.454131 Hz OMe

AQ 1.1010048 sec

RG 197.27

DW 16.800 usec 1a

DE 6.50 usec

TE 299.5 K

CNST2 145.0000000

CNST11 1.0000000

D1 1.00000000 sec

D20 0.00689655 sec

TDO 1

======== CHANNEL fl ========

SFO1 125.7703643 MHz

NUC1 13C

Pl 8.90 usec

P2 17.80 usec

PLW1 103.00000000 W

======== CHANNEL f2 ========

SF02 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltzl6

PCPD2 80.00 usec

PLW2 13.00000000 W

PLW12 0.34327999 W

B —_ Do w i oo romat o J

ST 32768 !

SF 125.7577890 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

210 200 190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20

Figure S03. *C-APT NMR Spectrum of 1a
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Current Data Parameters

NAME INN-GOPI-IM-PIPER-1H
EXPNO 1
PROCNO 1
Ts
F2 - Acquisition Parameters N
Date 20131122 | o
Time 5.20
INSTRUM spect =
PROBHD 5 mm PABBO BB/ J" J J
PULPROG zg30
TD 65836 7 S J s O
SOLVENT CDC13 1b
NS 8
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 15.73
DW 50.000 usec
DE 6.50 usec
TE 296.0 K
D1 1.00000000 sec
TDO 1
82 81 80 79 78 7.7 76 75 74 73 72 71 7.0 ppm
======== CHANNEL fl ========
SFO1 500.1330885 MHz
NUC1 1H o [ee] o < | O |© o o
Pl 13.00 usec o (&} o — Q| |of [© o o
PLW1 13.00000000 W — — — — AN [ [« (qV] —
F2 - Processing parameters
SI 65536
SF 500.1300000 MHz

WDW EM
- L f -
ce 0 oot S S J/// Jf f _

Y -

Cep e
95 9.0 85

.05

L N R e
80 75 70 65
eee|d|ee|ele|e
||| [N AN

6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0 15 1.0 0.5 ppm
Figure S04. *H NMR Spectrum of 1b

N



Current Data Parameters

NAME INN-GOPI-IM-PIPER-1
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20131122

Time 18.54
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 103

DS 4

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DW 16.800 usec
DE 6.50 usec
TE 296.7 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 125.7703637 MHz
NUC1 13C

Pl 8.90 usec
PLW1 103.00000000 W
======== CHANNEL f2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.21969999 W

F2 - Processing parameters
SI 32768

SF 125.7577895 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

(s}
oy
<
~
i

148.08

147.83

142.83

139.93

138.99

134.11
133.45

1

133.04

129.50
129.40
128.60
128.41
126.90
126.81
124.70
109.62
108.52
101.43
77.45

77.20

76.94
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Figure S05. *C NMR Spectrum of 1b
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174.65
148.14
147.89
142.89
139.97
139.07
134.17
133.51
133.11
129.58
129.46
128.65
128.50
127.38
126.97
126.88
124.77
109.69
108.59
101.49
77.49

77.24

76.97

Current Data Parameters

—30.55
—27.47
—21.65

Toee—==\e—

NAME INN-GOPI-1M-PIPER-APT
EXPNO 11
PROCNO 1
Ts
F2 - Acquisition Parameters N
Date_ 20131220 |
Time 19.17
INSTRUM spect / O
PROBHD 5 mm PABBO BB/
PULPROG Jjmod >
TD 65536 O
SOLVENT CDC13
NS 53
DS 4
SWH 29761.904 Hz 1b
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 296.1 K
CNST2 145.0000000
CNST11 1.0000000
D1 1.00000000 sec
D20 0.00689655 sec
TDO 1
======== CHANNEL fl ========
SFO1 125.7703643 MHz
NUC1 13C
Pl 8.90 usec
P2 17.80 usec
PLW1 103.00000000 W
======== CHANNEL f2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 13.00000000 W
Caiea " [ I W \
F2 - Processing parameters
ST 32768
SF 125.7577803 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

I I T I N LR RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Figure S06. *C-APT NMR Spectrum of 1b
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NAME INN-SPM-44-1H

EXPNO 1

PROCNO 1 Is

N

F2 - Acquisition Parameters

Date 20120814 4

Time 11.18

INSTRUM spect ‘

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536 1c

SOLVENT CDC13

NS 7

DS 0

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 32

DW 60.800 usec

DE 6.50 usec

TE 293.8 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 1H

Pl 13.50 usec

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

SI 32768

SF 400.1300095 MHz

WDW EM — e J I~ e

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

)| :
T R I I T I I T I I T I I
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0 ppm
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Figure S07. *H NMR Spectrum of 1c
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Current Data Parameters

NAME INN-SPM-44-13C

EXPNO 1 _Ts

PROCNO 1

F2 - Acquisition Parameters |

Date 20130426

Time 22.42 =

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDC13

NS 80 1c

DS 4

SWH 24038.461 Hz

FIDRES 0.366798 Hz

AQ 1.3631988 sec

RG 2050

DW 20.800 usec

DE 6.50 usec

TE 294.9 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 13C

Pl 8.75 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6228298 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzl6

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 14.50 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.29767781 W

PL13W 0.29767781 W

SFO02 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127553 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

I I I B MRS RN
210 200 190 180 170 160 150 140 130 120 110 100 9 80 70 60 S50 40 30 20 10 0 ppm

Figure S08. *C NMR Spectrum of 1c



Current Data Parameters

NAME INN-GOPI-TET-IM-4F
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20150212

Time 13.37
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 54274
SOLVENT CDC13

NS 16

DS 0

SWH 8223.685 Hz
FIDRES 0.151522 Hz
AQ 3.2999091 sec
RG 32

DW 60.800 usec
DE 6.50 usec
TE 295.9 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 14.75 usec
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300438 MHz
WDW EM

SSB 0 D
LB 0.30 Hz
GB 0

PC 1.00
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Figure S09. *H NMR Spectrum of 1e



174.71

63.71
161.73
143.03

142.95

139.85

137.56

135.47

133.67

133.07
131.70
131.68
131.56
131.50
129.51
128.82
128.34
127.00
126.96
115.76
115.59
77.46

77.20

76.94

—
Current Data Parametem\\\\‘\k\k\\\'\‘\\%%/l \V
NAME INN-GOPI-TET-IM-4-F-1

EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date 20150218

Time 23.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 115

DS 4

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DW 16.800 usec
DE 6.50 usec
TE 298.4 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 125.7703637 MHz
NUC1 13C

Pl 8.90 usec
PLW1 103.00000000 W
======== CHANNEL f2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.21969999 W

F2 - Processing parameters
SI 32768

SF 125.7577804 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

I

i |
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Figure S10. *C NMR Spectrum of 1e
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74.63
163.88
161.41
142.97
142.88
139.80
137.48
135.41
133.60
132.99
131.64
131.61
131.51
131.43
129.45
128.76
128.26
126.93
126.89
126.56
115.72
11551
77.54
77.22
76.90

Current Data Parametexd

NAME INN-GOPI-TET-NMP\{\*\\“\%%/ \l/

PROCNO

—27.29
—21.57

F2 - Acquisition Parameters

To)

©

o

™
Date 20150212 N/TS
Time 13.46

INSTRUM spect
PROBHD 5 mm PABBO BB- ///
PULPROG Jjmod
TD 65536
SOLVENT CDC13
NS 256 F
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz 1e
AQ 1.3631988 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 296.8 K
CNST2 145.0000000
CNST11 1.0000000 | | I
R1 1..00000000. se [}
D20 0.00689655 sec
TDO 1
== CHANNEL f1l ==
NUC1 13C
Pl 8.50 usec
P2 17.00 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL2W 10.56200695 W
PL12W 0.35871249 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127691 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

I I I I I I I I I A BN RN RAAARAN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Figure S11. *C-APT NMR Spectrum of 1e
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Current Data Parameters —l
NAME INN-GOPI-TET-IM-4-F-F —
EXPNO 11 A
PROCNO 1
Ts
F2 - Acquisition Parameters
Date 20150218 |
Time 10.20
INSTRUM spect =
PROBHD 5 mm PABBO BB/
PULPROG zgflgn
TD 131072 F
SOLVENT CDC13
NS 40
DS 4 1e
SWH 113636.367 Hz
FIDRES 0.866977 Hz
AQ 0.5767668 sec
RG 119.07
DW 4.400 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 470.5453180 MHz
NUC1 19F
Pl 13.50 usec
PLW1 40.00000000 W
F2 - Processing parameters
ST 65536
SF 470.5923770 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A
! I ! I ! I ! I ! I ! I ! I ! I ! I ! I ! I ! I
0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm

Figure S12. *F NMR Spectrum of 1e
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NAME INN-GOPI-IN-IM-40ME-1H
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters N/TS
Date_ 20150209
Time 23.44 — f ‘f |
INSTRUM spect
PROBHD 5 mm PABBO BB/ "/—_ // - /
PULPROG zg30
TD 65536
SOLVENT cpCl3 OMe
NS 16
DS 2 5a
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 30.72
DW 50.000 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1l ========
sro1 001330885 Miz 81 80 79 78 77 76 75 74 72 7.1 ppm
NUC1 1H
Pl 13.00 usec
PLW1 13.00000000 W 8 g g(
F2 - Processing parameters — © i
SI 65536
SF 500.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
- -
-~ S o J) )
A . B 1
T 'I""I""I"'I T L e B B A B By B e T T T T T
95 9.0 85 75 70 65 60 55 50 45 40 35 30 25 20 1.5 1.0 05 ppm
N~ N~ —
< Sy 10
o | —

Figure S13. *"H NMR Spectrum of 5a
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Current Data Parameters

NAME INN-GOPI-IN-IM-40ME-1
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20150210

Time 13.16
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 134

DS 4

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DW 16.800 usec
DE 6.50 usec
TE 300.3 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1l ========
SFO1 125.7703637 MHz
NUC1 13C

Pl 8.90 usec
PLW1 103.00000000 W
======== CHANNEL f2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.21969999 W

F2 - Processing parameters
SI 32768

SF 125.7577747 MHz
WDW EM

SSB 0

161.20

NS\ =

150.36

142.82

140.49

135.85

134.84

133.87
132.98
130.28
129.45
128.26
127.92
126.85
125.67
114.59
77.45

77.20

76.95

L

—55.52

—34.45

—21.70
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Figure S14. **C NMR Spectrum of 5a
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Current Data Parameters

NAME INN-GOPI-IN-IM-40M
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
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N MO T 00O NT NO® QLN wos
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A A A A A A A A A A AAAA | D

NS =

—55.52

—34.45

—21.70
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N

_Ts

I
g

Date 20150210

Time 13.38

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG Jmod ()“Ae
D 65536

SOLVENT cpels 5a
NS 184

DS 4

SWH 29761.904 Hz

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27

DW 16.800 us

DE 6.50 us |

e . -y ’
CNST2 145.0000000

CNST11 1.0000000

D1 1.00000000 sec

D20 0.00689655 sec

TDO 1

======== CHANNEL fl =======

SFO1 125.7703643 MHz

NUC1 13C

Pl 8.90 use

P2 17.80 use

PLW1 103.00000000 w

= CHANNEL f2 ==
500.1320005 MHz
1H

CPDPRG[2 waltzl6
PCPD2 80.00 use
PLW2 13.00000000 w
PLW12 0.34327999 W
F2 - Processing parameters
SI 32768
SF 125.7577750 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

210 200 190 180 170 160 150 140 130 120 110 100 90

80 70 60
Figure S15. ®*C-APT NMR Spectrum of 5a
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Current Data Parameters

NAME inn-spm-74-1h Ts
EXPNO 3 N/
PROCNO 1 |

F2 - Acquisition Parameters = OMe
Date 20121023

Time 14.31

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG 2g30 5b
TD 65536

SOLVENT CDC13

NS 13

DS 0

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 161

DW 60.800 usec

DE 6.50 usec

TE 300.0 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 1H

Pl 13.50 usec

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

SI 32768

SF 400.1300095 MHz

WDW EM

SSB 0 —_— - e S o — —_ I — | o —_—
LB 0.30 Hz

GB 0

PC 1.00

L L L A A N A I IR I B !
95 9.0 O 65 60 655 650 45 40 35 30 25 20 15 10 05 ppm

85 80 75
— o [AN[o[ofN|©o]| M)W ofw o oo ©
o olololHlHlolololo il — — o

Figure S16. *H NMR Spectrum of 5b



Figure S17. *C NMR Spectrum of 5b

Page 20 of 81

O AdONNNITIOLOONLDIIITOMANOM
ONFTNOQOONCOMIOMONS©MNM Q5 © 2 N -
DOONOOOUVITOD DN OLOMO LD N ™ N ©
MNLOOSTOOOOMOOMOONNNNNN A N~~~ O Lo < -
L e B B B B B B B B B B B I B B B B | [ i Lo} ™ N

Current Data Parameters

NAME INN-GOPI-IN-IM-30ME-13C TS

EXPNO 4 N/

PROCNO 1

F2 - Acquisition Parameters | OMe

Date 20150128 =

Time 8.00

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDC13

NS 229 5b

DS 4

SWH 26041.666 Hz

FIDRES 0.397364 Hz

AQ 1.2583412 sec

RG 2050

DW 19.200 usec

DE 6.50 usec

TE 297.7 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 13C

Pl 8.50 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6238364 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzl6

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 13.69 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.35871249 W

PL13W 0.29767781 W

SF02 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127690 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

e vy vieli
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm
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Current Data Parameters

NAME inn-spm-125-1h

EXPNO 7

PROCNO 1 N/Ts
F2 - Acquisition Parameters __— _— _//—//—__’//_ _— |
Date 20131115 / (@)
Time 4.38

INSTRUM spect O O >
PROBHD 5 mm PABBO BB/ (@)
PULPROG zg30

TD 65536 5¢c
SOLVENT CDC13

NS 11

DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2768500 sec

RG 30.72

DW 50.000 usec 78 77 76 75 74 73 72 71 70 ppm

DE 6.50 usec

TE 295.0 K

D1 1.00000000 sec S S 3 Y P jgf S

DO L S B B P e S i S

======== CHANNEL fl ========

SFO1 500.1330885 MHz

NUC1 1H

Pl 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

SI 65536

SF 500.1300000 MHz

WDW EM

SSB 0 B

LB - 0.30 Bz -,/ /. S - J J p

GB 0

PC 1.

LMU\JL J

¢
e
95 9.0 60 55 50 45 40 35 30 25 20 15 10 05 ppm

8.5 8.0 7.5 7.0 6.5
< F)Fﬁmﬁﬁﬁﬁ o N 0
® X[ |=|S|> ||| S ) 0
o —AloldlalHlol-lo N — I3

Figure S18. *H NMR Spectrum of 5¢
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Current Data Parameters \ k\’\‘\:\\“‘\x \/%‘// W | |

NAME INN-GOPI-IN-IM-30ME-13C

EXPNO 4

PROCNO 1

F2 - Acquisition Parameters /TS

Date 20150128 N

Time 8.00 I

INSTRUM spect

PROBHD 5 mm PABBO BB- 4 (@)

PULPROG 2gpg30

TD 65536 >

SOLVENT CDC13

NS 229

DS 4 O

SWH 26041.666 Hz

FIDRES 0.397364 Hz

AQ 1.2583412 sec 5c

RG 2050

DW 19.200 usec

DE 6.50 usec

TE 297.7 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 13C

Pl 8.50 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6238364 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzl6

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 13.69 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.35871249 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127690 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

L IH e . . ,

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O  ppm
Figure S19. *C NMR Spectrum of 5¢
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Current Data Parameters

NAME INN-SPM-70-1H
EXPNO 1 Ts
7
PROCNO 1 NI OMe
F2 - Acquisition Parameters
Date 20131122 / OMe
Time 9.14
INSTRUM spect
PROBHD 5 mm SEI 1H/D- OMe
PULPROG zg30
TD 65536
SOLVENT CDC13 5d
NS 7
DS 0
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 64
DW 60.800 usec
DE 6.50 usec
TE 294.3 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 6.75 usec
PL1 -3.00 dB
PL1W 16.73965454 W
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300164 MHz
WDW EM
SSB 0 —_ _— e — —. I
LB 0.30 Hz
GB 0
PC 1.00
L L N D U Y ) R I I
9.5 9.0 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 ppm

8.5 8.0 7.5 7.0 6.5
o No’r\/ﬁwﬁ\\m‘m |w© ™
< <||S| |« o< |a|d] |1 ®|© 0
o olldllolololHlol o ol< —

Figure $S20. *H NMR Spectrum of 5d
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Current Data Parameters ~
NAME INN-GOPI-70-13C
EXPNO 1 \
PROCNO 1
F2 - Acquisition Parameters
Date_ 20131120
Time 19.38
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 182
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1l ========
SFO1 125.7703637 MHz
NUC1 13C
Pl 8.90 usec
PLW1 103.00000000 W
======== CHANNEL f2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 13.00000000 w
PLW12 0.34327999 W
PLW13 0.21969999 W
F2 - Processing parameters
SI 32768
SE 125.7577829 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

155.70

MAOONNMNDODODMOD o © o 0t ©
NMOSIONONLNO©ONXOOHO©O© Low oM
ToANANOUWSTSTOOIN O LOLW AN I~ SNNo oo
LIS TITOMONONNNNNNNO NN~ O Ao
T A A A A A A A A A A A AAAA N~~~ o ©

——56.13
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—34.35
—21.62

. = OMe
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5d
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Figure S21. *C NMR Spectrum of 5d
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S NSMOMINOON®RO OO LWOW oHNm 10 N
Current Data Parameters LD WSSO NNOST ST O DN OO WO NN~ TN Qo ™ ©
NAME INN-GOPI-70-APT M~ OO SITTISOONNNNNNNO N~ N~ O AN - © < —
EXPNO . AT A dddAddddddddd A N~~~ © O 0 (92 N
OSSNV N T
F2 - Acquisition Parameters
Date_ 20131120
Time 19.48
INSTRUM spect N/TS OMe
PROBHD 5 mm PABBO BB/
PULPROG jmod
TD 65536 = OMe
SOLVENT CDC13
NS 198
DS 4 OMe
SWH 29761.904 Hz
FIDRES 0.454131 Hz
20 1.1010048 sec 5d
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 295.8 K
CNST2 145.0000000
CNST11 1.0000000
D1 1.00000000 sec
D20 0.00689655 sec
TDO 1
======== CHANNEL fl ========
SFO1 125.7703643 MHz
NUC1 13C
Pl 8.90 usec
P2 17.80 usec
PLW1 103.00000000 W
======== CHANNEL f2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
D2 1 Q0000000 W
PLW12 0.34327999 W | l ‘ l I’
F2 - Processing parameterg
SI 32768
SF 125.7577826 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

I I I N LRANR RN
210 200 190 180 170 160 150 140 130 120 110 100 90

80 70
Figure S22. *C-APT NMR Spectrum of 5d
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Current Data Parameters
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NAME INN-SPM-95-1H

EXPNO 8

PROCNO 1

F2 - Acquisition Parameters /TS

Date 20130205

Time 10.12

INSTRUM spect

PROBHD 5 mm PABBO BB- =

PULPROG zg30

TD 65536

SOLVENT CDC13 Br

NS 9

DS 0

SWH 8223.685 Hz de

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 32

DW 60.800 usec

DE 6.50 usec

TE 292.9 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 1H

Pl 13.50 usec

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

ST 32768

SF 400.1300095 MH

WDW EM /// I

SSB 0 4/

LB 0.30 Hz

GB 0

PC 1.00 J
e . a N

T R D e U U D A T T T T [
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0 ppm

O o[ (o]|O]©Y]0 i ™ O
o —AO|O[HO|H|H|O i i o

Figure $23. *H NMR Spectrum of 5e
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Current Data Parameters
NAME INN-GOPI-IN-IM-PBr-13C
EXPNO 3 /TS
PROCNO 1 Pq

F2 - Acquisition Parameters

Date 20150203
Time 11.01 =
INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG 2gpg30 Br
TD 65536
SOLVENT CDC13

NS 50

DS 4 5e
SWH 26041.666 Hz
FIDRES 0.397364 Hz
AQ 1.2583412 sec
RG 2050

DW 19.200 usec
DE 6.50 usec
TE 297.3 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C

Pl 8.50 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6238364 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6

NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768

SF 100.6127574 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

L I I I I I I N B A AR BN |
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

Figure S24. *C NMR Spectrum of 5e



Current Data Parameters

NAME INN-GOPI-IN-IM-PF-1H
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20131129

Time 20.15
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 19

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 53.37

DW 50.000 usec
DE 6.50 usec
TE 300.3 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 500.1330885 MHz
NUC1 1H

Pl 13.00 usec
PLW1 13.00000000 W
F2 - Processing parameters
SI 65536

SF 500.1300126 MHz
WDW EM

SSB 0

LB 0.30 Hz

PC

G © w0 JJ////,I

Page 28 of 81

. 85 80 75 7.0 65
ﬁﬁﬁﬁﬁ.ﬁ\mﬁ
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00
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Figure $25. *"H NMR Spectrum of 5f
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175.67
164.45
162.44
150.34
143.07

Current Data Parameters

NAME INN-GOPI-IN-IM-PF-13C
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20131201

Time 22.17
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 106

DS 4

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DW 16.800 usec
DE 6.50 usec
TE 294.3 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 125.7703637 MHz
NUC1 13C

Pl 8.90 usec
PLW1 103.00000000 W
======== CHANNEL f2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.21969999 W

F2 - Processing parameters
SI 32768

SF 125.7577769 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

|

140.10

135.95

135.21

134.39

NS TSS—

131.69
131.67
130.51
129.52
128.08
126.86
125.77
116.30
116.12

Ty)
@
N
™
—

132.91
77.46
77.20
76.95

%

L
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—34.19
—21.72

_Ts
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F

5f

210 200 190 180 170 160 150 140 130 120 110 100 90
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Figure $26. *C NMR Spectrum of 5f
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BLYSaNoOMmMoOLSTANNAdTO O 0O L O © N ™~
Current Data Parameters I~ Q O O T MO MO MO M M MO MM ANNNN A A < —
NAME INN-GOPI-IN-TM-e¥ b7 v~ v o o = o o A A = A A A A o o ™ N
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters Ts
Date 20150128 Nig
Time 6.15
INSTRUM spect |
PROBHD 5 mm PABBO BB- /
PULPROG jmod
TD 65536
SOLVENT CDC13 F
NS 256
DS 4
SWH 24038.461 Hz 5f
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 298.0 K

145.0000000

0.00689655
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 8.50 usec
P2 17.00 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL2W 10.56200695 W
PL12W 0.35871249 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127548 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T A BARAAR MR
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Figure S27. *C-APT NMR Spectrum of 5f
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Current Data Parameters
NAME INN-GOPI-IN-IM-PF-19F
EXPNO 4
PROCNO 1 _Ts

-109.22

F2 - Acquisition Parameters

Date 20131201
Time 8.22 =
INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgflgn F
TD 131072
SOLVENT CDC13 5f
NS 16
DS 4
SWH 113636.367 Hz
FIDRES 0.866977 Hz
AQ 0.5767668 sec
RG 119.07
DW 4.400 usec
DE 6.50 usec
TE 294.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 470.5453180 MHz
NUC1 19F
Pl 13.50 usec
PLW1 40.00000000 W
F2 - Processing parameters
ST 65536
SF 470.5923770 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T I T I T I T I T I T I T I T I T I T I T I T I
0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm

Figure S28. *°F NMR Spectrum of 5f



Page 32 of 81

Current Data Parameters

NAME INN-GOPI-TET-4-OME-1H S

BROCNO ; B Jp— CN
HN

F2 - Acquisition Parameters \

Date 20141116 S

Time 14.53 OMe

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 54274

SOLVENT CDC13 3a

NS 16

DS 0

SWH 8223.685 Hz

FIDRES 0.151522 Hz L B I B L L B L BB

AQ 3.2999091 sec

RG 144 7.5 7.4 7.3 7.2 7.1 ppm

DW 60.800 usec

DE 6.50 usec < 0 o o

TE 296.3 K

D1 1.00000000 sec Q S 0 o_’/

TDO 1 N o < N

======== CHANNEL fl ========

NUC1 1H

Pl 14.75 usec

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

SI 32768

SF 400.1300099 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00 i T —_ —

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 ppm

< <IN o mnm —
~ Slo(n(o S Slo 10
— N[O IN (90] AN N (90]

Figure S29. 'H NMR Spectrum of 3a
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Current Data Parameters

NAME inn-spm-30b-13c
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date 20120630

Time 5.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 376

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 2050

DW 20.800 usec
DE 6.50 usec
TE 294.5 K

Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUCL 13C

Pl 8.75 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé

NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 14.50 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.29767781 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768

SF 100.6127521 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

136.46

133.78

133.44

129.70

128.78
127.83
12752
127.11
124.91
120.43
118.85
116.35
114.45

\-97.80
77.52
77.20
76.88

—55.53
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Current Data Parameters CD [{e] (Y) (Y) CD w l\ l\ [\ <r O a) LO <t © LO N 0 '\ ™~
NAME inn-spm-30B-APT I MOMOOMOANNNNNNNAAAN N~ N~ O LN (o2} o
EXPNO 3 T T A A A A A A A A A AAD N~~~ n N N
LT W |
F2 - Acquisition Parameters
Date 20120630
Time 5.00 CN
INSTRUM spect
PROBHD 5 mm PABBO BB- HN
PULPROG jmod \
TD 65536 N
SOLVENT CDC13
NS 411 OMe
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec 3a
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 294.4 K
CNST2 145.0000000
CNST11 1.0000000
D1 1.00000000 sec

0.00689655
P2 17.50 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 14.50 dB
PL2W 10.56200695 W
PL12W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127521 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

B I I I I I I B LA RN BEARRAR
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm

Figure S31. *C-APT NMR Spectrum of 3a
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Current Data Parameters

NAME INN-GOPI-TET-4-OME-COSY
EXPNO 23
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141116

Time 19.32
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG cosygpgf

TD 2048
SOLVENT CDC13

NS 16

DS 16

SWH 3048.781 Hz
FIDRES 1.488662 Hz
AQ 0.3359220 sec
RG 812

DW 164.000 usec
DE 6.50 usec
TE 295.2 K

DO 0.00000300 sec
D1 1.00000000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00032800 sec
======== CHANNEL fl ========
NUC1 1H

PO 14.75 usec
Pl 14.75 usec
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1324370 MHz
====== GRADIENT CHANNEL =====
GPNAM1 SINE.100

GPz1 10.00 %
Pl6 1000.00 usec
Fl - Acquisition parameters
TD 256

SFO1 400.1324 MHz
FIDRES 11.909254 Hz
SW 7.619 ppm
FnMODE QF

F2 - Processing parameters
ST

SF 400.1300099 MHz
WDW SINE

SSB 0

LB 0 Hz

GB 0

PC 1.40

Fl - Processing parameters
ST 512

MC2 QF

SF 400.1300099 MHz
WDW GM

SSB 0

LB 0 Hz

GB 0
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Current Data Parameters

NAME INN-GOPI-TET-4-OME-NOESY
EXPNO 2
u “ ppm PROCNO 1
3 F2 - Acquisition Parameters
3 Date 20141116
0' 3 Time 15.04
—3.0 INSTRUM spect
CN 3 PROBHD 5 mm PABBO BB-
3 PULPROG noesyph
HN 3 TD 2048
' \ L SOLVENT cDC13
— NS 32
\ | -3.5 s 32
OMe L | L SWH 3048.781 Hz
L FIDRES 1.488662 Hz
(] L a0 0.3359220 sec
— RG 128
LI —4.0 pW 164.000 usec
3a L DE 6.50 usec
L TE 296.2 K
L DO 0.00014522 sec
] 4.5 D1 1.00000000 sec
L " D8 0.60000002 sec
L INO 0.00032800 sec
L ======== CHANNEL fl ========
5.0 NUC1 1H
N - Pl 14.75 usec
i PL1 -1.00 dB
L PL1W 10.56200695 W
L SFO1 400.1324370 MHz
| 55 Fl - Acquisition parameters
[ D 256
| SFO1 400.1324 MHz
i FIDRES 11.909254 Hz
_6 O SW 7.619 ppm
\ | - FnMODE States-TPPI
[ F2 - Processing parameters
[ SI 2048
SF 400.1300099 MHz
— 6.5 WDW QSINE
! [ SSB 2
I LB 0 Hz
i GB 0
q ‘ '_7 0 PC 1.00
w I Fl - Processing parameters
') I SI 51
I MC2 States-TPPI
B SF 400.1300099 MHz
§ » L 75 wbw
| I SSB 2
M LB 0 Hz
M GB 0

o1 rrrrrrerrr e e 8.0
7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 ppm

Figure $33. *H-'H-NOESY NMR Spectrum of 3a
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Current Data Parameters

NAME INN-GOPI-PIPERNAL-1H

EXPNO 4

PROCNO 1

F2 - Acquisition Parameters [ S A— [ —
Date 20131130

Time 1.04

INSTRUM spect

PROBHD 5 mm SEI 1H/D-

PULPROG zg30

TD 65536

SOLVENT CDC13

NS 16

DS 0

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 128

DW 60.800 usec

DE 6.50 usec

TE 298.2 K

D1 1.00000000 sec

TDO 1 L L U D I R B
e emweL 61 - 7.40 7.35 7.30 7.25 7.20 7.15 7.0 7.05 7.00 6.95 ppm

NUC1 1H

P1 6.75 usec %) o™ o (]
PL1 -3.00 dB o L0 (9} (22}
PL1W 16.73965454 W — ) - o

SFO1 400.1324710 MHz

F2 - Processing parameters

SI 32768

SF 400.1300103 MHz

WDW EM

SSB 0

LB 0.30 Hz

G — 0 [ A =+ -
PC 1.00

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm

N~ ©|m[w|w© N~ olo
® QW e o Q|2
o —lm|-lo i e

Figure S34. *H NMR Spectrum of 3b
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Current Data Parameters
NAME INN-GOPI-PIPERNAL-13C
EXPNO 6
PROCNO 1 CN
F2 - Acquisition Parameters HN \ O
Date 20131130 7
Time 1.08 NN
INSTRUM spect (@)
PROBHD 5 mm SEI 1H/D-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1714
DS 4 3b
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 298.4 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 13.00 usec
PL1 -3.00 dB
PL1W 71.16858673 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 18.48 dB
PL13 19.00 dB
PL2W 16.73965454 W
PL12W 0.11905469 W
PL13W 0.10562007 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127520 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
- “ ‘IUI NN -

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O  ppm
Figure S35. *C NMR Spectrum of 3b
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Current Data Parameters

NAME IN-SPM-50B-1H

EXPNO 3

PROCNO 1 CN
F2 - Acquisition Parameters HN \

Date 20120821
Time 10.56 X
INSTRUM spect —_—

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536

SOLVENT cpCcl3 3c
NS 6

DS 0

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 114

DW 60.800 usec

DE 6.50 usec L e e o B B . s e B A B

TE 293.6 K

D1 1.00000000 sec 750 745 740 735 730 7.25 ppm

TDO 1

======== CHANNEL fl ======== o2 L M~

e " 2 wﬁ\\mﬁ

Pl 13.50 usec ™ — ™~

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

ST 32768

SF 400.1300095 MHz

WDW EM /‘ N
S8B 0 S e 4
LB 0.30 Hz

GB 0

PC 1.00

e D, Y S

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 ppm

o o ()~ olo) [©
™ I~ eI~ N
— SIETI ol s

Figure $36. 'H NMR Spectrum of 3c
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Current Data Parameters

NAME IN-SPM-50B-13C

EXPNO 3 CN

PROCNO 1 HN

F2 - Acquisition Parameters \

Date 20120821 N

Time 10.59

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDC13

NS 146 3c

DS 4

SWH 24038.461 Hz

FIDRES 0.366798 Hz

AQ 1.3631988 sec

RG 2050

DW 20.800 usec

DE 6.50 usec

TE 294.1 K

Dl 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUCL 13C

Pl 8.75 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6228298 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzlé

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 14.50 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.29767781 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

ST 32768

SF 100.6127545 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

I I I I I I I I I I R MR RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Figure S37. **C NMR Spectrum of 3c



Current Data Parameters

NAME INN-GOPI-PH-PYRRO-1H
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date 20131216
Time 4.55
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 10

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 119.07

DW 50.000 usec
DE 6.50 usec
TE 297.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 500.1330885 MHz
NUC1 1H

Pl 13.00 usec
PLW1 13.00000000 W
F2 - Processing parameters
SI 65536

SF 500.1300121 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC " 1.00

e

Page 41 of 81

7.60

W TE W

/1]

A

.0 . 7.0
AN S
NN

95 9.0 85

—

Figure $38. *H NMR Spectrum of 3d
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Current Data Parameters

NAME INN-GOPI-PH-PYRF
EXPNO 6
PROCNO 1
F2 - Acquisition Paramete
Date_ 20131218
Time 19.40
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 120
DS 4
SWH 29761.904 E
FIDRES 0.454131 E
AQ 1.1010048 ¢
RG 197.27
DW 16.800 ¢
DE 6.50 u
TE 297.8 K
D1 1.00000000 =
D11 0.03000000 =
TDO 1
======== CHANNEL f1l =====
SFO1 125.7703637 »
NUC1 13C
P1 8.90 v
PLW1 103.00000000 ®
======== CHANNEL f2 =====
SFO2 500.1320005 »
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 v
PLW2 13.00000000 w
PLW12 0.34327999 n
PLW13 0.21969999 n
F2 - Processing parameter
SI 32768
SF 125.7577737 v
WDW EM
SSB 0

LB 1.00 E
GB 0

PC 1.40

136.40
133.93
133.81
132.54
128.96
128.66
128.49
127.82
127.49
127.14
120.77
118.92
116.57
T-97.84
77.45
77.20
76.95

T\ N

Page 42 of 81

T ) —29.70

—20.76
T
s

CN

“\ I |

Mg

I I I I I I I I I I R MR RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70

Figure $39. **C NMR Spectrum of 3d
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Current Data Parameters

NAME INN-GOPI-PH-PYR
EXPNO 6

PROCNO

F2 - Acquisition Paramet
Date 20131218

Time 19.45

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG jmod

TD 65536

SOLVENT CDC13

NS 65

DS 4

SWH 29761.904

FIDRES 0.454131

AQ 1.1010048 .
RG 197.27

DW 16.800

DE 6.50 -
TE 298.4

CNST2 145.0000000

CNST11 1.0000000

D1 1.00000000 .
D20 0.00689655 .
TDO 1

======== CHANNEL fl ====
SFO1 125.7703643 1
NUC1 13C

Pl 8.90 -
P2 17.80

PLW1 103.00000000 1
======== CHANNEL f2 ====
SFO2 500.1320005 1
NUC2 1H

CPDPRG[2 waltzlé

PCPD2 80.00

PLW12 0.34327999 1
F2 - Processing paramete
SI 32768

SF 125.7577890 1
WDW EM

SSB 0

LB 1.00

GB 0

PC 1.40

Page 43 of 81

NHONMNMENOONAdYT O
N O XONHMOMO© T M @ ™
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CN
HN\
NS

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70O 60 50 40 30 20 10 O ppm

Figure S40. *C-APT NMR Spectrum of 3d
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Current Data Parameters

NAME INN-SPM-DDQ-1H

EXPNO 11

PROCNO 1

F2 - Acquisition Parameters _______,//f/ﬁ_ _

Date 20131004

Time 8.34

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2930

TD 65536 3e
SOLVENT CDC13

NS 7

DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2768500 sec

RG 30.72 R L e D
DW 50.000 usec

DE 6.50 usec 755 750 745 740 735 730 7.25 ppm
TE 296.6 K

D1 1.00000000 sec o o ~ 0
TDO 1 \‘o_ o ™S S
======== CHANNEL fl ======== — © — —
SFO1 500.1330885 MHz

NUC1 1H

Pl 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

SI 65536

SF 500.1300000 MHz

WDW EM

SSB 0

= oavne Sl /4 ;
GB 0

PC 1.00

e ;

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm

(o] oI~ AN (N
3 ?ﬁa«aq S|S
o —A|O || —|

Figure S41. 'H NMR Spectrum of 3e
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Current Data Parameters \\ k\\k\"\?\/////l/ W | |
NAME INN-SPM-DDQ-13C
EXPNO 11
PROCNO 1
CN
F2 - Acquisition Paramet
Date 20131004 HN
Time 21.05 \
INSTRUM spect N
PROBHD 5 mm PABBO BB/ F
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 200
DS 4 3e
SWH 29761.904
FIDRES 0.454131
AQ 1.1010048
RG 197.27
DW 16.800
DE 6.50
TE 296.9
D1 1.00000000
D11 0.03000000
TDO 1
======== CHANNEL fl ====
SFO1 125.7703637
NUC1 13C
Pl 8.90
PLW1 103.00000000
======== CHANNEL f2 ====
SFO2 500.1320005
NUC2 1H
CPDPRG[2 waltzleé
PCPD2 80.00
PLW2 13.00000000
PLW12 0.34327999
PLW13 0.21969999
F2 - Processing paramete
ST 32768
SF 125.7577679
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40

I I I B MRS RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 0 ppm

Figure S42. *C NMR Spectrum of 3e



Current Data Parameters
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NAME INN-GOPI-TET-PYRROLE-19F O
EXPNO 2 (<2}
PROCNO 1 (2]
— CN
F2 - Acquisition Parameters vﬂ
Date 20131211
Time 6.28 HN \
INSTRUM spect N
PROBHD 5 mm PABBO BB/
PULPROG zgflagn F
TD 131072
SOLVENT CDC13
NS 30
DS 4
SWH 113636.367 Hz 3e
FIDRES 0.866977 Hz
AQ 0.5767668 sec
RG 119.07
DW 4.400 usec
DE 6.50 usec
TE 297.9 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 470.5453180 MHz
NUC1 19F
Pl 13.50 usec
PLW1 40.00000000 W
F2 - Processing parameters
ST 65536
SF 470.5923770 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T i T i T i T T i T i T i T i T T T T i
0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm

Figure S43. F NMR Spectrum of 3e



Current Data Parameters
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NAME inn-spm-30a-1h
EXPNO 101 o CN
PROCNO 1 - - — _— A
F2 - Acquisition Parameters
Date 20120630
Time 4.35
INSTRUM spect OMe
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536 4a
SOLVENT CDC13
NS 12
DS 0
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 128
DW 60.800 usec
DE 6.50 usec
oE 29533 & 80 79 78 77 76 75 74 73 72 71 7.0 ppm
D1 1.00000000 sec
TDO 1 V) ~ < 19 oo}

< < ™ (e} [e0)
======== CHANNEL fl ======== o o - o o
NUC1 1H
Pl 13.50 usec
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300095 MHz
WDW EM
SSB O — —_— —_ 4 —_— —_ —_— —_—
LB 0.30 Hz
GB 0
PC 1.00

L Jl J A M
N A A A A A I E L L L L L L L e e e D e
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 50 45 40 3.5 3.0 25 2.0 15 1.0 ppm

™ ~(<t|o) (o [oe) =1 o
< AR IS N NI <
o oldlol o i ol lol lo —

Figure S44. '"H NMR Spectrum of 4a
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Current Data Parameters

NAME inn-spm-30a-13C
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20120630

Time 4.37
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 170

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 2050

DW 20.800 usec
DE 6.50 usec
TE 293.4 K

Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUCL 13C

Pl 8.75 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé

NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 14.50 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.29767781 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768

SF 100.6127538 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

—159.46

144.07

N

134.46

131.97

130.90

129.00

N

127.79

127.31

123.98

117.50

e

114.42

Page 48 of 81

O M OO I~
< S SN @
Lo < ST I~
Te] M NN
O CN

= _-—36.63
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4a
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Figure S45. *C NMR Spectrum of 4a
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Current Data Parameters

Page 49 of 81

NAME INN-SPM-126-1-1H
EXPNO 8
PROCNO 1 o CN
F2 - Acquisition Parameters M A
Date 20130808 — ] _ 0]
Time 15.23 >
INSTRUM spect
PROBHD 5 mm PABBO BB- ()
PULPROG 2930
TD 65536
SOLVENT CDC13 4b
NS 12
DS 0
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 32
DW 60.800 usec
DE 6.50 usec
TE 295.1 K
D1 1.00000000 sec
TDO 1 81 80 79 78 7.7 76 75 7.4 73 7.2 71 7.0 6.9 ppm
======== CHANNEL fl ========
NUC1 1H o N < (o2} © N
Pl 13.50 usec = — 1 © o O’/
PL1 -1.00 dB — — — — N —
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300095 MHz
WDW EM
SSB 0 - o S J - S s e
LB 0.30 Hz
GB 0
PC 1.00
TTT [ L I L L L I I L B
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 50 45 40 35 30 25 2.0 1.5 1.0 ppm
o NI (O] [©O|N — |l O [aN) N~ N~
Q —|Ql|e|e g Q|| Q — ™
— ||| [N (qV] — N — N —

Figure S46. 'H NMR Spectrum of 4b
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Current Data Parameters

NAME INN-SPM-126-1-13C

Exmi0 : O CN

PROCNO 1 I

F2 - Acquisition Parameters O

Date 20130811

Time 13.45

INSTRUM spect

PROBHD 5 mm PABBO BB- O

PULPROG zgpg30

TD 65536

SOLVENT CDC13

NS 588 4b

DS 4

SWH 24038.461 Hz

FIDRES 0.366798 Hz

AQ 1.3631988 sec

RG 2050

DW 20.800 usec

DE 6.50 usec

TE 294.8 K

Dl 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUCL 13C

Pl 8.75 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6228298 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzlé

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 14.50 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.29767781 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

ST 32768

SF 100.6127529 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

I I I I I I I I I I R MR RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70O 60 50 40 30 20 10 O ppm

Figure S47. **C NMR Spectrum of 4b
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Current Data Parameters
NAME inn-spm-50b-1h o)
EXPNO 12

PROCNO 1 A

F2 - Acquisition Parameters —////////’

pate 20130728 — — T
Time 10.57

INSTRUM spect

PROBHD 5 mm PABBO BB- 4C
PULPROG 2930

TD 65536

SOLVENT CDC13

NS 16

DS 0

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

CN

RG 32
DW 60.800 usec
DE 6.50 usec
TE 295.6 K
D1 1.00000000 sec 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 ppm
TDO 1
o [ee] - LN
;;z;==== CHANNEL f1 :T;::::: \wcq L\wu?{/J L\\\WCQ{///l\WOQ{/J
Pl 13.50 usec r4 rﬁ o N
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300095 MHz
WDW EM L
SSB 0 - Ve ///r - S N
LB 0.30 Hz
GB 0
PC 1.00

A s 1

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm

o || o ™ O|[00]||0
— —|O|N —| [N MM

Figure $48. 'H NMR Spectrum of 4c
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Current Data Parameters
NAME INN-SPM-50B-13C O
EXPNO 13
PROCNO 1 CN
F2 - Acquisition Parameters A
Date 20130728
Time 11.00
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT cDCl3 4c
NS 93
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 296.0 K
Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUCL 13C
Pl 8.75 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 14.50 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.29767781 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127631 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
J " P »—J—J“J J‘- , . At ol - »

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O  ppm
Figure S49. **C NMR Spectrum of 4c
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Current Data Parameters

NAME INN-SPM-50A-COSY
EXPNO 3
PROCNO 1

| ppm

F2 - Acquisition Parameters
B Date_ 20130130
e _20 Time 15.18
: *.: L INSTRUM spect
- PROBHD 5 mm PABBO BB-
e N ¢ - PULPROG cosygpgf
—2.5 TD 2048
L] " P SOLVENT cpcl3
B NS 24
O CN N DS 16
SWH 3346.720 Hz
. K —3.0 FIDRES 1.634141 Hz
A [ AQ 0.3060212 sec
- RG 161
8 . L DW 149.400 usec
—35 DE 6.50 usec
r TE 292.7 K
i DO 0.00000300 sec
[ D1 1.00000000 sec
-4 0 D13 0.00000400 sec
4c [ - D16 0.00020000 sec
+ INO 0.00029880 sec
======== CHANNEL fl ========
—4.5 NUC1 1H
i PO 13.50 usec
[ Pl 13.50 usec
- PL1 -1.00 dB
_5 0 PL1W 10.56200695 W
" SFO1 400.1318605 MHz
r ====== GRADIENT CHANNEL =====
GPNAM1 SINE.100
__55 GPZ1 10.00 %
L Pl6 1000.00 usec
Fl - Acquisition parameters
— TD
6.0 SFO1 400.1319 MHz
r FIDRES 13.073058 Hz
B SW 8.364 ppm
I 6.5 FnMODE oF
- F2 - Processing parameters
- SI
3 SF 400.1300095 MHz
—7.0 WDW SINE
SSB 0
“ :.. [ LB 0 Hz
M & N GB 0
. M -_75 PC 1.40
F Fl - Processing parameters
r SI 512
B MC2 QF
L] - _80 SF 400.1300095 MHz
i WDW echo-antiecho
[ SSB 0
- LB 0 Hz
I I I I I I I I I I I I I T GB 0

85 80 75 70 65 6.0 55 50 45 40 35 3.0 25 20 ppm

Figure S50. '*H-'H-COSY NMR Spectrum of 4c
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Figure S51. *H-"H-NOESY NMR Spectrum of 4c
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Current Data Parameters

NAME INN-SPM-50A-NOESY
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130130

Time 17.38
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG noesyph

TD 2048
SOLVENT CDC13

NS 64

DS 16

SWH 3346.720 Hz
FIDRES 1.634141 Hz
AQ 0.3060212 sec
RG 57

DW 149.400 usec
DE 6.50 usec
TE 292.9 K

DO 0.00013221 sec
D1 1.00000000 sec
D8 0.60000002 sec
INO 0.00029880 sec
======== CHANNEL fl ========
NUC1 1H

Pl 13.50 usec
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1318605 MHz

F1l - Acquisiti

on parameters
127

SFO1 400.1319 MHz
FIDRES 26.351992 Hz

SW 8.364 ppm
FnMODE States—-TPPI

F2 - Processing parameters

ST 2048

SF 400.1300095 MHz
WDW QSINE

SSB 2

LB 0 Hz

GB 0

PC 1.00

Fl - Processing parameters

ST 512

MC2 States—-TPPI

SF 400.1300095 MHz
WDW QSINE

SSB 2

LB 0 Hz

GB 0
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Current Data Parameters

NAME inn-gopi-tet-py-cy-1h

EXPNO 1 (@) CN
PROCNO 1 A
F2 - Acquisition Parameters ’///’ ////

Date 20150824

Time 2.25 ~ / /l/f
INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536 4d
SOLVENT CDC13

NS 20

DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2768500 sec

RG 106.54

DW 50.000 usec

DE 6.50 usec

TE 299.1 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ======== TrrtrTTTTTTT frorrrrT frorrrrrT frorrrrrT frorrrrrT prorrrrhT frorrrr frorrrrT [
SFO1 500.1330885 MHz

NUel n 8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 ppm
Pl 13.00 usec

PLW1 13.00000000 W o 0 - ~ awo(l<
F2 Processing parameters < “ N ™ N2
ST 65536 — - Nl ool -l Hllo
SF 500.1300000 MHz

WDW EM

SSB 0

LB 0.30 Hz

0 e S/

LM

95 9.0 85 70 65 60 655 650 45 40 35 30 25 20 15 10 05 ppm

80 75
oW [dNH|W| Te] (o) < [e0]
OWO c;jwﬁ‘ ol 5| o] |™
—A|HINMN|H[H|O — (qV] — N

Figure S52. *"H NMR Spectrum of 4d
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Current Data Parameters

NAME INN-SPM-56A-13C
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20120922

Time 13.46
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 68

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 2050

DW 20.800 usec
DE 6.50 usec
TE 293.2 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C

Pl 8.75 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6

NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 14.50 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.29767781 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768

SF 100.6127547 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

144.55

Z
%

144.09

134.51

132.13

131.92

129.78

129.01

128.22

127.84

127.33

117.38

77.52

77.20
76.88

Page 56 of 81

N © © W L
M~ Mmoo
O~ N~
MmoMH NN

4d

210 200 190 180 170 160 150 140 130 120 110 100 90
Figure S53. *C NMR Spectrum of 4d
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CN

Current Data Parameters A
NAME inn-gopi-tetra-4f=-1n
EXPNO 2
PROCKRO 1
F2 = Acquisition Parameters
Date_ 20160218 F
Time 17.22
INSTRUM spect
PROBHD 5 mm SEI 1H/D- 4e
PULPROG 2g30
D 54274
SOLVENT CcDC13
NS 14
DS 0
SWH 8223.685 Hz
FIDRES 0.151522 Hz
AQ 3.2998593 sec
RG 50.8
D €0.800 usec
DE £.50 usec
TE 294.9 X
D1 1.00000000 sec
TDO 1

CHANNEL f1 ===
NUC1 1H
Pl €.75 usec
PL1 ~3.00 dB
PL1W 16.73965454 W
SFO1 400.1324710 MHz
F2 = Processing parameters
SI 32768
SF 400.1300103 MH=z
WDW EM
SS8 o
LB 0.30 Hz2
GB 0
PC 1.00

- - S A
M_A i |
T T T T T T T
10 9 8 2 0 ppm

1.00

7
< [0 [N
QN®Ie|e
- |N|O|—|N

1.07
1.04

Figure S54. 'H NMR Spectrum of 4e
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Current Data Parameters

NAME INN-SPM-51A-13C

EXPNO 2 O CN

PROCNO 1

F2 - Acquisition Parameters A

Date 20120826

Time 5.21

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG 2gpg30 F

TD 65536

SOLVENT CDC13

NS 116 4e

DS 4

SWH 24038.461 Hz

FIDRES 0.366798 Hz

AQ 1.3631988 sec

RG 2050

DW 20.800 usec

DE 6.50 usec

TE 293.4 K

Dl 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUCL 13C

Pl 8.75 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6228298 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzlé

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 14.50 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.29767781 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

ST 32768

SF 100.6127552 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

I I I I I I I I I I R MR RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Figure S55. **C NMR Spectrum of 4e
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Current Data Parameters

NAME INN-GOPI-TET-CYCLO-19F o
EXPNO 2 ﬂ'
PROCNO 1 ™
—
F2 - Acquisition Parameters F.‘ 0] CN
Date 20131211
Time 6.24 A
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgflgn
TD 131072
SOLVENT cpcl3 F
NS 32
DS 4
SWH 113636.367 Hz de
FIDRES 0.866977 Hz
AQ 0.5767668 sec
RG 119.07
DW 4.400 usec
DE 6.50 usec
TE 297.9 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 470.5453180 MHz
NUC1 19F
Pl 13.50 usec
PLW1 40.00000000 w
F2 - Processing parameters
ST 65536
SF 470.5923770 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
! I ! I ! I ! I ! I ! I ! I ! I ! I ! I ! I ! I
0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm

Figure S56. *°F NMR Spectrum of 4e



Current Data Parameters
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NAME inn-gopi-gn-lh-1-ome-1h
EXPNO 6
PROCNO 1 O CN
F2 - Acquisition Parameters
Date_ 20150311 A
Time 4.23
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT CDC13 OMe
NS 16
DS 2 6a
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 119.07
DW 50.000 usec
DE 6.50 usec
TE 294.2 K
D1 1.00000000 sec
D0 : 78 77 76 75 74 73 72 71 70 ppm
======== CHANNEL f1l ========
;gg% 500.13308?; MHz o ~ 0 - (< ©
Pl 13.00 usec < e e H = o
PLW1 13.00000000 W — — 1 Nlo —
F2 - Processing parameters
SI 65536
SF 500.1300122 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
sos s I / s s
T R D U T L I I I I I I I
95 9.0 85 60 55 50 45 40 35 30 25 20 1.5 1.0 05 ppm

8.0 7.5 7.0 6.5

’{ﬁﬁﬁﬁﬁﬁ ) [™f~o) (o
Slo|olalold|o o [Blolo| |&
GGG =15 N || o

Figure S57. *"H NMR Spectrum of 6a
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Current Data Parameters

NAME INN-SPM-78A-13C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20121106

Time 14.23
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 150

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 2050

DW 20.800 usec
DE 6.50 usec
TE 294.5 K

Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUCL 13C

Pl 8.75 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé

NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 14.50 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.29767781 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768

SF 100.6127528 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

—159.57
—152.53

135.81

135.45

130.51
-/ ~128.20

—126.66

124.15

117.23

114.53

77.52

77.20
76.88
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—55.49
—39.74
—33.90
—29.57
—18.13

) CN

OMe

6a

210 200 190 180 170 160 150 140 130 120 110 100 90
Figure S58. *C NMR Spectrum of 6a

60 50 40 30 20 10 O  ppm
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Current Data Parameters

NAME INN-SPM-77A-1H

EXPNO 1 — O CN

PROCNO 1 e T

F2 - Acquisition Parameters A OMe

Date 20130806

Time 12.01

INSTRUM spect

PROBHD 5 mm PABBO BB- L_A

PULPROG zg30

D 65536 6b

SOLVENT CDC13

NS 6

DS 0

SWH 8223.685 Hz

FIDRES 0-125483 Ha 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.1 7.0 ppm

AQ 3.9846387 sec

RG 114 o < o 1o o <

DW 60.800 usec o o (o)) o < (o]

DE 6.50 usec - - ol I+ — o

TE 294.9 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 1H

Pl 13.50 usec

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

ST 32768

SF 400.1300095 MHz

WDW EM

SSB 0 - + o _

LB 0.30 Hz

GB 0

PC 1.00

i\ L A

T R R D T L D R
9.5 9.0 8. 6.5 6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0 15 1.0 0.5 ppm

5 80 75 70
ﬁﬁrw%ﬁv
S|o|o|o|x||o
1 II=1E RIS

0| [(X(d]o] (r~
@ ||| |@
al |HlHlol 1o

Figure S59. *H NMR Spectrum of 6b
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Current Data Parameters

NAME INN-SPM-77A-13C O

EXPNO 7

PROCNO 1 CN

F2 - Acquisition Parameters A

pate 20121101 OMe

Time 12.16

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDC13

NS 100

DS 4 6b

SWH 24038.461 Hz

FIDRES 0.366798 Hz

AQ 1.3631988 sec

RG 2050

DW 20.800 usec

DE 6.50 usec

TE 293.3 K

Dl 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUCL 13C

Pl 8.75 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6228298 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzl6

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 14.50 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.29767781 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127527 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

I I I I I I I I I I R MR RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Figure S60. **C NMR Spectrum of 6b
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Current Data Parameters

NAME INN-GOPI-127A-1H
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date 20131125 A

Time 4.37 C)
INSTRUM spect

PROBHD 5 mm PABBO BB/ / =

PULPROG zg30 ()
TD 65536

SOLVENT CDC13

NS 12 6c
DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2768500 sec

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 296.7 K 79 78 77 76 75 74 73 72 71 7.0 6.9 ppm
D1 1.00000000 sec

Do ! o Lo (2] [o2] Lo [ce]
******** CHANNEL fl1 ======== O H O O H O

SsFo1 500.1330885 MHz — — i © ™
NUC1 1H

Pl 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

ST 65536

SF 500.1300000 MHz

’ 030 198/ // /

MJ e

T T L L U I R B
95 9.0 8 80 7. . 6.0 5.5 5.0 45 40 35 30 25 20 15 10 05 ppm

' WW %7' 2

Figure S61. *H NMR Spectrum of 6c
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currentObata Parameters A A A A A A A A A A A A A M~~~ ™

NAME INN-GOPI-127A--C13

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date 20131125

Time 18.08

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgpg30

TD 65536

SOLVENT CDC13

NS 66

DS 4

SWH 29761.904 Hz

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27

DW 16.800 usec

DE 6.50 usec

TE 297.0 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ==

SFO1 125.7703637 MHz

NUC1 13C

Pl 8.90 usec

PLW1 103.00000000 W

======== CHANNEL f2 ========

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltzlé

PCPD2 80.00 usec

PLW2 13.00000000 W

PLW12 0.34327999 W

PLW13 0.21969999 W

F2 - Processing parameters

SI 32768

SF 125.7577774 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

all

—34.06
—29.50

—18.10
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Current Data Parameters
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NAME INN-SPM-76A-1H
EXPNO 8 C)
PROCNO 1
CN OMe
F2 - Acquisition Parameters A
Date_ 20121101 O. OMe
Time 12.24
INSTRUM spect
PROBHD 5 mm PABBO BB- e _/_ D P O OMe
PULPROG zg30
TD 65536
SOLVENT CDC13 6d
NS 16
DS 0
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 32
DW 60.800 usec
DE 6.50 usec
TE 292.7 78 77 76 75 7.4 73 72 7.1 7.0 69 6.8 ppm
D1 1.00000000 sec
TDO
o
======== CHANNEL fl ======== CQ
NUC1 1H o
Pl 13.50 usec
PL1 -1.00
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
ST 32768
SF 400.1300095 MHz
WDW EM
SSB 0 . _ 1o o o
LB 0.30 Hz
GB 0
PC 1.00
| | Ul ]L |
R L e R I B trrTtrtrTrrtr Tt T
95 90 85 80 75 70 65 6.0 55 50 45 40 35 30 2.5 20 15 10 05 ppm

ool (2

Figure S$63. 'H NMR Spectrum of 6d
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Current' Data Parameters \v \\\ \\ //// / W V / | v |
NAME INN-GOPI-IN-30ME-13t(
EXPNO 2
PROCNO 1 O CN
OMe
F2 - Acquisition Parameters A
Date 20131211 . OMe
Time 19.39
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30 OMe
TD 65536
SOLVENT CDC13
NS 130 6d
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 297.9 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 125.7703637 MHz
NUC1 13C
Pl 8.90 usec
PLW1 103.00000000 W
======== CHANNEL f2 ========
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 13.00000000 w
PLW12 0.34327999 W
PLW13 0.21969999 W
F2 - Processing parameters
SI 32768
SF 125.7577728 MHz
WDW EM
SSB 0
LB 1.00 Hz

210 200 190 180 170 160 150 140 130 120 110 100 90

80 70
Figure S64. *C NMR Spectrum of 6d

60 50 40 30 20 10 O
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Current Data Parameters
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NAME INN-GOPI-IN-4-BR-1H

EXPNO 1

PROCNO 1 O CN

F2 - Acquisition Parameters L —

bate O 20150827 - - — — — A

Time 23.46

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30 Br

TD 65536

SOLVENT CDC13

NS 20 6e

DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2768500 sec

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 293.3 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ======== I I I I I

SFO1 500.1330885 MHz 7.8 7.7 7.6 7.5 7.4 ppm

NUC1 1H

Pl 13.00 usec o ~ . 0 o

PLW1 13.00000000 W S) — ik — 0?{/

F2 - Processing parameters — A ™ — N

SI 65536

SF 500.1300000 MHz

WDW EM

SSB 0

LB 0.30 Hz _ _ ,_ F o _ +

GB 0

PC 1.00

T R I I I T I I I I T | T
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 pp

S mhh ol (A o
Q| x AN Q Q
Al M [N — [N — (92]

Figure S65. 'H NMR Spectrum of 6e
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Current Data Parameters
NAME INN-SPM-104-1-13C
EXPNO 9
PROCNO 1 O CN

F2 - Acquisition Parameters A
Date 20130729
Time 23.53
INSTRUM spect

PROBHD 5 mm PABBO BB- < o O < W ™ foo) < < o
PULPROG 298930 © N <O ™M O N Te) 0 Br
SOLVENT cpcl3 0 o N O © © N N ©
NS 81 o m M oMmm N N N N —
DS 1 — — — — — — — — 6e
SWH 24038.461 Hz

FIDRES 0.366798 Hz

AQ 1.3631988 sec

RG 2050

DW 20.800 usec

DE 6.50 usec

TE 295.6 K

Dl 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl ========

NUCL 13C

Pl 8.75 usec

PL1 -2.00 dB

PL1W 56.53121948 W

SFO1 100.6228298 MHz

======== CHANNEL f2 ========

CPDPRG2 waltz16 T T T T T T T T T T T T T T T T T T T T T T T
NUC2 1H

ECEDZ 80.00 ueec 136 134 132 130 128 126 124 122 120 ppm
PL12 14.50 dB

PL13 14.50 dB

PL2W 10.56200695 W

PL12W 0.29767781 W

PL13W 0.29767781 W

SFO2 400.1316005 MHz

F2 - Processing parameters

ST 32768

SF 100.6127557 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

I I I I I I I I I I R MR RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm

Figure S$66. *C NMR Spectrum of 6e
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Current Data Parameters

NAME INN-GOPI-IN-PF-1H

EXPNO 6

PROCNO 1 O CN
F2 - Acquisition Parameters A
Date_ 20131218 i / // s ‘
Time 6.26

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2930 F
TD 65536

SOLVENT CDC13 6f
NS 6

DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2768500 sec

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 297.8 K

b1 1.00000000 sec 80 79 7.8 77 76 75 74 173 72 ppm

======== CHANNEL f1l ======== o — ol ™M N o b

SFO1 500.1330885 MHz jor j“'f Wﬁmﬁr jof 7“’( jc’f

NUC1 1H — — | | (V] o i

P1 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

ST 65536

SF 500.1300000 MHz

20wl i

PC 1.0
JULJ PN
Tt rTTrrr T

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm
QldH|ele|® e o
Al H[H N[O | o

Figure S67. 'H NMR Spectrum of 6f
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Current DLta Parameters \/ \W//%l W | \ I |

NAME INN-GOPI-IN-PF-13C

EXPNO 6

PROCNO 1 O CN

F2 - Acquisition Parameters A

Date_ 20131218

Time 19.57

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2gpg30 F

TD 65536

SOLVENT CDC13

NS 200 6f

DS 4

SWH 29761.904 Hz

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27

DW 16.800 use

DE 6.50 use

TE 297.9 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

======== CHANNEL fl =======

SFO1 125.7703637 MHz

NUC1 13C

Pl 8.90 use

PLW1 103.00000000 W

======== CHANNEL f2 =======

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltzlé

PCPD2 80.00 use

PLW2 13.00000000 W

PLW12 0.34327999 W

PLW13 0.21969999 W

F2 - Processing parameters

SI 32768

SFE 125.7577688 MHz

WDW EM

Aen n

I I I I I I I I I I R MR RN
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70O 60 50 40 30 20 10 O ppm

Figure S68. *C NMR Spectrum of 6f



Current Data Parameters
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NAME INN-2-NSS-AL-IMINE-1H
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date 20170105
Time 16.51
INSTRUM spect N/TS
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 54274 XN =
SOLVENT CDC13
NS 16
DS 0
SWH 8223.685 Hz
FIDRES 0.151522 Hz 7
AQ 3.2998593 sec
RG 90.5
DW 60.800 usec
DE 6.50 usec
TE 295.8 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.75 usec
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300099 MHz
WDW EM
SSB 0 - YA vs 4.
LB 0.30 Hz
GB 0
PC 1.00
R N U I
10 9 8 7 6 5 4 3 2 1 ppm
(2] A< | O oo
52 @Q—|Q Q@
— <IN < ™M

Figure $69. *H NMR Spectrum of 7
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172.97
144.39
143.35
141.52

——139.31
132.27
129.92
129.57
128.74
127.24
122.46
77.52
77.20
76.88
21.72

Current Data Parameters

NAME INN-2-NSS-AL-IMINE-13C

EXPNO 12

PROCNO 1

F2 - Acquisition Parameters

Date 20170105

Time 16.53

INSTRUM spect

PROBHD 5 mm PABBO BB- TS
PULPROG zgpg30 b
TD 65536

SOLVENT CDC13 |
NS 143

DS 4 =
SWH 26041.666 Hz X

FIDRES 0.397364 Hz

AQ 1.2582912 sec

RG 1030

DW 19.200 usec

DE 6.50 usec

TE 295.9 K 7
D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

PL1W 56.53121948 W
SFO1 100.6238364 MHz
== CHANNEL f2 ==

CPDPRG[2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
SI

SF 100.6127556 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.40

L I I I I N I RN R DA AR DA AR RN R
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Figure S70. **C NMR Spectrum of 7
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NAME INN-SPM-110(11)-1H
EXPNO 16 ( 1
PROCNO 1 / O
F2 - Acquisition Parameters / f/f // NC CN
Date 20130812 v v
Time 6.19
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 57690
SOLVENT CDC13
NS 29
DS 0
SWH 9615.385 Hz \ J
FIDRES 0.166673 Hz
A0 2.9999299 sec 8
RG 181
DW 52.000 usec 77T prorrrrm [ proTrrrm proTrmm prorrrrm [ proTrrrm T
DE 6.50 usec
oo bosTa 1 3.2 31 3.0 29 2.8 2.7 2.6 ppm
D1 1.00000000 sec
TDO 1 N~ od|O ~(Oo

()] < | o0 [e2][e)}
======== CHANNEL fl ======== — old|o olo
NUC1 1H
Pl 13.50 usec
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
ST 32768
SF 400.1299942 MHz
WDW EM
SSB 0 f
s 5 i ,
PC 1.00

Ajk l__l Al_JLf AJg, o
T I T I R N L ) I I
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 .5 1.5 1.0 ppm

3.0 2.5 2.0 .
[@J[{e] ~[o[d|lo|o|o | (O
SI W 15 mﬁﬁ 0| |
|~ —AO|HOO|OIn N o

Figure S71. *H NMR Spectrum of 8
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Current Data Parameters
NAME INN-SPM-110(II)-13C - N
EXPNO 13 O
PROCNO 1
F2 - Acquisition Parameters Pd(:
Date e 20130819 (:Pq

Time 7.13 v v
INSTRUM spect

PROBHD 5 mm SEI 1H/D-

PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 510
DS 2
SWH 27777.777 Hz
FIDRES 0.423855 Hz
AQ 1.1796980 sec
RG 228
DW 18.000 usec ~ ~
DE 6.50 usec
TE 293.8 K 8
Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUCL 13C
Pl 13.00 usec
PL1 -3.00 dB
PL1W 71.16858673 W
SFO1 100.6242389 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 18.48 dB
PL13 19.00 dB
PL2W 16.73965454 W
PL12W 0.11905469 W
PL13W 0.10562007 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127535 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
s —— —— . -
Mw y o *ml v aa o v aaes ey A iy

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O  ppm
Figure S72. **C NMR Spectrum of 8
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Current Data Parameters

NAME inn-spm-110-2-1cosy
ppm EXPNO 1
k__n PROCNO 1
*F F2 - Acquisition Parameters
¢ : I r Date 20131013
. —2.5 Time 21.46
e o ® r INSTRUM spect
: PROBHD 5 mm PABBO BB/
p < | PULPROG cosygpph
| TD 2048
() vow e L 3'0 SOLVENT CDC13
e & 8 L NS 24
NC CN I DS 32
v v F SWH 2685.285 Hz
—35 FIDRES 1.311174 Hz
F AQ 0.3813376 sec
r RG 106.54
i DW 186.200 usec
I DE 6.50 usec
—4.0 TE 297.0 K
[ DO 0.00016965 sec
| D1 1.00000000 sec
| D8 0.30000001 sec
\ / __4 5 D16 0.00020000 sec
8 L : INO 0.00037240 sec
I ======== CHANNEL fl ========
3 SFO1 500.1324431 MHz
—5.0 NUC1 1H
I Pl 13.00 usec
I P2 26.00 usec
I PLW1 13.00000000 W
7-5-5 ====== GRADIENT CHANNEL =====
| GPNAM([1] SMSQ10.100
| GPZ1 40.00 %
| Pl6 1000.00 usec
L 6.0 Fl1 - Acquisition parameters
L TD 256
I SFO1 500.1324 MHz
F FIDRES 10.489393 Hz
6.5 sw 5.369 ppm
I FnMODE TPPI
i F2 - Processing parameters
'_7 0 SI 1024
| . SF 500.1300000 MHz
. | WDW QSINE
¥ 4 I SSB 2
L LB 0 Hz
—-7'5 GB 0
r~~——1rr~~+~r~~— "~~~ *~"“1 -ty e e e T BC 1.00
7.5 7.0 6.5 6.0 55 50 45 4.0 35 3.0 2.5 ppm F1l - Processing parameters

Figure S73. 'H-'H COSY NMR Spectrum of 8
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Current Data Parameters

A

3 TD
o SFOL1

7.5
R e

6.5

6.0

55 5.0 4.5 4.0 3.5 3.0 2.5 ppm
Figure S74. 'H-"H NOESY NMR Spectrum of 8

NAME inn-spm-110-2-1noesy
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date 20131013
* A ppm Time 21.46
INSTRUM spect
[N PROBHD 5 mm PABBO BB/
L PULPROG noesygpph
| 2 5 TD 20?2
» . SOLVENT CDC
P I NS 24
e N I Ds 32
(@) F SWH 2685.285 Hz
* l’ ; { F FIDRES 0151831572 Hz
i — AQ . 13376 sec
NC CN L 3.0 RG 106.54
VARV A b i e v
. usec
) ol TE 297.0 K
I DO 0.00016965 sec
—3.5 D1 1.00000000 sec
' F D8 0.30000001 sec
3 D16 0.00020000 sec
L INO 0.00037240 sec
_4 O ======== CHANNEL fl ========
. SFOL1 500.1324431 MHz
I NUC1 1H
L ) I Pl 13.00 usec
r P2 26.00 usec
8 + PLW1 13.00000000 W
L 4'5 ====== GRADIENT CHANNEL =====
| GPNAM[1] SMSQ10.100
GPzZ1 40.00 %
I P16 1000.00 usec

Fl - Acquisition parameters
256

500.1324 MHz

L FIDRES 10.489393 Hz
| SW 5.369 ppm
| 5 5 FnMODE TPPI
r F2 - Processing parameters
r ST
I SF 500.1300000 MHz
F WDW QSINE
- 6 O SSB 2
| . 1B 0 Hz

GB 0
i PC 1.00
r Fl - Processing parameters
-6.5 ST 1024
+ MC2 TPPI
L SF 500.1300000 MHz
L WDW QSINE

SSB 2
[ LB 0 Hz
—7.0 cB 0



Current Data Parameters

NAME INN-NSS-SUB-FINAL-1H
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date 20170325

Time 4.31
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 54274
SOLVENT CDC13

NS 8

DS 0

SWH 8223.685 Hz
FIDRES 0.151522 Hz
AQ 3.2998593 sec
RG 71.8

DW 60.800 usec
DE 6.50 usec
TE 299.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

P1 14.75 usec
PL1 -1.00 dB
PL1W 10.56200695 W
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300103 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

Page 78 of 81

NC

10a

A/// -~ - S o

LA RN B S B B B ) I

100 95 9.0 85

L L e e B I B e B e 1y By By B B By B R I

80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 0.5 ppm

ofm|N| st o M| w((st] |
S el e @ | @2 |N
—lal|lmlo o —lo l=1RE]

Figure S75. 'H NMR Spectrum of 10a
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Currlnt Data Parameters \\\\//// \‘/ \ / ‘ \/ ‘
NAME INN-2-NSS-SUB-FINAL-13C
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters NC
Date 20170322
Time 14.02 @)
INSTRUM spect ’
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 57
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz 10a
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 298.5 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1l ========
SFO1 125.7703637 MHz
NUC1 13C
Pl 8.90 usec
PLW1 103.00000000 W
CHANNEL f2 ==
500.1320005 MHz
1H
waltzl6
80.00 usec
13.00000000 W
0.34327999 W
0.17267001 W
F2 - Processing parameters
SI 32768
SF 125.7577771 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
b/ MWMM
T T T T T 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 30 20 10 0 -10 ppm

Figure S76. *C NMR Spectrum of 10a
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Current Data Parameters
NAME INN-GOPI-PY-PH-DDQ-1H
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters CN
Date 20131220
Time 9.04 HN
INSTRUM spect \
PROBHD 5 mm SEI 1H/D-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16 . _ _//_
DS 0
SWH 8223.685 Hz
FIDRES 0.125483 Hz 11d
AQ 3.9846387 sec
RG 32
DW 60.800 usec
DE 6.50 usec
TE 294.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 6.75 usec R L e D L I
PL1 -3.00 dB
PL1W 16.73965454 W 81 80 79 78 77 76 75 ppm
SFO1 400.1324710 MHz
F2 - Processing parameters \‘8’/ g’/ \\‘8’/ \\‘8,/ \\‘8
SI 32768 - : Q . H
SF 400.1300095 MHz - © ™ o A
WDW EM
SSB 0
LB 0.30 Hz
T 1y,
PC - 1.00 s 7 < -
A U N
"""" I D L L A I I
10 9 8 7 6 5 4 3 2 1 ppm
o ol |dH(o|o|wn
0 O.r;. QQ :‘q
o —A|O|M|L[H|O

Figure S77. *"H NMR Spectrum of 11d



Current Data Parameters

NAME INN-GOPI-PH-DDQ-13C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20150825

Time 18.08
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT MeOD

NS 300

DS 4

SWH 26041.666 Hz
FIDRES 0.397364 Hz
AQ 1.2583412 sec
RG 2050

DW 19.200 usec
DE 6.50 usec
TE 297.8 K

Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUCL 13C

Pl 8.50 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFO1 100.6238364 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé

NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 13.69 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768

SF 100.6126159 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

190 180 170
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127.23
123.98
123.31
122.28
122.22
120.19
116.13
103.07

oM~
N
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IR
— -

T\ — N N

HN\

1

135.01
133.76
133.71
130.57
130.13
130.03
129.79
49.79
49.57
49.36
49.15
48.93
48.72
48.51

1d

160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
Figure S78. *C NMR Spectrum of 11d



