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Table S1. Crystal data and structure refinement for compound 3a

© NHCO,Pr
NCH,0,Pr —
\ S
N o
[
Identification code INN-MVD-798
Empirical formula Ca6 H31N304S
Formula weight 482.60
Temperature 150 K
Wavelength 0.71070 A
Crystal system, Triclinic
space group P-1

Unit cell dimensions

Volume

Z
Density (Calculated)

Absorption coefficient

a=11.08(2) A a = 63.18(17)°

b=11.755(18) A S =66.29(17)°
c=11.961(14) Ay =71.29(18)°

1254(4) A3

2

1.278 Mg/m®

0.166 mm-1
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F (000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*2

Final R indices [I>2sigma (1)]
R indices (all data)

Largest diff. peak and hole

514
0.16 x 0.16 x 0.04 mm
3.1t0 25.0°

-13<=h<=13, -13<=k<=13, -14<=I<=14
15311

4396 [R(int) = 0.144]

99.7 %

Numerical

0.989 and 0.997

Full-matrix least-squares on F2
4396/0/ 313

0.870

R1=0.0621, WR2 = 0.1244
R1 =0.1060, wR2 = 0.1519
0.35 and —0.31 e.A-3
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Table S2. Crystal data and structure refinement for compound 4h

®

NHCO,Pr

O \\ NCO,Pr —
S

’

Identification code
Empirical formula
Formula weight
Temperature
Wavelength

Crystal system,
space group

Unit cell dimensions

Volume

Z

INN-MVD-796
Cag H33N304S

507.63

150 K

0.71070 A

Monoclinic

P21/c

a=15.959(5)A o =90°
b=8.4702) A S =108.034(4)°
c=21.482(6) A y =90°
2761.1(13) A3

4
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Density (Calculated)
Absorption coefficient

F (000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 29.165°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*2

Final R indices [I>2sigma (1)]
R indices (all data)

Largest diff. peak and hole

1.221 Mg/m®

0.154 mm-1

1080.0

0.35 x 0.24 x 0.07 mm
3.1t029.2°

-18<=h<=21, -9<=k<=11, -29<=1<=29

37563

7432 [R(int) = 0.064]

99.6 %

Numerical

0.989, 0.963

Full-matrix least-squares on F2
7432/0/331

1.102

R1 =0.0545, wR2 =0.1192
R1=0.0701, wR2 = 0.1290

0.40 and —0.39 e.A-3
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Table S3. Crystal data and structure refinement for compound 6e

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system,
space group

Unit cell dimensions

Volume

4

INN-MVD-611
CooH21NO,S

363.46

150 K

0.71073 A

Monoclinic

P 21/n

a=11.8883(3)A «a=90°
b=7.41143)A p=95.281(3)°
c=20.6224(7) A y=90°
1809.31(11) A3

4
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Density (Calculated)
Absorption coefficient

F (000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.0°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*2

Final R indices [I>2sigma (1)]
R indices (all data)

Largest diff. peak and hole

1.334 Mg/m®

0.195 mm-1

768

0.33 x 0.22 x 0.15 mm
2.01t025.0°

-14<=h<=14, -8<=k<=8, -14<=I<=24
8097

3169 [R(int) = 0.032]

99.6 %

Numerical

0.960, 1.000

Full-matrix least-squares on F2
3169/0/238

1.061

R1 =0.0354, wR2 = 0.0940
R1=0.0431, wR2 = 0.0986

0.23 and —0.38 e.A-3
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Current Data Parameters

NAME INN-MVD-798-1H

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20160403

Time 11.02

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536

SOLVENT CDC13 i

NS 25 NHCO,'Pr

DS 2 ! f

s 10000.000 Hz NCO,'Pr

FIDRES 0.152588 Hz \

AQ 3.2767999 sec S

RG 30.72 N

DW 50.000 usec

DE 6.50 usec 3a

TE 294.7 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

ST 65536

SF 500.1298708 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L L I L 5 L L L L L L BB N NN

10 9 8 7 6 5 4 3 2 1 0 ppm

AN[N|M|O|O|N|© ~ o o <
olie|e(e|el® Q Q < —

Figure S1. *H NMR Spectrum of 3a
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Current Data Parameters ( 3

NAME INN-MVD-798-13C

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date 20160403

Time 11.02

INSTRUM spect i

PROBHD 5 mm PABBOPBB/ NHCOZIPr

PULPROG zgpg30 ] i

TD 65536

SOLVENT CDC13 NC02 Pr

NS 606 \

DS 4 S

SWH 29761.904 Hz pd

FIDRES 0.454131 Hz

20 1.1010048 sec |

RG 197.27 3a

DW 16.800 usec

DE 6.50 usec

TE 295.0 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

== CHANNEL f1 = =
125.7703637 MHz

13C
8.90 usec
103.00000000 W

== CHANNEL f2 = =
500.1320005 MHz
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
SF 125.7577811 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

[T | Y N O N SO VRN VRS RS

T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Figure S2. *C NMR Spectrum of 3a
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Current Data Parameters

NAME INN-MVD-770-1H
EXPNO 13
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160308
Time 15.23 .
INSTRUM spect U
PROBHD 5 mm PABBO BB/ NHCQZ Pr
PULPROG zg30 i
TD 65536 \ Ny—NCO;'Pr
SOLVENT CDC13
NS 25 S
DS 2 N
SWH 10000.000 Hz | 4a
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 30.72
DW 50.000 usec
DE 6.50 usec
TE 294.7 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
ST 65536
SF 500.1300120 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
o |
L L L B L B L A B I
10 9 7 6 5 4 1 0 ppm
A (N[N NN —|O o —
o|o|o|o|n|o|w & S o
—A|N|—H N ||| O —|O ™ ﬁ

Figure S3. 'H NMR Spectrum of 4a
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Current Data Parameters
NAME INN-MVD-770-13C
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date 20160308
Time 15.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536 :
SOLVENT cpc13 NHCOz’Pr
NS 779 / X
DS 4 I
SWH 29761.904 Hz N NCOZ Pr
FIDRES 0.454131 Hz \
AQ 1.1010048 sec S
RG 197.27 N
DW 16.800 usec
DE 6.50 usec I
TE 295.5 K 4a
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 125.7703637 MHz
NUC1 13C
Pl 8.90 usec
PLW1 103.00000000 W
CHANNEL f2
500.1320005 MHz
1H
waltzlé
0.00 usec
13.00000000 W
0.34327999 W
0.21969999 W
F2 - Processing parameters
SI 32768
SF 125.7577828 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB 0
PC 1.40
L " 1 A " e\
T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Figure S4. *C NMR Spectrum of 4a
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Current Data Parameters

NAME INN-MVD-800-1H

EXPNO 7

PROCNO 1 B

F2 - Acquisition Parameters

Date 20160408

Time 14.04 .

INSTRUM spect NHCO,'Pr

PROBHD 5 mm PABBO BB/ ! ;

PULPROG 2930 \\,—NCO,'Pr

D 65536 \

SOLVENT CDC13 S

NS 12 N

Ds 2

SWH 10000.000 Hz | 4b

FIDRES 0.152588 Hz d

AQ 3.2767999 sec

RG 13.43

DW 50.000 usec

DE 6.50 usec

TE 298.0 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 500.1300117 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L I N A Y L

10 9 8 7 6 5 4 3 2 1 0 ppm

Oofd(d || |o|wn|m N~ o <
Slo|o|o[o|N|o|a It S N
L:ﬁji: rﬁ%fﬁfizwo —|O ™ g

Figure S5. *H NMR Spectrum of 4b
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Current Data Parameters
NAME INN-MVD-800-13C s N
EXPNO 8
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160408 3
Time 14.07 I
INSTRUM spec; !\IHCOZ Pr
PROBHD 5 mm PABBO BB i
PULPROG 2gpg30 AN NCOZIPF
™ 65536 \
SOLVENT CDC13
NS 356 S
DS 4 N
SWH 29761.904 Hz
FIDRES 0.454131 Hz I 4b
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 298.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1l == =
125.7703637 MHz
13C
8.90 usec
103.00000000 W
== CHANNEL f2 ==
500.1320005 MHz
1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.21969999 W
F2 - Processing parameters
SI 2768
SF 125.7577830 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
- A U o , J " -
T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Figure S6. *C NMR Spectrum of 4b
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Current Data Parameters

NAME INN-MVD-789-1H AN

EXPNO 7 O

PROCNO 1

F2 - Acquisition Parameters

Date 20160414

Time 19.24

INSTRUM spect i

PROBHD 5 mm PABBO BB/ NHCOZIPr

PULPROG zg30 i

D 65536 \y—NCO,'Pr

SOLVENT CcDC13 \

NS 24 S

DS 2 N

SWH 10000.000 Hz [ 4c

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 69.35

DW 50.000 usec

DE 6.50 usec

TE 299.9 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 500.1300125 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

10 9 8 5 4 3 2 1 0 ppm

N[ <[ |- (o] ™Mo N~
0o iH|o ™ = Q
M| |N|O N m|m ﬁ

Figure S7. *H NMR Spectrum of 4c
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Figure S8. *C NMR Spectrum of 4c
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Current Data Parameters

NAME INN-MVD-789-13C

EXPNO 5

PROCNO 1 \O

F2 - Acquisition Parameters

Date 20160414

Time 18.26

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgpg30

TD 65536

SOLVENT CDC13 i

NS 631 NHCOZIPr

DS 4 ! :

SWH 29761.904 Hz AN NCOQ’PF

FIDRES 0.454131 Hz \

AQ 1.1010048 sec

RG 197.27 S

DW 16.800 usec N

DE 6.50 usec

TE 300.5 K f 4c

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 waltzl6é

PCPD2 .00 usec

PLW2 13.00000000 W

PLW12 0.34327999 W

PLW13 0.21969999 w

F2 - Processing parameters

SI 32768

SF 125.7577773 MHz

WDW EM

SSB 0

LB 5.00 Hz

GB 0

PC 1.40

_ R L N o
T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

NAME INN-MVD-791-1H

EXPNO 3 N

PROCNO 1 O

F2 - Acquisition Parameters

Date 20160322

Time 12.43

INSTRUM spect

PROBHD 5 mm PABBO BB/ .

PULPROG 2930 NHCO,'Bu

TD 65536 U :

SOLVENT cDC13 \\,—NCO,Bu

NS 1 \

Ds 0 S

SWH 10000.000 Hz N

FIDRES 0.152588 Hz ’

20 3.2767999 sec 4d

RG 12.52

DW 50.000 usec

DE 6.50 usec

TE 294.8 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 500.1300107 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

10 9 8 7 6 5 4 3 2 1 0 ppm

oldg|(v|o [ce) DM [e0)
SIEssIREE SIS 0
M| M o mm OFO|

Figure S9. *H NMR Spectrum of 4d
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Current Data Parameters
NAME INN-MVD-791-13C
EXPNO 4
PROCNO 1 N
F2 - Acquisition Parameters ()
Date_ 20160322
Time 13.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13 i
NS 863 NHCO,'Bu
DS 0 1 i
SWH 29761.904 Hz
FIDRES 0.454131 Hz N NCOZ Bu
AQ 1.1010048 sec \
RG 197.27 S
DW 16.800 usec N
DE 6.50 usec I
TE 295.2 K
D1 1.00000000 sec 4d
D11 0.03000000 sec
TDO 1
CHANNEL f1 = =
125.7703637 MHz
13C
8.90 usec
103.00000000 W
CHANNEL £f2 = =
500.1320005 MHz
1H
waltzl6é
80.00 usec
13.00000000 W
0.34327999 W
0.21969999 W
F2 - Processing parameters
SI 32768
SF 125.7577824 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
: I i J . " .
Aauad Lo e
T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Figure S10. **C NMR Spectrum of 4d
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Current Data Parameters

NAME INN-MVD-801-1H

EXPNO 5

PROCNO 1

F2 - Acquisition Parameters Cl

Date_ 20160408

Time 13.09

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536 i

SOLVENT cpei3 !\choz'Pr

NS 12 i

DS 2 \\,—NCO,'Pr

SwH 10000.000 Hz \

FIDRES 0.152588 Hz S

AQ 3.2767999 sec N

RG 53.37 I

DW 50.000 usec 4e

DE 6.50 usec

TE 297.9 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 500.1300122 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

e L I

10 9 8 7 6 5 4 3 2 1 0 ppm

O[NNI~ || S| o™ o L
QeeNeIe I~ Q ™

Figure S11. *H NMR Spectrum of 4e
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Current Data Parameters
NAME INN-MVD-801-13C N
EXPNO 9
PROCNO 1 CI
F2 - Acquisition Parameters
Date_ 20160408
Time 14.23
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30 i
TD 65536
SOLVENT cpe1s NHCOZ Pr
NS 913 i
DS 4 N NCO2IPr
SWH 29761.904 Hz \
FIDRES 0.454131 Hz S
AQ 1.1010048 sec
RG 197.27 N
DW 16.800 usec I
DE 6.50 usec 4e
TE 298.8 K J
Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
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
0.21969999 W
F2 - Processing parameters
SI 2768
SF 125.7577709 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
e —— T Ao ! T o e
v " Laal o Ry vt W WA o Ay et L ey WY
T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Figure S12. **C NMR Spectrum of 4e
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Current Data Parameters

NAME INN-MVD-794-1H

EXPNO 5

PROCNO 1

'd ~\

F2 - Acquisition Parameters

Date 20160322 S

Time 13.20 i

INSTRUM spect [\JHCOZ’Pr

PROBHD 5 mm PABBO BB/ i

PULPROG 2930 \,—NCO,'Pr

TD 65536 \

SOLVENT CDC13 S

NS 25

DS 2

SWH 10000.000 Hz | af

FIDRES 0.152588 Hz ~ -

AQ 3.2767999 sec

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 294.3 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

ST 65536

SF 500.1300119 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L L N I

10 9 8 7 6 5 4 3 2 1 0 ppm

N[O | S| 0|0 [e2][e)} o —
O|0|0|0|O(H|(O|O|0 |0 o o
ﬁﬁﬂ i j\ﬁ‘ﬂ o —|o ™ ﬁ

Figure S13. *H NMR Spectrum of 4f
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Figure S14. *C NMR Spectrum of 4f
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Current Data Parameters
NAME INN-MVD-794-13C
EXPNO 6
PROCNO 1 —
F2 - Acquisition Parameters
Date 20160322 N S
Time 13.24 j
INSTRUM spect NHCOZIPI'
PROBHD 5 mm PABBO BB/ 1 I
PULPROG zgpg30
D 65536 Xy—NCO,'Pr
SOLVENT CDC13 \
NS 1265
DS 4 S
SWH 29761.904 Hz
FIDRES 0.454131 Hz I
20 1.1010048 sec 4f
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 295.1 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL f1
125.7703637 MHz
13C
8.90 usec
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
SF 125.7577811 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
A LU ) J |
y " Wit
T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Current Data Parameters

NAME INN-MVD-802-1H

EXPNO 5

PROCNO 1

F2 - Acquisition Parameters

Date_ 20160414

Time 10.30

INSTRUM spect :

PROBHD 5 mm SEI 1H/D- NHCO,'Pr

PULPROG zg30 ! i

™D 54274 X,—NCO,'Pr

SOLVENT CDC13 \

NS 60 S

DS 0 N

SWH 8223.685 Hz

FIDRES 0.151522 Hz ng

AQ 3.2998593 sec

RG 64

DW 60.800 usec

DE 6.50 usec

TE 294.6 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

ST 32768

SF 400.1300095 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

10 9 8 7 6 5 4 3 2 1 0 ppm

(IS D I=IRuA R I Lo (o] o (o] n
ee|e|HN|e|x I~ I~ < Ql |

Figure S15. *H NMR Spectrum of 4g
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Current Data Parameters
NAME INN-MVD-802-13C
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20160414
Time 9.13
INSTRUM spect
PROBHD 5 mm SEI 1H/D-
PULPROG zgpg30 .
TD 65536 U
SOLVENT CcDC13 NHCO2 Pr
NS 771 [\iCO iP
DS 4
SWH 26041.666 Hz \ 2 r
FIDRES 0.397364 Hz
AQ 1.2582912 sec S
RG 28.5 N
DW 19.200 usec
DE 6.50 usec
TE 295.2 K 4g
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 ==
13c
13.00 usec
-3.00 dB
71.16858673 W
100.6238364 MHz
CPDPRG
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 100.6127704 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
J et [ |
e u Hagrirr Sk i Ao " WWM
T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Figure S16. **C NMR Spectrum of 4g
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Current Data Parameters

NAME INN-MVD-796-1H

EXPNO 5

PROCNO 1

F2 - Acquisition Parameters

Date 20160403

Time 11.38 .

INSTRUM spect NHCOzlPr

PROBHD 5 mm PABBO BB/ 1 .

PULPROG 2930 \,—NCO,'Pr

TD 65536 \

SOLVENT CcDC13 S

NS 19 N

DS 2

SWH 10000.000 Hz 4h

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 15.73

DW 50.000 usec

DE 6.50 usec

TE 294.8 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 500.1300116 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L D

10 9 8 7 6 5 4 3 2 1 0 ppm
N[O || M| 0 < o ™ < QM
o|elee|e|e|~ o o o o ol
ﬁ\l AN | |O N N (s2) N g ™
Figure S17. *H NMR Spectrum of 4h

S27



-
Currest Dats Paremeters 8.'*.
NEME IRN-MVD-T96-13C 88
EXENO €
PROCHO 1

<3

2 - Acquisition Paremeters
Q

Date 20160402
Time 11.3%
INSTRUM spect
PROBED 4w PABDO BB/
PULPROG 2qpgi0

0 65536
SOLVENT CcOoCl3

NS 326

DE 4

sl 29761.904 Mz
FIDEEE 0,454131 Bz
AY 1.1010048 sec
s 197,27

[+% 16.800 usec
DE 6.50 uaec
TE 2%5.1 X
03 1.00000000 sec
Dil 0.03000000 sec
™ 1
] f] memmm——
BFO 125.7703637 NHz
wCh 13

Pl 2.90 usec
LWl 103, 00000000 W
wwwnnnes CEANNEL tz —
sroe 500.1320003 MEz
NuCcz N
CPDPRG |2 waltzlé
POPD2 50.00 usec
FLND 13.00000000 W
PLNI2 0,.34327999 W
LWl 0.21969%9% W

F2 -~ Procwssing parameters
3276

=]

SF 125.7577611 Mz
L EM
£58 0

ib 3.0C Rz
GB +]

PC 1.40

141.20
141.03
131.72

P
—
£

133.57
133.08

——131.49

X

128.74
77.20
76.95

129.48
7745

- 122.88

T~ 12204

p

119.23

117.95
—109.29
—T71.54
7040

<

4792

2233
2210
21.82
2148

<

[\IHCOZ"Pr
{ X\,—NCO,Pr
S
4h

N

— 11,84

T

150

L
140

T L] Ml T ¥ L]

130 120 110 100 90 80 70

Figure S18. *C NMR Spectrum of 4h
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Current Data Parameters

NAME INN-MVD-803-1H

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20160417

Time 8.39

INSTRUM spect .
PROBHD 5 mm SEI 1H/D- NHCOZ’PI'
PULPROG zg30 ! :
TD 54274 \ NCOzIPr
SOLVENT cpCl3 \

NS 18 S

DS 0 N

SWH 8223.685 Hz .

FIDRES 0.151522 Hz k 4i

AQ 3.2998593 sec

RG 12.7 Ph

DW 60.800 usec

DE 6.50 usec

TE 293.9 K

D1 1.00000000 sec

TDO 1

NUC1 1H

Pl 14.75 usec

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

F2 - Processing parameters

ST 32768

SF 400.1300103 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L D
10 9 8 7 6 5 4 3 2 1 0 ppm

111
2.15
9.58
1.12
0.80

™
Q
N

2.09
3.00
12.43

Figure S19. 'H NMR Spectrum of 4i
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Current Data Parameters
NAME TNN-MVD-803-13C
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20160417
Time 8.41
TNSTRUM spect
PROBHD 5 mm SEI 1H/D-
PULPROG 29pg30
™ 65536 :
SOLVENT cpel3 NHCO,'Pr
NS 1626 ' 2
DS 4 i
SWH 26041.666 Hz AN NCOZ’Pr
FIDRES 0.397364 Hz
a0 1.2582912 sec \
G 28.5
oW 19.200 usec N S
DE 6.50 usec
T 294.6 K .
D1 1.00000000 sec 4i
D11 0.03000000 sec
D0 1
Ph )
— CHANNEL f£1 =
13C
8.50 usec
-2.00 dB
56.53121948 W
100.6238364 MHz
2
NUC2
PCPD2
PL2
PL12
PL13
PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz
F2 - Processing parameters
sT 32768
SF 100.6127617 MHz
Wow EM
ssB 0
1B 3.00 Hz
GB 0
BC 1.40
T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Figure S20. **C NMR Spectrum of 4i
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Current Data Parameters

NAME INN-MVD-805-1H

EXPNO 1

PROCNO 1 (

F2 - Acquisition Parameters

Date 20160712

Time 10.39

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30 \\

D 65536 \

SOLVENT CDC13 S

NS 18 N

DS 2 I

SWH 10000.000 Hz 6a

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 69.35

DW 50.000 usec

DE 6.50 usec

TE 294.9 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 500.1300146 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

Y A I

10 9 8 7 6 5 4 0 ppm

e|e|ee|ne|e o I~ Q
NIN[N[H[O || ™ N ™

Figure S21. 'H NMR Spectrum of 6a
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207.62

Current Data Parameters

NAME INN-MVD-805-13C
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date 20160712
Time 10.50
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 118
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 295.7 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 = =
125.7703637 MHz
13C

8.90 usec
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 125.7577810 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

N~ - O
2mo©
— — O
<< OMm
—

~
7
7

130.17

129.58
= 12869
12751
~ 12214
:gsglzzla

121.74

119.07

118.92
~T——109.03

LS R SSRGS

——45.94
—32.23
——30.14
——23.10

210 200 190 180

170

T
160

T
150

T
140

T T
130 120

T
110

T
100

T
90

T
80

T T T T T
70 60 50 40 30

Figure S22. *C NMR Spectrum of 6a
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Current Data Parameters

NAME INN-MVD-536-1H
EXPNO 3
PROCHO 1
F2 - Acquisition Parameters
Date_ 20150813
Time 16.26
INSTROM spact
PROBHD 5 mm PAEBO EB/
PULPROG zg3o
TD 65536
SOLVENT coCl3
NS 16
Ds 2
EWH 10000.000 HE
FIDRES 0.152588 HzZ
AQ 3.27679599 sec
RG 80.35
oW 50.000 usec
DE &6.50 usec
TE 298.6 K
D1 1.00000000 sec
TDO 1

= CHANNEL f1
SFO1 E00.1330885 MH=z
NUC1 1H
Pl 13.00 usec
PLW1 12.00000000 W
F2z - Processing parameters
EI 65536
EF E00.1300123 MH=z
WDW EM
ESB o
LE 0.30 HEZ
GB o
PC 1.00

A

»

7

L

10 9

8

A4

=i
c|e
o3|

o
b

o

L

N
<

-

[a2)
o

i

1

6 5 4
)L L
g [

Figure $S23. *H NMR Spectrum of 6b
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Current Data Parameters
NAME INN-MVD-596-13C
EXPNO 9
PROCNO 1 N
F2 - Acquisition Parameters
Date 20150813
Time 15.57
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 559 O
DS 4
SWH 29761.904 Hz \
FIDRES 0.454131 Hz \
AQ 1.1010048 sec S
RG 197.27
DW 16.800 usec
DE 6.50 usec
s 29574 & | 6b
D1 1.00000000 sec /
D11 0.03000000 sec
TDO 1
CHANNEL f1 =
125.7703637 MHz
13C
8.90 usec
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
SF 125.7577749 MHz
WDwW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
- o i L-mw Ay “.J‘“ e Y AN T
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 ppm

Figure S24. **C NMR Spectrum of 6b
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Current Data Parameters

NAME INN-MVD-614-1H

EXPNO 1 <

PROCNO 1 O/

F2 - Acquisition Parameters

Date 20150823

Time 4.36

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

™D 54274 (@)

SOLVENT CDC13

NS 25 N

DS 0 \ S

SWH 8223.685 Hz

FIDRES 0.151522 Hz ’T

AQ 3.2998593 sec

RG 80.6 6c )

DW 60.800 usec

DE 6.50 usec

TE 296.2 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 400.1300097 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

e A L I

10 9 8 7 6 5 4 3 2 1 0 ppm

ﬁ%\l ~ %ﬁ fse)fTe) o < o
Ql|e|e(Me Qe Q < Q
AN|H ||| M mim N N ™

Figure S25. 'H NMR Spectrum of 6¢
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Current Data Parameters
NAME INN-MVD-614-13C
EXPNO 2 s
PROCNO 1 O/
F2 - Acquisition Parameters
Date_ 20150823
Time 4.41
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 303
DS 4 O
SWH 26041.666 Hz
FIDRES 0.397364 Hz A
20 1.2582912 sec \
RG 2050
DW 19.200 usec S
DE 6.50 usec N
TE 297.5 K
D1 1.00000000 sec l
D11 0.03000000 sec 6¢c
TDO 1 4
== CHANNEL f1 ==
NUC1 13C
Pl 8.50 usec
PL1 -2.00 dB
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
ST 32768
SF 100.6127568 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 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 ppm

Figure $26. *C NMR Spectrum of 6¢
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Current Data Parameters

NAME INN-MVD-641-1H
EXPNO 3 ( - h
PROCNO 1 O |
F2 - Acquisition Parameters 0]
Date 20150917
Time 19.31
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT CDC13 \ \\
NS 25
DS 2 S
SWH 10000.000 Hz
FIDRES 0.152588 Hz I 6d
AQ 3.2767999 sec L )
RG 30.72
DW 50.000 usec
DE 6.50 usec
TE 293.9 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 500.1300118 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
M J J“ \ A
L B L L B B B L L B
10 9 8 7 6 5 4 3 2 1 0 ppm
ﬁ’/vﬁ\ rt\j}‘rc ~ SIEN © N (=)
Qldld|o|o|o|o| QO ~ < <
A | O | ||| | mMm™M N [a\] [92]

Figure S27. *H NMR Spectrum of 6d
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Current Data Parameters

NAME INN-MVD-641-13C O/

EXPNO 4 |

PROCNO 1

F2 - Acquisition Parameters O

Date 20150917

Time 19.37

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgpg30

™ 65536 O

SOLVENT CDC13

NS 302 \

DS 4 \

SWH 29761.904 Hz S

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 197.27 ’

DW 16.800 usec 6d

DE 6.50 usec

TE 294.6 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 125.7577861 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

w———" i o b MWWMWWWW

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 ppm

Figure $28. **C NMR Spectrum of 6d
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Current Data Parameters

NAME INN-MVD--612-1H s

EXPNO 6 /O

PROCNO 1

F2 - Acquisition Parameters O

Date 20161109

Time 14.33

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536

SOLVENT CDC13

NS 9

DS 2 L

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 69.35

DW 50.000 usec

DE 6.50 usec

TE 296.8 K

D1 1.00000000 sec

TDO 1

=== CHANNEL f1l ==

SFO1 500.1330885 MHz

NUC1 1H

P1 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

SI 65536

SF 500.1300112 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

I\ » L J
L L B B B B s B B L S L
10 9 8 7 6 5 4 3 2 1 0 ppm

vaﬁulﬁ ﬁ%?’v ™~ o) © o
ele|en|ele|e|e 1 Q ! Q
Al O[N] mlm N 9\ ™

Figure $29. 'H NMR Spectrum of 6e
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207.59

Current Data Parameters

—159.88

142.08
141.44
_—137.42

-

DT HAANANNNO N

WONNO®AO YO wes
dJoodNdoOO T M NI
OONNNNAAA O N~ O
L B B B B B B B B N~~~

——55.49

——45.98

——32.28
——30.19
—23.24

NAME INN-MVD--612-13C
EXPNO 7
PROCNO 1
_0

F2 - Acquisition Parameters
Date 20161109
Time 14.35
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30 O
TD 65536
SOLVENT cDpCl3 AN
NS 529 \
DS 4
SWH 29761.904 Hz S
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27 ' 6e
DW 16.800 usec
DE 6.50 usec
TE 296.8 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 = =

500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.17267001 W
F2 - Processing parameters
SI 32768
SF 125.7577685 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 T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Figure S30. *C NMR Spectrum of 6e
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Current Data Parameters

NAME INN-MVD-638-1H

EXPNO 7

PROCNO 1

F2 - Acquisition Parameters

Date 20150918

Time 18.24

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536

SOLVENT CDC13

NS 25

DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 15.73

DW 50.000 usec

DE 6.50 usec

TE 296.7 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

ST 65536

SF 500.1300116 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

e M%
R R D I I IR
10 9 8 7 6 5 4 3 2 1 0 ppm

— <t N o Lo
o o o| |9 ©
N ™ N N N

Figure S31. *H NMR Spectrum of 6f
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Current Data Parameters
NAME INN-MVD-638-13C
EXPNO 8
PROCNO 1
O
F2 - Acquisition Parameters
Date_ 20150918
Time 18.34
INSTRUM spect Ph
PROBHD 5 mm PABBO BB/
PULPROG zgpg30 O
TD 65536
SOLVENT CDC13
NS 257 \
DS 4 \
SWH 29761.904 Hz S
FIDRES 0.454131 Hz
AQ 1.1010048 sec l
RG 197.27
DW 16.800 usec 6f
DE 6.50 usec
TE 297.5 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1l = =
125.7703637 MHz
13C
8.90 usec
103.00000000 W
CHANNEL f£2 =
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
SF 125.7577839 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
M\
b " e
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 ppm

Figure $32. *C NMR Spectrum of 6f
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Current Data Parameters

NAME INN-MVD-639-1H

EXPNO 3

PROCNO 1

F2 - Acquisition Parameters

Date 20150917

Time 10.51

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 54274

SOLVENT CDC13

NS 21

DS 0

SWH 8223.685 Hz

FIDRES 0.151522 Hz

AQ 3.2998593 sec

RG 64

DW 60.800 usec

DE 6.50 usec

TE 301.8 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 400.1300095 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L L ey B L L L L L L IO L L L L ) IS L LS NSNS

10 9 8 7 6 5 4 3 2 1 0 ppm

mmb(éﬁ ™™ o) (o o
o O Qe <
N[O olm N N (e2]

Figure $33. *H NMR Spectrum of 6g
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Current Data Parameters
NAME INN-MVD-639-13C
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150917
Time 10.54
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 243
DS 4
SWH 26041.666 Hz
FIDRES 0.397364 Hz
AQ 1.2582912 sec
RG 2050 | 69
DW 19.200 usec
DE 6.50 usec
TE 302.3 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
13C
8.50 usec
-2.00 dB
56.53121948 W
100.6238364 MHz
= CHANNEL f2 ==
CPDPRG[2 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
ST 2768
SF 100.6127594 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 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 ppm

Figure S34. *C NMR Spectrum of 6g
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Current Data Parameters

NAME INN-MVD-611-1H

EXPNO 5 '

PROCNO 1 Br

F2 - Acquisition Parameters

Date 20161109

Time 14.23

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

D 65536 O N

SOLVENT CDC13 \

NS 6

DS 2 S

SWH 10000.000 Hz

FIDRES 0.152588 Hz | 6h

AQ 3.2767999 sec N

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 297.5 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

ST 65536

SF 500.1300208 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

R R D I I IR

10 9 8 7 6 5 4 3 2 0 ppm

ﬁﬁé o\‘ﬁ‘ﬂ ~ o] (< ®©
QO N!0 b | Q
N[N ™ N N ™

Figure $35. *"H NMR Spectrum of 6h
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Current Data Parameters
NAME INN-MVD-611-13C
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161109
Time 14.04 B
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 523
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 S
D11 0.03000000 sec N
TDO 1
- | 6h
SFO1 125.7703637 MHz
NUC1 13C
Pl 8.90 usec
PLW1 103.00000000 W
HANNEL f2
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.17267001 W
F2 - Processing parameters
ST 32768
SF 125.7577709 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 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 ppm

Figure S36. **C NMR Spectrum of 6h
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Current Data Parameters

NAME INN-MVD-597-1H

EXPNO 7 p N

PROCNO 1 Cl

F2 - Acquisition Parameters

Date 20150813

Time 15.37

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30 'e)

TD 65536

SOLVENT CDC13 AN

NS 30 \

DS 2 S

SWH 10000.000 Hz N

FIDRES 0.152588 Hz l N

A0 3.2767999 sec 6i

RG 30.72 d

DW 50.000 usec

DE 6.50 usec

TE 299.2 K

D1 1.00000000 sec

TDO 1

======== CHANNEL f1l ========

SFO1 500.1330885 MHz

NUC1 1H

Pl 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

SI 65536

SF 500.1300042 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

5 e e B 5 B e L R B e e

10 9 8 7 6 5 4 3 2 1 0 ppm

F‘{é M NS~ ~ ©) [(; (=)
—|o|e—|o o ol e <
< ||| ™ 9\ N ™

Figure S37. *H NMR Spectrum of 6i
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207.33
141.98
141.41
134.50

~
Z
N

Current Data Parameters

130.90
130.59
130.33
128.93
121.94
121.88
118.73
—109.13

—45.73

—32.20
——30.14
—22.98

Figure S38. **C NMR Spectrum of 6i

NAME INN-MVD-597-13C
EXPNO 5
PROCNO 1 Cl
F2 - Acquisition Parameters
Date 20150813
Time 15.20
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13 ()
NS 357
DS 4 AN
SwH 29761.904 Hz \
FIDRES 0.454131 Hz E;
RO 1.1010048 sec
RG 197.27 PJ
DW 16.800 usec l -
DE 6.50 usec 6'
TE 298.3 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 ==
125.7703637 MHz
13C
8.90 usec
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
ST 32768
SF 125.7577820 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
e - . " J | N " ‘
" w e " ™ W "
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 ppm
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Current Data Parameters

NAME INN-MVD-606-1H
EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date 20150814
Time 20.17
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 25
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 30.72
DW 50.000 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1
= CHANNEL fl == ==
500.1330885 MHz
1H
13.00 usec

13.00000000 W

F2 - Processing parameters

n

ST 65536
SF 500.1300016 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
10 9 6 5 4 2 1 0 ppm
o (o] ()] o
| S S S
™ (92] N ™
. 1 -
Figure S39. "H NMR Spectrum of 6j
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Current Data Parameters
NAME INN-MVD-606-13C
EXPNO 8
PROCNO 1 F
F2 - Acquisition Parameters
Date 20150814
Time 20.07
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 261 (@]
DS 4
SWH 29761.904 Hz \\\
FIDRES 0.454131 Hz \
AQ 1.1010048 sec S
RG 197.27
DW 16.800 usec
DE 6.50 usec ' .
TE 297.4 K 6j
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 == =:
125.7703637 MHz

13C
8.90 usec
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
2768

SI

SF 125.7577809 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
ity oy bty i " (VL 0 A A s— ! A o M L IR
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 ppm

Figure S40. *C NMR Spectrum of 6j



AN MO NLVLOM>-TFTOOIL IO M
[fe) MM OMOAANHL MO W™~ 0O mmg < I~ O ™  Ccurrent Data Parameters
. o . L L R T Y < (o) N N (@) _ e
~ MNMA N—A N1 O ONN—O O L LW D o e . . o . . gggo INNBJUFAP;I;‘
(@} OO FTITMMNMMMMOMANNNA A AAO o~ o~ O LO NO ™M PROCNO 1
N D B I e O T T T TR e O T T O e T e B e B B R e B O~~~ <t Mo N
\ / \\\‘\v \%/// \‘/ ‘ \ / ‘ F2 - Acquisition Parameters
Date_ 20180727
Time 20.03
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG Jjmod
TD 65536
SOLVENT CDC13
NS 200
DS 0
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 297.6 K
CNST2 145.0000000
CNST11 1.0000000
D1 1.00000000 sec
D20 0.00689655 sec
TDO 1
== CHANNEL fl === ==
125.7703643 MHz
13C
8.90 usec
17.80 usec
103.00000000 W
SFO2 001320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
F2 - Processing parameters
ST 32768
SF 125.7577731 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I I I T I T I T I T I T I I T I T I T
200 180 160 140 120 100 80 60 40 20 0 ppm

Figure S41. *C-APT Spectrum of 6j
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-114.65

n

E 600 = (@
) O. L
TE 296.9 % N
D1 1.00000000 sec \
TDO 1 S
----- — CHANNEL £1 I
. 61 J

1}
0.30 Hz
0

1.00

|

T T T T T T T T T T T T T T T T T T T
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Figure S42. *°F NMR Spectrum of 6j
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Current Data Parameters

NAME INN-MVD-609-1H

EXPNO 9

PROCNO 1

F2 - Acquisition Parameters p <

Date 20150821

Time 18.57

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536 O

SOLVENT CDC13

NS 20 N

DS 2 \

SWH 10000.000 Hz S

FIDRES 0.152588 Hz

AQ 3.2767999 sec | 6k

RG 30.72 N J

DW 50.000 usec

DE 6.50 usec

TE 296.8 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 500.1300115 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

N N O A I

10 9 8 7 6 5 4 3 2 1 0 ppm

Wﬁmo%ﬁﬁ o oo (o ()
eed|eed|o|dd oo b Q|| |- Q
Nl | A A A A A O] | | ™ -] [N ™

Figure S43. *H NMR Spectrum of 6k
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207.64

Current Data Parameters

NAME INN-MVD-609-13C

EXPNO 10

PROCNO 1

F2 - Acquisition Parameters

Date 20150821

Time 18.59

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zgpg30

TD 65536

SOLVENT CDC13

NS 142

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 297.4 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

== CHANNEL f1l ==
125.7703637 MHz

13C

8.90
103.00000000 W

== CHANNEL f2 ==
500.1320005 MHz
1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 13.00000000 w
PLW12 0.34327999 W
PLW13 0.21969999 W

F2 - Processing parameters
SI 2768

141.89
141.19
133.94

)
%

133.79

132.44

131.38
129.59

128.41
128.26
127.69
126.41
126.30
126.14

125.69

123.52

122.09
121.64
119.06
118.97
108.89

——45.80
——32.28
——30.04
—23.37

SF 125.7577801 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 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 ppm

Figure S44. *C NMR Spectrum of 6k
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Current Data Parameters

NAME INN-MVD-609-COSY
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters

Date_ 20161110

Time 2.40
M ppm INSTRUM spect

|

T PROBHD 5 mm PABBO BB/

[ PULPROG cosygpppdaf
i TD 2048
. 25 SOLVENT cDpCl3
[ & NS 100
) % : bs 0

w5 L SWH 3846.154 Hz

3 FIDRES 1.878005 Hz

4%0 —3.0 RQ 0.2662400 sec
[ RG 119.07
K oW 130.000 usec

DE 6.50 usec

O 3.5 TE 297.9 K
[ oS- DO .00000300 sec
AN [ D1 100000000 sec
' L D11 .03000000 sec
\ Q L D12 00002000 sec
S ' —4.0 D13 00000400 sec
N

.00020000 sec
.00026000 sec

cocoococoro

) ’ —4.5 ======== CHANNEL fl ========

L SFO1 500.1326096 MHz
L NUC1 1H
L PO 13.00 usec
F Pl 13.00 usec
—5.0 P17 2500.00 usec
r PLW1 13.00000000 w
r PLW10 2.44109988 W
; 5 5 ====== GRADIENT CHANNEL =====
i . GPNAM[1] SMSQ10.100
L GPZ1 10.00 %
L Pl6 1000.00 usec
,6 O F1 - Acquisition parameters
F ) TD
r SFO1 500.1326 MHz
r FIDRES 48.076923 Hz
[ swW 7.690 ppm
@ [ 65 FnMODE QF
@ g e : g% - Processing parameters
—7.0 SF 500.1300123 MHz
F " WDW QSINE
e o 3 SSB 0
@ r LB 0 Hz
n o r GB 0
@ @@ —7.5 pC 1.40
@ ] N F1l - Processing parameters
L ST
(7]} — MC2 QF
@ H 80 SF 500.1300123 MHz
F WDW QSINE
r SSB 0
r LB 0 Hz

-8.5 = 0

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

Figure S45.*"H-'H-COSY Spectrum of 6k
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Current Data Parameters

NAME INN-MVD-640-1H
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date 20150917 N S
Time 19.10
INSTRUM spect (@]
PROBHD 5 mm PABBO BB/ \
PULPROG zg30
TD 65536 \ S
SOLVENT CDC13
NS 25 N
DS 2 | 6l
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 53.37
DW 50.000 usec
DE 6.50 usec
TE 293.7 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
ST 65536
SF 500.1300081 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
_J A
L D L I IR
10 9 8 7 6 5 4 3 2 1 0 ppm
ele(e|N|e|e < I~ < <
Al | | N[ ™ 9V 9V ™

Figure S46. *"H NMR Spectrum of 6l
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Figure S47. **C NMR Spectrum of 6l
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Current Data Parameters
NAME INN-MVD-640-13C
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20150917
Time 19.13
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 400
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 294.2 K
Dl 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
500.1320005 MHz
1H
waltzl6
80.00 usec
13.00000000 W
0.34327999 W
0.21969999 W
F2 - Processing parameters
SI 32768
SF 125.7577745 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
e T R ' Wil . R “mr‘) o, VAT A e "
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 ppm
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Current Data Parameters

NAME INN-MVD-661-1H
EXPNO 13
PROCNO 1

F2 - Acquisition Parameters

Date 20151002

Time 19.32

INSTRUM spect \\

PROBHD 5 mm PABBO BB/ \

PULPROG zg30 S

D 65536 N

SOLVENT CDC13

NS 24 L\?n1

DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 80.35

DW 50.000 usec

DE 6.50 usec

TE 295.6 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 500.1300124 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

Y A I

10 9 8 7 6 5 4 3 2 1 0 ppm

F’o/ﬁo m‘}\?\ﬁ < ~ (o o
o|—e|e|ne|e Q Q I~ Q
NIN|N[H|O| | N N N (92

Figure S48. 'H NMR Spectrum of 6m
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Current Data Parameters
NAME INN-MVD-661-13C
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date 20151002
Time 19.11
INSTRUM spect
PROBHD 5 mm PABEO BB/ O
PULPROG zgpg30
TD 65536 \
SOLVENT cpcl13 \
NS 330
DS 4 S
SWH 29761.904 Hz N
FIDRES 0.454131 Hz
Xo) 1.1010048 sec 6m
RG 197.27
DW 16.800 usec 4
DE 6.50 usec
TE 296.5 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFO1 125.7703637 MHz
NUC1 13C
P1 8.90 usec
PLW1 103.00000000 W
== = CHANNEL f2 = =
SFO02 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
SF 125.7577783 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
) N Mo 1 h
" " . TR T———. a 44 U sl " e a0 s " o
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 ppm

Figure S49. **C NMR Spectrum of 6m
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Current Data Parameters

NAME INN-MVD-662-1H
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters

Date 20151002 0]

Time 18.29

INSTRUM spect \\

PROBHD 5 mm PABBO BB/ \ S

PULPROG zg30 N

TD 65536

SOLVENT CDC13

NS 18 6“

DS 2

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 295.6 K

D1 1.00000000 sec

TDO 1

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

SFO1 500.1330885 MHz

NUC1 1H

P1 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

SI 65536

SF 500.1300118 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L
L o B e e B . ey L M
10 9 8 7 6 5 4 3 2 1 0 ppm

S (2 ﬁﬁﬁ @ 9 (e AR o
o|ee|el e o Q Q ol F!
N[N ||| N N N MmN ™

Figure S50. *"H NMR Spectrum of 6n
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Current Data Parameters
NAME INN-MVD-662-13C
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date 20151002
Time 18.35
INSTRUM spect
PROBHD 5 mm PABBO BB/ ()
PULPROG zgpg30
TD 65536 N
SOLVENT cpcis \
NS 300
DS 4 ES
SWH 29761.904 Hz Pd
FIDRES 0.454131 Hz
AQ 1.1010048 sec 6n
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 296.4 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 =
125.7703637 MHz
13C
8.90 usec
103.00000000 W
= CHANNEL f£2
500.1320005 MHz
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
SF 125.7577810 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
) ) J
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 ppm

Figure S51. **C NMR Spectrum of 6n
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Current Data Parameters

NAME INN-MVD-660-1H

EXPNO 6

PROCNO 1

F2 - Acquisition Parameters

Date_ 20151002

Time 18.46

INSTRUM spect O

PROBHD 5 mm PABBO BB/ \\

PULPROG zg30

TD 65536 \

SOLVENT CDC13 S

NS 23 N

DS 2

SwWH 10000.000 Hz 6o

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 295.6 K

D1 1.00000000 sec

TDO 1

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

SFO1 500.1330885 MHz

NUC1 1H

P1 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

SI 65536

SF 500.1300117 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

L L A

10 9 8 7 6 5 4 3 2 1 0 ppm

W@H‘% CD%F\W o ™ 0 o
o|o|N|—|S|—|O S S| |9 S
N[NNI N A N N N ™

Figure S52. *H NMR Spectrum of 60

562



Yo} DMANL AN OO©OANNOLMST N LD
[T} OCNOOMTOVWONOW—HOINWOMO MO I n o o © ~ N
™~ do0OWAdSPBBONN~NANNTTD DD NI N ® = <
o TTONOMNOMHOANNNNNNNNNAAO ~ N~ © (<2 Te) o (%}
N AdAddAdAdAdAdAAdAAAAAA A A A N~~~ < < (32} 3
Current Data Parameters
NAME INN-MVD-660-13C
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date 20151002
Time 18.48
INSTRUM spect
PROBHD 5 mm PABBO BB/ ()
PULPROG zgpg30
TD 65536 \\\
SOLVENT cDCl13 \
NS 291
DS 4 ES
SWH 29761.904 Hz N
FIDRES 0.454131 Hz
AQ 1.1010048 sec 60
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 296.2 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 125.7577838 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
N oot o J . A
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 ppm

Figure S53. **C NMR Spectrum of 60
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Current Data Parameters

NAME INN-MVD-675-1H p

EXPNO 1

PROCNO 1 O

F2 - Acquisition Parameters

Date 20151106 Cl

Time 13.34

INSTRUM spect \\

PROBHD 5 mm PABBO BB/

PULPROG zg30 \ S

TD 65536

SOLVENT CDC13 T

NS 25

DS 2 \ 6p

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 48.36

DW 50.000 usec

DE 6.50 usec

TE 295.6 K

D1 1.00000000 sec

TDO 1

== CHANNEL f1l ========

SFO1 500.1330885 MHz

NUC1 1H

Pl 13.00 usec

PLW1 13.00000000 W

F2 - Processing parameters

SI 65536

SF 500.1300119 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

R e I I IR

10 9 8 7 6 5 4 2 0 ppm

Wﬁﬁ\ o\ © 0 o
oe|e|N|o|o < I~ <
<Al A [O|l A ™ 9\ ™

Figure S54. *H NMR Spectrum of 6p
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Current Data Parameters
NAME INN-MVD-675-13C
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20151106
Time 13.36
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536 Cl
SOLVENT CDC13 ()
NS 1699
DS 4
SwH 29761.904 Hz N
FIDRES 0.454131 Hz \
AQ 1.1010048 sec S
RG 197.27 N
DW 16.800 usec
DE 6.50 usec I
TE 295.9 K 6p
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 =
125.7703637 MHz
13C
8.90 usec
103.00000000 W
== CHANNEL f2 == =
500.1320005 MHz
1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 13.00000000 W
PLW12 0.34327999 W
PLW13 0.21969999 W
F2 - Processing parameters
ST 32768
SF 125.7577730 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
J
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 ppm

Figure S55. **C NMR Spectrum of 6p
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Current Data Parameters

NAME INN-MVD-903-1H
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20161015 ()
Time 3.40
INSTRUM spect \\
PROBHD 5 mm SEI 1H/D- \
PULPROG zg30 S
TD 54274
SOLVENT cpels H 6q
NS 13 ~ g
DS 0
SWH 8223.685 Hz
FIDRES 0.151522 Hz
AQ 3.2998593 sec
RG 22.6
DW 60.800 usec
DE 6.50 usec
TE 295.3 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
ST 32768
SF 400.1300103 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
. (. iy
10 9 8 7 6 5 4 3 2 1 0 ppm
— ﬁoo%?ﬂﬁ ™~ ® (=)
Q oeRieeele Q Q <
— NN H| O o~ o~ ™

Figure S56. *H NMR Spectrum of 6q
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208.26

Current Data Parameters

NAME INN-MVD-903-13C
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161015
Time
INSTRUM spect
PROBHD 5 mm SEI 1H/D-
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 153
DS 4
SWH 26041.666 Hz
FIDRES 0.397364 Hz
AQ 1.2582912 sec
RG 228
DW 19.200 usec
DE 6.50 usec
TE 296.4 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL fl ===
13c
8.50 usec
-2.00 dB

56.53121948 W
100.6238364 MHz

CPDPRG[2

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 100.6127654 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

/
7
VA
X

DDONOMMDN
@uonmnmn-Hwn~m oo
SCoON~NYNNG O N N ®Q
AHNNNNNN A A ~~©
- A A A A Ao ~ N~ N~

Z/

—45.85

—30.12
—23.00

T
210 200 190 180

170

160

150

140

T T T T T T T
130 120 110 100 90 80 70

Figure S57. **C NMR Spectrum of 6q
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Current Data Parameters

NAME INN-MVD-889-1H

EXPNO 6 p

PROCNO 1 \O

F2 - Acquisition Parameters

Date 20161003

Time 16.11

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30 N

TD 65536 ;o

SOLVENT CDC13

NS 11 \ NN

DS 2 IS

SWH 10000.000 Hz N

FIDRES 0.152588 Hz

AQ 3.2767999 sec | 8

RG 106.54 - 4

DW 50.000 usec

DE 6.50 usec

TE 297.5 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 500.1300151 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

R D I IR

10 9 8 7 6 5 4 3 2 1 0 ppm

o F‘éﬁ (ﬁé\cﬁ - ~lo ‘—1 —
celelele|e Q Qe Q Q
—A[M|H|O|H|N — mm (92 (92

Figure S58. *H NMR Spectrum of 8

S68



~ < DOM AN © O MO~
(3¢} © SO 0MNOOITOWM—ANO n o< o < @~
[} O Odd oSNNS OL DO SN o < < o™
Te) < S OONNNNAAAAOO ~ N~ © n o ™
- - A A A A A A A A A A A AA N~~~ Tel ™ -
Current Data Parameters
NAME INN-MVD-889-13C
EXPNO 7
PROCNO 1 \O
F2 - Acquisition Parameters
Date_ 20161003
Time 16.12
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDC13 N
NS 580 K -
DS 4
s 29761.904 Hz XN—N_
FIDRES 0.454131 Hz \
AQ 1.1010048 sec S
RG 197.27
DW 16.800 usec PQ
DE 6.50 usec I 8
TE 297.8 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1 = =
125.7703637 MHz
13C
8.90 usec
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 125.7577702 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB 0
PC 1.40
A e A A A A | b h e ‘*i"ﬁﬂw-‘v WA i JL“#“ e P
T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

Figure S59. *C NMR Spectrum of 8
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