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w © o Author = delta
b1 Experiment = proton. jxp
N S S Sample_Id = Down-spot-CVR-SCH-3
N i Solvent = CHLOROF'
Creation_T. - 12:09:53
Revision_Time = 24-OCT-2016 12:19:19
Y - Current_Time = 24-0CT-2016 12:20:47
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Dim Title = Proton
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/—/ fLh%g8ex2 Filename = CVR-dibromo-p-hy_Proton-
R R - R Author = delta
OHC O R e e Experiment = proton.jxp
Sample_Id = CVR-dibromo-p-hy
o -
> 3 -1 17 16:48:45
24 = | Revision_Time = 16-SEP-2017 18:15:36
- 17 19:33:27
[ Comment = single pulse
Data_Format = 1D COMPLEX
Dim Size = 13107
Dim Title = Proton
© 00 — — Dim Units = [ppm]
. T -0 = § Dimensions -x
] RNV S SR 84 = JNM-ECS400
e~ v Spectrometer = DELTA2_NMR
v \ v Field Strength = 9.3901183([T] (400 ([MHz])
X _Acq Duration = 2.18365952(s]
| X_Domain = 1m
X _Freq = 399.79719804 [MEz]
X offset = S(ppm]
< X_Points = 16384
<] X_Prescans =1
X_Resolution = 0.45794685[Hz]
X_Sweep = 7.5030012[kHz]
X_Sweep_Clipped = 6.00240096[kHz]
Irr_Domain = Proton
Irr_Freq = 399.79719804 [MHz]
Irr_Offset = S(ppm]
Tri_Domain = Proton
<] Tri_Freq = 399.79719804 [MHz]
© Tri_Offset = S5[ppm]
Clipped = FALSE
Scans = 16
Total_Scans =16
| Relaxation Delay = S5(s]
- — o= _ Recvr_Gain =32
S (3 = < Temp_Get = 22.9[d4C]
<4 o~ ] L o X_90_Width = 10.75[us)
o X_Acq_Time = 2.18365952(s]
X_Angle = 45[deg
CAtn = 1[dB]
X_Pulse = 5.375[us]
Irr_Mode off
o Tri_Mode = off
S Dante_Presat = FALSE
= —_— Initial Wait = 1(s)
= Repetition Time = 7.18365952(s]
|
g 4 y
s J . _J
o O
|

T T T T

T T T T T T
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] =
<
1 0 CHO ey -390
Author = delta
] ‘ Experiment = proton.jixp
o Sample_Td = CVR-Dimer
= Solvent = CHLOROFORM-D
i Tima -1 7 17:08:58
] OHC O Time - 18 11:29:25
Current_Time = 26-MAY-2018 11:29:58
4 Comment = single_pulse
Data_Format = 1D CoMPLEX
Dim_Sizre = 13107
= Dim_Title = Proton
w7 Dim_Units [ppm]
Dimensions -
Site = JNM-ECS400
] Spectrometer = DELTAZ,
Field Strength = 9.3901183[T] (400[MHz])
] X_Acg Duration = 2.18365952([s]
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3 X_offset = S(ppm]
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1 o 08 [ £ w= = X_Sweep 7.5030012 [kHz]
] o F ol oo X_Sweep_Clipped = 6.00240096 [kHz]
NI Irr_Domain = Proton
i Irz_Freq = 399.79719804 [MHz]
1 Irz_Offsat = S[ppm]
= v \ V Tri_Domain = Proton
@ Tri_Freg = 399.79719804 [MHz]
Tri_offset S (ppm]
| Clipped = FALSE
Scans =38
Total_Scans =8
1 - - = Relaxation_Delay = S[s]
1 r =3 ~en =3 Recvr_Gain 30
= (] a (] T _Get = 22.9[dC]
i - X_90_width = 10.75[us]
] x. Time = 2.18365952(s]
X_Angle = 45[deg
X_Atn = 1[aB]
] X _Pulse = 5.375[us]
1 Irr_Mode = Off
s Tri. = off
> Dante_Presat = FALSE
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= Repetition_Time = 7.18365952([s]
o
8
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X : parts per Million : Proton
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P /_/ ._Time - 7 19:37:16

Comment = single_pulse

- OHC [e) Data_Format = 1D COMPLEX

4 Dim Size = 13107

- Dim Title = Proton

Dim Units = [ppm]
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- Field Strength = 9.3901183(T] (400 (MHz])

= X_Acq Duration = 2.18365952(s]
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12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 20 10 0 Tri_Mode = off
X : parts per Million : Proton

'H-NMR spectrum of compound 13i
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'H-NMR spectrum of compound 13j
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Sample Name :
E109832-H2

N
AN
Solvent: dmso @: N IO

Date: Oct 22 2015

400 VNMRS/NRM-1/NMR-002 H
P
L’TN‘N N=N N
I

1l | J, ]
| |

] T " TIrrr [ LI B | T l T T rr ‘ LI ‘ L ‘ T T T I S | l L B I | 1 LI L | | L ! I | | L B I | I LI I B | [ T
4 13 12 1 10 9 8 7 6 5 4 3 2 1 ppm

v MG Yopwy o ¥

2 7332328 ¢ $ $32 & - 2

- - SrrraNN o N SN n .i nm c

Plotname: 021510C3884_PROTON_01_plot01

'H-NMR spectrum of compound 14a

400-MR/NRM-1/NMR-001
Date: Oct 27 2014
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~ wmoNOoONLaw - o wn m - -
~N MmMOrMMmOrmwIn o v e n L - aro
" orrdrNGHNN A on o o I o
Plotname: 021410C5755_PROTON 01_plot02
1
H-NMR spectrum of compound 14b
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oF JEOL
Solutions for nnov.tion
N4 N\ Filename -P -hy-pyrro-CVR_Proton-
Author delta
Exper: t proton. ixp
Sample_Id ~-P -hy-pyrro-CVR
= Solvent DMSO-D6
=4 N O ion 1 16 17:31:36
Revision_Time 24-NOV-2017 23:59:18
H . Time - 7 23:59:30
= Comment = single_pulse
3 - N \N N;N N Data_Format = 1D COMPLEX
Dim Size = 13107
I / Dim Title = Proton
Dim Units = [ppm]
. O AT N Dimensions -x
= O Site = JNM-ECS400
Spectrometer = DELTA2_NMR
Field § = 9.389766(T] (400 (MHz])
™ X_Acq Duration = 2.18365952(s)
=i X_Domain = 1H
33 X_Freq = 399.78219838 [Miz]
2% X_offset = 5(ppm]
ed'ed X_Points = 16384
~ X_Prescans -1
< X_Resolution = 0.45794685(Hz)
\/ X8 = 7.5030012 (kHz]
X_Sweep_Clipped = 6.00240096 [kHz]
Irr I n = Proton
© 3 Irr_Freq 399.78219838 (Muz]
= Irr_Offset S (ppm)
_Domain Proton
Tri_Freq 399.78219838 (MHz]
Tri_Offset 5 [ppm]
w4 Clipped FALSE
= o~ Scans - 16
o Total_Scans =16
& .
- Relaxation Delay = 5(s]
< 3 Recvr_Gain - 24
s Temp_{ = 22(dc
3 = 10.75[us
«@ = 2.18365952(s]
o =1 = 45(deg]
] { - v = 1(dB]
s 1 o o = 5.375[us]
P v - = off
< |
5 = : [
s Dante_Presat = FALSE
(= = o Initial Wait = 1(s)
< = : Repetition Time = 7.18365952(s)
= 8
g S —_
-
=
= o4
* T T T T T T T T T T T T
12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 o
X : parts per Million : Proton
=
& 3
~ N ol
S
& JEOL
o & Solutions ior Innov.stion
o
=4 N O
Ll Filename = P-hy-NN-di-CVR_Proton-1-|
H Author - delta
< 4 \ Exper: t = proton.jxp
o N. = N Sample_Id = P-hy-NN-di-CVR
% N = N— Solven = DMSO-D6
3 X - 6 16:58:47
=1 fe) \/)‘\/ Revision_Time = 24-NOV-2017 23:55:23
P~ L - 7 23:55:44
Comment single_pulse
~ Data_Format 1D COMPLEX
- ] ﬂ Dim Size 13107
N Dim_Title Proton
© 4 led e Dim Units [ppm]
—_— S RS B=Y Dimensions x
2 - = site = JNM-ECS400
w1 ™~ L Ko Spectrometer = DELTA2_NMR
\ Field Strength = 9.389766(T] (400 (ME=z])
«3 pax. X_Acq Duration = 2.18365952(s)
- X_Domain - 1R
X_Freq = 399.78219838 [Miz]
X_offaet = S(ppm]
X_Points - 16384
X_Prescans -1
b4 X_Resolution = 0.45794685[Hz)
o x_s = 7.5030012 (kHz]
-] X_Sweep_Clipped = 6.00240096 [kHz]
- Irr_Domain ton
Irz_Freq 9. 78219838 (Mutx )
< 4 Irr_Offset ppm)
- Tri_Domain = Proton
Tri_Freq = 399.76219838 (Mux)
g Tri_Offset - 5(ppm]
o €14 -
- 16
24 b~ Total_Scans - 16
~ = N Relaxation Delay = S(s]
= 0 : Recvr_Gain - 28
"y 3 Temp_{ = 21.8(4c)
© ) X_90_Width = 10.75(us]
=i (e e B2 3 X_Acq_Time = 2.18365952(s)
Sacstwve - 3 X_Angle = 45(deg]
v 4 Lol ot ot S < X_Atn = 1[dB]
< N X o g X_Pulse = 5.375(us]
ITr_Mode - off
] Tri_Mode - off
L Dante_Presat -
- Initial Wait -
L Repetition Time =
=
a4 3
=
8 _ )
§3
5
,e o
T T T T T T T T T T
12.0 11.0 10.0 9.0 8.0 5.0 4.0 3.0 2.0 1.0 ) -1.0 -2.0
X : parts per Million : Proton

'H-NMR spectrum of compound 14d
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Sample Name:

E109832-H3

Solvent: dmso

400 VNMRS/NRM-1/NMR-002
Temp. 30.0 C / 303.1 K
Relax. delay 1.000 sec

Acg. time 4.000 sec
Pulse 30.0 degrees
Line broadening 0.5 Hz
Date: Oct 31 2015

(RN R R R LA R B R AR RN AR R LRARE RRRRN RRRRS L]

16.0 15.0 14.0 13.0 12.0 11.0 PpPm

1.32-0

£ 4
—— T
9 8 7 6 5 4 3 2 1 ppm

e naliiC oy e o o i e

P S s 5 or @ = n s =

CHEREP 0 T 2 B B & 5 5 s 3

Shn Adsdn & & S & o 4 “ é o

Plotname: 021510C7359_PRO’

TON_01_plotOl

JEOL

Solutions for Innovation

=4 |
= N
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\O'A @
. N~ o o
] ﬂ _ o) Q 9sR
=] NA@ ~ N=N N a3g
)~
e 0 NI N/
sak
~ =S nin
-] o oen
=)
] |
S
]
=}
=]
<
o
=4 wmes oo w90 — ol o~ o~
288RES3EFE8SS
v -3 R e e e e e N
W
<]
(=] —
=
o
-
o]
&
= &
8 == &
SQ
2
=
£ =
12.0 11.0 10.0 9.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
X : parts per Million : Proton

Author = delta

Experiment = proton. 3xp
Sample_xd = VAN-MOR-CVR
Solvent = DMSO-D6
Creation_Time = 10-OCT-2016 15:03:28
Revision_Time = 15-MAY-2018 13:04:05
Current_Time = 15-MAY-2018 13:04:13
Comment = single_pulse
Data_rormat = 1D COMPLEX
Dim_Size = 13107

Dim_Title = Proton

Dim_Units = (ppm]

Dimensions -x

site = JNM-ECS400
Spectrometer = DEL

Field Strength = 9.389766(T] (400[MHz])
X_Acq Duration = 2.18365952(s]
X_Domain -

X _Freq = 399.78219838 [Muzx]
X_Offset = 5(ppm]

X_Points = 16384

X_Prescans -1

X_Resolution = 0.45794685(Hz]
X_Sweep = 7.5030012 [kHz]
X_Sweep_Clipped = 6.00240096(kHz]
Irr_Domain = Proton

Irr_Freq = 399.78219838 [Mux]
Irr_Offset = 5 [ppm]

T= in = Proton

Tri_Freq = 399.78219838 (MHz]
Tri_Offset = 5 (ppm]

Clipped = FALSE

Scans =16

Total Scans =16

Relaxation Delay = S(s]

Recvr_Gain - 26

Temp_Get: = 21.9(dc]
X_90_width = 10.75[us]

X _Acq_Time = 2.18365952(s]
X_Angle = 45[deg]

X_Atn = 1(d8]

X_Pulse = 5.375[us)
Irs_Mode = ofe

Tri_Mode = ofe

Dante_Presat = FALSE

Initial Wait = 1(s)

Repetition _Time = 7.18365952(s]

'H-NMR spectrum of compound 14f
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S
< N JEOL
] N tions ioe Innavation
: e Filename = VAN-piperi-CVR_Proton-1-|
N [0) Author = delta
o riment = proton.j:
a1 Q Sample_Id = VAN-piperi-CVR
H Solvent = DMSO-D6
4 N.. = (0) 333 n.vxnen':t: = ;5-»0"—20:: :::gigg
- N ~N N:N N 22 2 . Time = 25 7 00:10:46
i
S| | / Comment = single_pulse
= (0] /\/N \( / - Data_Format = 1D COMPLEX
O - Dim_Size = 13107
o oo | -~ Dim Title = Proton
- L RN Dim Units = [ppm)
gy v Dimensions =X
<3 e fen site = JNM-ECS400
= Spectrometer = DELTA2_NMR
g I | \/ 2 Field st = 9.389766(T] (400 [MHz])
- - X_Acq_Duration = 2.18365952(s)
= X_Domain = 1H
~ - X_Freq = 399.78219838 (MHz]
—_ - X_Offset = 5(ppm]
- X_Points = 16384
-1 X_Prescans =1
— X_Resolution = 0.45794685[Hz]
L. X_Sweep = 7.5030012 (kHz]
= 3 X_Sweep_Clipped = 6.00240096 (kHz]
—_] N Irr_Domain = Proton
Irr_Freq = 399.78219838 (Muz]
& Irr_Offset = 5(ppm]
< Tri_Domain = Proton
~ Tri_Freq = 399.78219838 [MHz]
- 49 Tri_Offset = 5(ppm]
= N N Clipped = FALSE
Scans - 16
~ Total_Scans =16
= E—% Relaxation Delay = S(s]
" Recvr_Gain = 28
o TV -mROF 0w - o
24 = = 0 3 t = 22(dc
e S 8% -% 2L ITRRI s & o ©° x:;:umm - 10.‘75:\:‘)
& L e e o L s S N S SRV- < X_Acq_Time = 2.18365952(s)
2 ] ¢ o) = X_Angle = 45(deg’
< = =\ e X atn = 1(ds)
- ~ o ] X_Pulse = 5.375[us)
=] = Irr_Mode = off
< Tri_Mode = off
Dante_Presat = FALSE
Ll Initial Wait = 1(s]
< Repetition Time = 7.18365952(s]
a4
=
8 — — o
£ <7
o3 L)L_JJ U\
T T T T T T T T T T T T
12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 ]
X : parts per Million : Proton
! f d
H-NMR spectrum of compound 14g
Sample Name :
E109832-H9
Solvent: dmso
Date: Oct 21 2015 N
400 VNMRS/NRM-1/NMR-002 ©: \I
= O
LH/N\ N 0L NN X
I
i
Z . A 4
VleVIT!!VT—[_V".IDIAllﬁ'}'ﬁ!]‘!vf}llll: R S T R S O O T i S 7 T T V[ L R e i 7
14 13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
o Py L O ¥ ¢
- N D Nen o« - - =4 ~e ~ -
a NIh o LN O - ® o am ° )
o oM o Ao o - - o~ N - -
Plotname: 021510C3874_PROTON_01 plot02

'H-NMR spectrum of compound 14h
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22 23

JEOL

Solutions for Innovation

3 823
—_ 6 Ny
22y d4d
<~ e V/
E N/
=N
o N
o =N
Ly
i H P !
=9 N‘ N:N N—
= /\/N Y
@i (0)
- |
N4
<4
fal
=]
*®]
S
5 g ' 3
~ P~ v = - S
- 533883888888 & B
S B 06 I~~~ M~ M~~~ o~~~ < v
g | £88
g— : \\“\‘// 533
2 \Y 1
p
3 =
o i
E-] o
24 e = P
8 _ = S
1% U |
-}
=
12.0 11.0 10.0 2.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 -1.0 -2,

X : parts per Million : Proton

ri1 - -1-5.jae
Author delta
Experiment proton. jxp
Sample_Id NND-CVR
Solvent DMSO-D6
Creation_Time 5-0CT-2016 16:5: a.
Revision_Time = 15-MAY-2018 16
Current_Time = 15-MAY-2018 16:19: s:
Comment: = single_pulse
Data_Format 1D COMPLEX
Dim_Size
Dim_Title
Dim_Units
Dimensions
site
Spectrometer
Field Strength = 9.389766(T] (400 (MHz])
ion = z 18365952 [s]
n -

- 3;9 78219838 [MHx]
X_offset = S(ppm]
X_points = 16384
X_Prescans =1
X_Resolution = 0.45794685 [Hx]

= 7.5030012(kHz]
X_Sweep_Clipped = 6.00240096 [kHz]
Irs_Domai; = Proton
Irr_Freq = 399.78219838 [MHz]
Irr_Offset = S[ppm]
Tri_Pomain = Proton
Tri_Freq = 399.78219838 (MHz]
Tri_Offset = S(ppm]
Clipped = FALSE
Scans - 16
Total_Scans =16
Relaxation Delay = S[=]
Recvr_Gain - 32
Temp_Get = 22.1(4c)
X_90_width = 10.75(us]

= 2.18365952(s)
X_Angle = 45[deg’
X_Atn = 1[am)
X_Pulse = 5.375[us)
Irr_Mode = off
Tri_Mode = off
Dante_Presat = FALSE
Initial Wait = 1(s]
Repetition Time = 7.18365952(s]

'H-NMR spectrum of compound 14i

JEOL

s foe Ianovation

llond

7.36

o0 3 ©
=) 2
v
=
S
3
) 5
Sol&a=
© LB b
= o il edoed
w3
o o~ ~
% A
LR s B
o e fon
3
=
22 ¥
=
o
=2
5 e
<
=
=
2
2 o

T T T T
12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 20 1.0 o

X : parts per Million : Proton

~eCVR_] 1
delta
proton. 3xp
= VAN-N-N-di-eCVR
= DMSO-D6
- 6 15:35:18
= 25-NOV-2017 00:07:19
- 17 00:08:17
= single_pulse
= 1D COMPLEX
= 13107
= Proton
= [ppm]
-x
= JNM-ECS400
= DELTA2_NMR
Field Strength = 9.389766(T] (400(MHz))
X_Acq Duration = 2.18365952(s)
X1 n =18
X _Freq = 399.76219838 [Mx]
X_Offset (ppm]
X_Points 16384
X_Prescans -1
X_Resolution = 0.45794685[Hz]
x = 7.5030012 (kHz)
= 6.00240096 (xHz]
= Proton
= 399.78219838 [MAz)
Irr_Offset = S(ppm]
Tri_Domain = Proton
Tri_Freq = 399.78219838 [MEz)
Tri_Offset = 5(ppm]
Clipped = FALSE
Scans =16
Total_Scans =16
Relaxation Delay = S(s]
Recvr_Gain - 28
,_Ge! 22(4c]
X_90_wWidth 10.75(us)
X_Acq_Time 2.18365952(s]
X_Angle 45(deg)
X_Atn 1(aB)
X_Pulse 5.375(us)
Irr_Mode = off
Tri_Mode = off
Dante_Presat = FALSE
Initial Wait = 1(s]
Repetition Time = 7.18365952(s]

'H-NMR spectrum of compound 14j
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Solvent: dmso _—
400-MR/NRM-1/NMR-001
Date: Oct 27 2014

I .11 LJ )

LU T I IR B L i LR A i U R i B R i e B 0 O e N o i % (LS ) 0 L e ) (i 7
14 12 10 8 6 4 2 0 ppm

" vl ey s "

- & mehoedNs e eu

- 2 g93=sads Sas 38

g o  doeSneny P b

Plotname: 021410C5758_PROTON_01_plot0l

'H-NMR spectrum of compound 15a

{ JEOL
<4
= Na | @ RESONRANCE
| do_bal o CEALSE ) o
ance( 0,
o N 0 sexp( 0.2(Hz], 0.0(s] )
S trapezoid( 0[8], O[%], 80[%), 100(%] )
I zerofill( 1)
H ££t( 1, TRUE, TRUE )
N % machinephase
N | ey
o
= 0 /
N\ 4 | - S —_— S —
() =N | Filename = CVR-3-150scans_Proton-1-25
= Author = delta
Experiment = proton.jxp
] Sample_Id = CVR-3-150scans
i I | Solvent = DMSO-D6
| 1 oo Creation Time = 25-JUN-2015 13:29:58
=B | a% Revision Time = 25-JUN-2015 14:33:01
=% N Current_Time = 25-JUN-2015 14:33:15
‘ ] A \i/ c = single_pulse
1 } o0 l \/ | Data_Format = 1D COMPLEX
i [ = ‘ J Dim Size = 13107
w 1 3 }/ o Dim Title = Proton
34 = Dim Units = (ppm)
| <7 [ | < | Dimensions =X |
| i | (2 site = JNM-ECS400
‘ g : “ : 2 o Spectrometer = DELTA2_NMR
Lt il i) | ) S ‘ Field Strength = 9.389766(T] (400(MHz])
NS [ N N pac B2 X_Acq Duration = 2.18365952(s)
| = <& = ‘ X_Domain = 18
L & CFr = 399.78219838 (Muz]
I | X_Offset = S(ppm)
i X_Points = 16384
\ | X_Prescans -1
) X_Resolution = 0.45794685 (Hz)
o ) | = 7.5030012(kHz)
X_Sweep_Clipped = 6.00240096 [kHz]
S Irr_Domain = Proton |
& & Irr_Freq = 399.78219838 (Miz] |
= P Irr_Offset = 5(ppm] |
| P = Tri_Domain = Proton
s i ~ Tri_Freq = 399.78219838 (Miz)
S < Tri_Offset = 5(ppm)
— g Cli, = FALSE
Scans = 150
Total_Scans = 150
-3 j | Relaxation Delay = 5(s]
S | | Recvr_Gain = 30
| >_Get = 24.2[dC)
8 | I v X_90_Width = 10.75[us)
o | X_Acq_Time = 2.18365952(s)
-] ’| X_Angle = 45[deg
5 A JU/ X_Atn = 1[dB)
o2 O‘t —— - = = —{ X_Pulse = 5.375[us]
< R T T T - T . - Irr_Mode = Off
12.0 11.0 10.0 9.0 4.0 3.0 20 -1.0 =20 [TriMode DL
X : parts per Million : Proton

'H-NMR spectrum of compound 15b
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JEO

Solutions for Innovation

L

Filename = CVR-P-hy-3F_Proton-1-4. 3|

Author = delta

Experiment = proton. xp

Sample_Id = CVR-P-hy-3r

Solvent = DMSO-DE

Creation_Time = 13-OCT-2016 17:19:56

Revision_Time = 15-MAY-2018 20:21:45
Time -1 8 20:22:04

Comment = single_pulse

Data_rormat = 1D CoMPLEX

Dim_Size - 13107

Dim_Title = Proton

Dim_Units = (ppm]

Dimensions -

site - JNM-ECS400

Spectrometer = DEL’

Field Strength = 766(T] (400 (dax])

X_Acq Duration = 65952(s)

X_Domain -1

X_Frreq = 399.76219838 (Mux)

X_offaet = 5 (ppm]

X_Points = 16384

X_Prescans -1

X_Resolution = 0.45794605(nx)

X_Sweep = 7.5030012 (kix]

X_Sweep_Clipped = 6.00240096 (kix]

Ire_Domain = Proton

Irr_Freq = 399.78219838 (MHx)

Irr_Offset = 5(ppm]

Tri_Domain = Proton

Tri_Freq = 399.78219838 (Mux]

Tri_Offset = S(ppm)

Clipped = FALSE

Scans - 16

Total_Scans - 16

Relaxation Delay = 5(s]

Recve_Gain - 38

Temp_Get = 22.1(dC)

X_90_width = 10.75 (us)

X Acq_Time = 2.18365952(s)

X_Angle = 45(deg

XAtn = 1(am)

X Pulse = 5.375(us]

Irz_Mode - ofe

Tri_Mode R d

Dante_Presat = FALSE

Initial Wait - 1(s)

Repetition _Time = 7.18365952(a)

'H-NMR spectrum of compound 15¢

N
AN o
N (6] I
N~
\N/\©\ CF3
o —
N/
=3
= b
35
24
§
. :
: L
B e e e
12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 -1.0

X : parts per Million : Proton

Fil - y-3CF3_} -9)
Author = delta
= prof - 3xp

Sample_Id = CVR-P-hy-3CF3
Solvent = DMSO-D6
Creation_Time = 13-0CT-2016 16:
Revision_Time = 24-NOV-2017 23
Comment = single_pulse
Data_Format -

Dim Size = 13107

Dim Title = Proton
Dim Units = [ppm]

Dimensions -

Site = JNM-ECS400
Spectrometer = DELTA2_NMR
Field Strength = 9.389766(T] (400 (MHz])
X_Acq Duration = 2.18365952(s]
X_Domain = 18
X_Freq = 399.78219838 [MHz]
X _Offset = 5[ppm]

X_Points = 16384
X_Prescans -1
X_Resolution = 0.45794685 (Hz]

7 = 7.5030012 (kHz]
X_Sweep_Clipped = 6.00240096 [kHz]
Irr_Domain = Proton
Irr_Freq = 399.78219838 [MHz]
Irz_Offset = 5(ppm]
Tri_Domain = Proton
Tri_Freq = 399.78219838 (Muz)
Tri_Offset = S[ppm)

C14; -

Scans =16
Total_Scans =16
Relaxation Delay = S(s]
Recvr_Gai: = 36

Temp_Get = 22.1(dC)
X_90_Width = 10.75[us]
X_Acq_Time = 2.18365952(s]
X_Angle = 45([deg

X_Atn = 1(dB)
X_Pulse = 5.375[us)
Irr_Mode = off

Tri_Mode = off
Dante_Presat = FALSE
Initial Wait = 1(s])
Repetition Time = 7.18365952(s)

'H-NMR spectrum of compound 15d
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<3
=3 Solutions for Innavtion
Filename = CVR-C1-SCH-3_Proton-1-4.
Author = delta
< 3 = proton. jxp
s Sample_Id = CVR-C1-SCH-3
S Sols = DMSO-D6
S \_Time =1 6 12:51:36
o Revision Time = 29-MAR-2017 16:43:00
. Time - 7 23:52:40
g
= l 3 = single_pulse
Data Format = 1D COMPLEX
Dim Size = 13107
Dim_Title = Proton
Dim Units = [ppm]
24 Cl Dimansions -x
Site = JNM-ECS400
Spectrometer = DELTA2_NMR
Field Strength = 9.389766(T] (400([MHz])
~ ] X_Acq Duration = 2.18365952(s]
S X_Domain = 1H
X _Freq = 399.78219838 [MEx]
- X_Offset = S(ppm]
g X Points = 16384
A X_Prescans -1
e 1 o X_Resolution = 0.45794685([Hz]
= X_Sweep = 7.5030012 (kHz]
X_Sweep_Clipped = 6.00240096 [kHz]
Irr_Domain = Proton
Irr_Freq = 399.78219838 (Mix]
- Irr_Offset = 5(ppm]
24 _Domain = Proton
Tri_Freq = 399.78219838 (MEz)
Tri_Offset = 5(ppm]
2% g B2 Clipped = FALSE
N N\R X e Scans =32
- 1 RN Total Scans - 32
= -
\ \ Relaxation Delay = 5(s]
@ Gain =36
3 § , Get. = 21.6(4c]
o X_90_Width = 10.75(us]
Acq_Time = 2.18365952(s]
\ ( X_Angle = 45[deg]
X_Atn = 1[aB]
X_Pulse = 5.375(us)
~ Irr_Mode - off
o~ Tri_Mode = off
e Dante_Presat = FALSE
Initial Wait = 1(s]
Repetition Time = 7.18365952(s]
T T T T T T T T T T
11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0
X : parts per Million : Proton
1
H-NMR spectrum of compound 15e
NN
AN ATOLAOANNHO TS ITNOUMNMTOOWOWOLT—TONODOANTONNND O — O
DN EHONDUMEAATANATUDUMNMANOONODMODOOUNDNONMN O O N M~ O — O
¢ PO NN~ O OVLVOVOVUOUNITTMMOMANNNNNNNOD=MOONM
Ll -~ - Bl o ol ol ol ol o o e i i ol o o S S o S N N S Y T R e B R R AN R R R
Current Data Parameters
NAME H2
EXPNO 1
| PROCNO 1
N:N F2 - Acquisition Parameters
X Date_ 20170524
fe) N Time 15.19
16) INSTRUM spect
PROBHD S mm BBO BB-1H
PULPROG 2g30
N O\)J\ Nx o) TD 65536
N N SOLVENT DMSO
H | | ! NS 32
— DS 2
N SWH 8250.825 Hz
FIDRES 0.125898 Hz
AQ 3.9715922 sec
RG 575
DwW 60.600 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
! TDO 1
1 == CHANNEL fl ==s======
1H
12.50 usec
-0.50 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
I SI 32768
SF 400.1300000 MHz
WDwW EM
SSB 0
I LB 0.30 Hz
GB 0
J J u PC 1.00
T T T T T T Q T T T T T T T T
13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
) | J JU LU InJ Y . L J\
2o\ -~ —_ ¥ S 2N
o~ [ o~ =33 ~ =369
8 SEEEESSE cEy & 9
- wlolol-imicnlela ~lnlo o~ ©les

'H-NMR spectrum of compound 16a
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VDN NYVONAONYWITICTOVANACTOMAHOANOINTOME OO ANDO N
MOVVLEITITINAADODANNONDOMANNDOVONONANNDOTAIONDATANMOO A
TP DA DPOPOOEMT~OVOLOLOLLLMOMMNMANNNNNNNAAADNNO DO MO WO NWY
Ho OSSN NOMOOONNNNN

NAME

H7
EXPNO 1
PROCNO 1
N= F2 - Acquisition Parameters
= Date_ 20170828
Time 15.51
O\/K/N INSTRUM spect
O (0} PROBHD 5 mm BBO BB-1H
\ ! PULPROG 2930
N o\)J\ N ™ 65536
™ N o SOLVENT DMSO
H | NS 64
>z DS 2
N SWH 8250.825 Hz
FIDRES 0.125898 Hz
AQ 3.9715922 sec
RG 512
DW 60.600 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
|
| mm=m==== CHANNEL fl ========
NUC1 1H
Pl 12.50 usec
PL1 -0.50 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
i SI 32768
| SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
| GB 0
L PC 1.00
: 3 e s
T T T T T (5% T T T T T T T T
12 1 10 9 8 7 6 5 4 3 2 1 0 ppm
J . (UL )
59 r’a‘ssg;:rz‘:sjs:’q s‘ss] ETR3ES Is
<o g i i DU B o e D B P = =3 |<lele <

'H-NMR spectrum of compound 16b

oo
CNAAONEOMOANON NN VYW ANLDANTOMNHAS NN OO~ ©
DNONADDMNOAVITACRTANAICDMNMNODONDMNMO~ONOARNRNHNM I~ D —
c OO NOONONDDOONFCOVOWOVOVWOVOVOMMOMOANNNNNDNO®E MW WO
i BT T ol ol o o o o o o e e T ol o o o S S N Yo ST o T B B s W S W VI SN B R

.%// Current Data Parameters

NAME H6
EXPNO 1
| PROCNO 1

\ F2 - Acquisition Parameters
Date 20170703

O\A/N Time ™ 12.45

0 INSTRUM spect

! PROBHD 5 mm BBO BB-1H

PULPROG zg30

O\)J\N/N \ 0 65536

N ™D
N F SOLVENT DMSO
H NS 32
>/ DS 2
N SWH 8250.825 Hz

FIDRES 0.125898 Hz
Al

\ Q 3.9715922 sec
RG 362
Dw 60.600 usec
I DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
\ TDO 1
\ s=mmm=== CHANNEL fl =ssss===
NUC1 1H
P1 12.50 usec
PL1 -0.50 dB
' SFO1 400.1324710 MHz
I F2 - Processing parameters
SI 32768
SF 400.1300000 MHz
wDwW EM
I SSB 0
LB 0.30 Hz
GB 0
U J UL PC 1.00
> NS
T T T T T T i T T T T T T T T T
13 12 11 10 8 7 6 5 4 3 2 1 0 ppm
) | \ | L (AN
¢ | S 3 ﬁ
5 eEEEizen fdr @ &
- iololrinidinlan ~ionila | L

'H-NMR spectrum of compound 16¢
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HFO T AT ONOVOOINNVWTTATMTOATEEMOATOUOANMNMANATOO MO O
TN AFAONIDMOOUITETTNAACNDDMONODNDITOITOOONANANTNO AN
L R R R e e o o o el o ol o o el o o o o e e e T2 T2 I T o W s T o T o T o W SV IR SV o
L 1 1 | ] J J |
W Current Data Parameters
NAME H1
\ EXPNO 1
PROCNO 1
N:N F2 - Acquisition Parameters
\ ! Date_ 20170524
o\A/N Time 17.42
INSTRUM spect
(0] PROBHD 5 mm BBO BB-1H
\)J\ N PULPROG zg30
NS D 65536
N\ O N/ O CF, SOLVENT DMSO
H | NS 3;
DS
T~ SWH 8250.825 Hz
N FIDRES 0.125898 Hz
AQ 3.9715922 sec
1 RG 322
DW 60.600 usec
DE 6.00 usec
[ TE 300.0 K
! D1 1.00000000 sec
TDO 1

CHANNEL fl ========
1

H
12.50 usec
-0.50 dB
400.1324710 MHz

F2 - Processing parameters
: ! SI 276
SF 400.1300000 MHz
WDW EM
SSB 0
| LB 0.30 Hz
GB 0
1.00

|

T T T T T T T

T
7 6 5 4 3 2 1 0 ppm

T T
: |
damieiyTe Gy & @

'H-NMR spectrum of compound 16d

o~

O OVITANOMNMANOVWMNMPDEHNAC IO MANDODOODOWODOEUNMMODIDNNMODO W — ~
NMONHAND - WOWITOUNAONDANNONDONOANDEOOMNMANOOND=ANA—HANAMNS OO
TOO NN~ OVOVOVWOVVOVLLMMOMOANNNNNNNNDNNO®MEMWWOLWW
Ho O~~~ NN NN NN NN NN NN OMONNN NN

‘\ N%/«ll/’r/ Current Data Parameters
NAME

H8
EXPNO 1
PROCNO 1
=N F2 - Acquisition Parameters
=N Date_ 20170829
N Time .
O\A/ I INSTRUM spect
0 ol L PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 65536
N O\/U\ /N\ (6] SOLVENT DMSO
~ N NS 64
H | DS 2
= SWH 8250.825 Hz
N FIDRES 0.125898 Hz
AQ 3.9715922 sec
RG 512
DW 60.600 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
| TDO 1
1
\ ======== CHANNEL fl ========
NUC1 1H
| Pl 12.50 usec
PL1 -0.50 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
l SI 32768
| SF 400.1300000 MHz
WDW EM
ssB 0
| LB 0.30 Hz
GB 0
Jb PC 1.00
. JLJ ) || Y
T T T T T T T T T T T T T
12 1 10 9 4 3 2 1 0 ppm

e d598E88 &= @ M

'H-NMR spectrum of compound 16e

Supporting Information,

Department of Chemistry, Sri Venkateswara University —Tirupati

21



w0 — 1 NN WD ©
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‘ ’ “ '// / ‘ Current Data Parameters
NAME H16
EXPNO 2
PROCNO 1
H F2 - Acquisition Parameters
O N Date_ 20170902
Time 4.26
INSTRUM spect
PROBHD 5 mm BBO BB-1H
NS PULPROG zgpg30
N TD 65536
SOLVENT DMSO
NS 12000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3632196 sec
RG 8200
DwW 20.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL fl ====mm==
13cC
7.50 usec
0.00 dB
100.6228298 MHz
======== CHANNEL f2 ======
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 -0.50 dB
PL12 15.62 dB
PL13 15.62 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
M L SF 100.6128193 MHz
DW EM
* SSB 0
LB 1.00 Hz
GB [
T T T T T T T T T T PC 1.40
180 160 140 120 100 80 60 40 20 0 ppm
3C-NMR spectrum of compound 1
=
o]
=3 ==== PROCESSING PARAMETERS -~~~
dc_balance ( 0, FALSE )
sexp ( 2. 1, 0.0[s] )
trapezoid( O[%], O[%], 80[%], 100(%] )
zerofill( 1
£E8( 1; TROR, TROR)
0 N0 <+ machinephas
g FEE8 s
O ER¥ Derived from: Down-spot-CVR-SCH-3_Carbon_copy
- O/\
=3
Filename = Down-spot-CVR-SCH-3_Carbon
| e) N Author = delta
4 Experiment = carbon.jxp
| Sample_Id = Down-spot-CVR-SCH-3
o 1 Solvent = CHLOROFORM-D
s Creation_Time = 24-0CT-2016 12:14:23
i S Revision Time = 1 1
1 Current_Time = 24-0CT-2016 12:53:23
N Comment: = single pulse decoupled gat
Data_Format = 1D COMPLEX
n Dim Size = 26214
< Dim Title = Carbonl3
Dim Units = [ppm]
Dimensions -
site = JNM-ECS400
Spectrometer = DELTA2_NMR
b Field Strength = 9.389766(T] (400(MHz])
X_Acq _Duration = O[s]
= 13c
= 100.52530333(MHz]
= 100 [ppm]
= 32768
L4 1| =4
S = 0.95846665(Hz]
| = 31.40703518 [kHz]
1 = 25.12562814 [kHz ]
| = Proton
] rr_i = 399.78219838[MHz]
o Irr_offset = S[ppm
=3 Clipped = FALSE
00 Vi — <+ O\ O\ Incomplete_Copy = TRUE
- [} o Scans = 354
°°."Z§°9$": =) 3 2 8 Total_scans = 354
a aa ciciooym e — 2 w =
< % 2 M A A A — o =] i
1 1 00 _— - - - [} % s 2 Relaxation Delay = 2(s]
how | [~ 00 = Recvr_Gain = 60
= 5 99 /// Temp_Gat = 23.61dc]
| ‘ X_90_Width = 8[us]
8 ‘ ‘ { H X_Acq_Time = 1.04333312(s]
§ L | e z P
! n = 3.7(dB
g _L | 4 | - —— X Pulse = 2.66666667[us]
< L iy gy " Irr_Atn_Dec = 13.858(dB]
2 Irr_Atn_} = 13.858(dB]
~~~~~ M I B B B M e s e e B e T S 1| Irr_Moise = WALTE
190.0180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 | Irr_Pwiden = 0.115[ms]

X : parts per Million : Carbon13

B3C-NMR spectrum of compound 2
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=
“
& JEOL
S ? RESONANCE
b TRE8& PROCESSING PARAMETERS -
S : : @ : : . balance ( O, FALSE )
-~~~ 9o sexp( 2.0[Hz], 0.0[s] )
trapezoid( O[%], O[%], 80[%], 100[%] )
2] \V \/ zerofill( 1 )
S O £££( 1, TRUE, TRUE )
i machinephase
ppm
)
9 /\ O/U\/O /N | Derived from: up-spot-CVR-SCH-3 Carbon_copyl-
5 |
; NS
S N Fil = up-sp _Carbon_c
Author = delta
o Experiment = carbon. jxp
oz Sample_Id = up-spot-CVR-SCH-3
< Solvent = CHLOROFORM-D
tion_Time = 12:42:32
= Revision Time = 24-O0CT-2016 12:56:25
el Current_Time = 24-0CT-2016 12:56:30
=1
| Comment: = single pulse decoupled gat
“ Data_Format = MPLEX
4 Dim Size = 26214
S s Dim Title = Carbonl3
nnn S Dim Units = [ppm]
m‘ g ; % % Dimensions =X
Site = JNM-ECS400
= S8Sa 2 hectrometer = biLmagmeR
3 \// b Field Strength = 9.389766[T] (400[MHz])
= a X_Acq Duration = O[s]
= I s i =13
= a = 100.52530333[MHz]
E = 100 [ppm]
Y | = 32768
S =4
S - I = 0.95846665(Hz]
= 31.40703518 [kHz]
- -3 v 38 = 25.12562814 [kHz ]
o 3 g 0o e = Proton
S S S cag = 399.78219838(Miz]
" LTS3 = 5(ppm]
Lal = FALSE
8 o v Incomplete Copy = TRUE
S ‘ Scans = 116.0
( Total_Scans = 116.0
@ Relaxation Delay = 2(s]
= Recvr_Gain =50
< = 23.5[dC]
= 8lus]
O - = 1.04333312(s]
23 = 30[deg]
g S = 3.7(dB]
E = = 2.66666667 us]
ERE, d = 13.858(d8]
=% = 13.858(dB]
T T T T T = WALTZ
220.0 200.0 180.0 160.0 140.0 120.0 100.0 80.0 60.0 40.0 20.0 0 -20.0 = 0.115(ms]
X : parts per Million : Carbonl3
3C-NMR spectrum of compound 2a
OO NW OT- QWA ®O N
M OM OPWOAATONAHANM =W OO ®M YN ®
S N R e e e e e s s SONANA~IDM OO
AN T ONN—HDNOOMOO < < R R D i e e
OO WO MMM NN NN A MANO O ® i an
D T e B R TR B B B e i Sl TSTITOOOOOON : : : :
‘ ' \ ( “ \W‘/ Current Data Parameters
NAME H17
EXPNO 2
O PROCNO 1
NH F2 - Acquisition Parameters
Date 20170902
N 2 Time 12.16
INSTRUM spect
H PROBHD 5 mm BBO BB-1H
PULPROG 2zgpg30
O N 65536
SOLVENT DMSO
NS 2500
DS 4
~ SWH 24038.461 Hz
N FIDRES 0.366798 Hz
AQ 1.3632196 sec
RG 16400
DW 20.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
= CHANNEL f]l ========
7.50 usec
0.00 dB
100.6228298 MHz
======== CHANNEL f2 = -
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -0.50 dB
PL12 15.62 dB
PL13 15.62 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
F 100.6128193 MHz
DW EM
. SsB 0
LB 1.00 Hz
T T T T T T T T T T (E:g 1. 4g
180 160 140 120 100 80 60 40 20 0 ppm

3C-NMR spectrum of compound 3
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< O~ OO~ N~
™ oNVYwNO~~w O O M
S Y S Bk o o e ~ O~ M Ao
© N O~ WO W O T N S T
0 NDTOONNNN M OO oo ®mO
— e © ITMmOOHOMOMOOON
\ \\ ‘/ / Current Data Parameters
NAME H18
EXPNO 2
O PROCNO 1
F2 - Acquisition Parameters
Date 20170904
H,oN (@] N Time™ 10.17
N 7 INSTRUM spect
H | PROBHD 5 mm BBO BB-1H
~ PULPROG 2gpg30
65536
N SOLVENT DMSO
NS 1600
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3632196 sec
RG 3640
DW 20.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
PL1 0.0 B
SFO1 100.6228298 MHz
======== CHANNEL f2 =
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -0.50 dB
PL12 15.62 dB
PL13 15.62 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
ooty N
DW EM
. SSB 0
LB 1.00 Hz
GB (o]
T T T T T T T T T T BC 1.40
200 180 160 140 120 100 80 60 40 20 ppm
-
N
L)
<
& =
a4 = Fil = CVR-Azide_Carbon_copyl-1
= N Author = delta
— - 3 riment = carbon.3xp
] Sample_Id = CVR-Azide
- —— Solvent = CHLOROFORM-D
g 22 tion_Time = 1 7 17:26:09
] Revision_Time = 25-NOV-2017 19:35:56
o 4 E g OHC O ._Time - 19:36:18
\/ Comment: = single pulse decoupled g
< Data_Format = 1D COMPLEX
- Dim _Size = 26214
iy Dim_Tit: = Carbon13
- Dim_Units = (ppm]
Dimensions -X
) Site = JNM4-ECS400
- Spectrometer = DELTA2_NMR
Field Strength = 9.3901183(T] (400 [MHz))
X_Acq Duration = O(s)
= = 100.52907499 (Miz]
s = 100.0 [ppm]
% 3 = 32768
ST wv = -l
— SO o -
" b-f : Lo
1 - 31. Hz
! ~ o~ o~ /sc \ = 25.25252525 (kHz)
- n
=4 \V ( o = 399.79719804 [MHz)
& Irr_offset = 5(ppm)
o 53 Clipped = FALSE
-] d Incomplete_Copy = TRUE
= Scans =- 33
% g = Total_Scans = 33
=
] Relaxation Delay = 2(s]
o Recvr_Gain = 60
< % = 24.1(4C)
~ X_90_Width = 14.5(us)
s X_Acq_Time = 1.03809024(s)
X_Angle = 30(deg)
© [} X_Atn = 3.7(dB)
= X_Pulse = 4.83333333(us)
Irr_Atn_Dec = 13.858(dB)
a2 ) Irr_Atn_Noe = 13.858(dB]
= Irr_Noise -
< Irr_Pwidth = 0.115(ms]
=3 Decoupling = TRUE
Initial Wait = 1(s)
L) Noe = TRUE
=1 Noe_Time = 2(s]
il Repatition Time = 3.03809024(s)
a
8
i3
5
£°

1 T T T T T T TroTy T T T T T
220.210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

X : parts per Million : Carbon13

13C_NMR spectrum of compound 11
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X = Impurity peaks JEOL
o) N Salutions for Innavation
3 =
N Filename = CVR-Vaniline-Azide_Carbo)
S Author = delta
R Experiment = carbon.3ixp
OHC O Sample_Id = CVR-Vaniline-Azide
| Creation_Time = 1. 7 17:42:09
—~ Revision Time = 16-SEP-2017 18:10:17
oy - 17 19:41:00
>( Comment = single pulse decoupled gl
Data_Format = 1D COMPLEX
Dim Size = 26214
Dim Title = Carbonl3
1= Dim Units = [ppm]
Q Dimensions -X
~ -4 Site = JNM-ECS400
° =N Spectrometer = DELTA2 NMR
| G Field Strength = 9.3901183(T] (400 (MHz])
X_Acq Duration = O[s]
X _Domain = 13c
X _Freq = 100.52907499 (MHz]
X _Offset = 100.0[ppm]
o )( X_Points = 32768
~ X_Prescans -4
X_Resolution = 0.96330739 (Hz]
x = 31.56565657 (kHz]
X_Sweep_Clipped = 25.25252525[kHz]
Irr_Domain = Proton
Irr_Freq = 399.79719804 [MHz]
Irr_Offset = 5(ppm]
c1. = FALSE
Incomplete Copy = TRUE
- - 27
o 3 Total Scans =27
< o0 N @ : 2 Relaxation Delay = 2[s]
S p—— ®Wwnas A -_Gain = 60
(53 0 — Qv NIy Temp_Get = 24(ac)
s o = SR EEES X_90_Width = 14.5[us)
= = S8 AR X_Acq_Time = 1.03809024(s)
2 gl =38 X_Angle = 30(deg]
[} g X_Atn = 3.7(dB]
- X_Pulse = 4.83333333[us]
Irr_Atn_Dec = 13.858(dB)
\ / Irr_Atn_Noe = 13.858([dB]
Irr_Noise = WALTZ
| Irr_Pwidth = 0.115(ms)
ling = TRUE
Initial Wait = 1(s]
Noe = TRUE
Noe_Time = 2(s]
] Repetition Time = 3.03809024(s]
8
2. bwnJ
2
=S m
=
-
T T T T T T T T T T T T T T T T T T T T T T
210.0200.0190.0180.0170.0 160.0 150.0 140.0 130.0 120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 O
X : parts per Million : Carbon13

BC-NMR spectrum of compound 12

@ o <t — © oy

n N 3] @ ™M 0 < W A0S O NW 0T W

@ (] @ Lo B U o] - F OoOFOMNM-OoOME-OMAN
. . . . . O FANEMAOWY !

— ™ ™ =11 w .

o)) o = ™ M ™ — ~ MO TOOO0 00O o

— — — — — W NP OONOO

<

OHC

%
P
z

I

4
X

Q

T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 Ppm

13C-NMR spectrum of compound 13d
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o ?'
:
8¥2882%8 ———- PROCESSING PARAMETERS ----
\ :'—g:g:g"‘ dc_balance ( O, FALSE )
( 2.0(Hz], 0.0[s] )
gﬁ OHC 0 N N FREBAGRST :wwl‘ﬁdl(lo%ﬁl, om, 80(%], 100(%] )
J— zerofill (
~ N~= \V/ \{ / / Fre( 1, TRUE, TRUE )
| ! machinephase
o0 1 /\/N / Derived from: vaniline-CVR-N-N-dime Carbon_co
< (0)
Lat Filenams = vaniline-CVR-N-N-dime_Carb
= Author = delta
Experiment = carbon. jxp
Sample_Id = vaniline-CVR-N-N-dime
Solvent = CHLOROFORM-D
Creation_T: - 11:
© Revision Time = 24-0CT-2016 11:
] Current_Time = 24-0CT-2016 11:
Comment: = single pulse decoupled gat
Data_Format = 1D COMPLE:
Dim Size = 26214
v Dim Title = Carbonl3
=i Dim Units = [ppm]
Dimsnsions -x
Site = JNM-ECS400
Spectrometer = DELTA2_NMR
<« Field Strength = 9.389766(T] (400[MHz])
= X_Acq Duration = O[s]
X_Domain = 13c
X _Freq = 100.52530333[MHz]
X_offset = 100 [ppm]
X_Points = 32768
- X_Prescans =4
P X_Resolution = 0.95846665(Hz]
X_Sweep = 31.40703518 [kHz]
X_Sweep_Clipped = 25.12562814 (kHz]
Irr_Domain = Proton
Irr_Freq = 399.768219838(Miz]
- Irr_Offset = 5(ppm]
= 2 S ipped = FALSE
© 2 v 893 2z Incomplete Copy = TRUE
5 - £x =152
& =8 b gy a8 Total_scans =152
et cic naa o= -
v el ol Relaxation_Delay = 2(s]
=4 \ ( Recvr_Gain = 60
s \ ( \ \( ¥ = 23.7(dc]
X_90_wWidth = 8[us]
o X_Acq_Time = 1.04333312(s]
S X_Angle = 30[deg]
-§ X_Atn = 3.7(dB]
o X_Pulse = 2.66666667[us]
g Irr_Atn_Dec = 13.858(dB]
-] Irr_Atn_Noe = 13.858(dB)
T T T T T T T T T T T T T T T T T T 77 Irr_Noise = 1z
220.0 200.0 180.0 160.0 140.0 120.0 100.0 80.0 60.0 40.0 20.0 0 -20.() 1rr_Pwidth = 0.115[ms]
X : parts per Million : Carbonl3
13 H
C-NMR spectrum of compound 13i
Sample Name :
E109832-H2
N cw0olem
Solvent: dmso N : E_ H ER
VNMRS-400/NRM-1/NMR- 002 amaln s
Date: Oct 22 2015 N 0O \J
H Q
~
N N=N N
[
0 N/
O/\/
o
a 2
° 2
- ®
-
\ e
°w
$823p -
©sRn e gen
N0 A S .
a ad37 0, -
® ® o © - o ©o °o
ce2 o] . a2
"3 % 848 s ‘8
- b =
5 8% g 737 g ¢ g
~ o a
3 ] 3 W f
- Ml - \ | A
LRI LI N L B L LG B L L L L L O L L L L L L L T 2 L L i
220 200 180 160 140 120 100 80 60 40 20 ppm
Plotname: 021510C3884_CARBON_01_plot0l

3C-NMR spectrum of compound 14a
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= )
E| Field Strength = 9.389766(T] (400 (MHz])
X_Acq Duration = 1.04333312(s]
© ] CDomain = 13c
= X_Freq = 100.52530333 (MHz]
X_Offset = 100 (ppm)
E X_Points = 32768
- X_Prescans -a
=3 X_Resolution = 0.95846665 (Hz]
= X = 31.40703518 (kHz]
3 X_Sweep_Clipped = 25.12562814 (kHz]
Irr_Domain = Proton
VN TODNE DDA TN — OO ©m Irr_Freq = 39978219838 (Muz]
S o " = -
s EBZ8UREEE3I 58788288 T Cfmw
R b R R R RS B - - I B~ L ) C1ay = Jang
E ChuaIITaacdaladdadqqst Scans = 1024
~ — === === il Total_Scans - 1024
=3 — Relaxation Delay = 2(s)
Recvr_Gain = 60
= 23.6(dc)
o0 - 8w
S = 1.04333312(s)
= = 30(deg]
E = 3.7(dB)
= 2.66666667 [us]
e ; “n = 13.858(dB)
3 - = 13.858(dB]
= QD * = WALTZ
4 ] a = 0.115(ms)
@ Decoupling TRUE
32 ‘ Initial_Wait 1(s]
= Noe TRUE
3 Noe_Time 2(s)
Repetition_ Time 3.04333312(s)
S
=
g 3
k=
37
% B T T T T T T T T T okl A
220.0 200.0 180.0 160.0 140.0 120.0 100.0 80.0 60.0 40.0 20.0 0 -20.0
X : parts per Million : Carbon13

13C_NMR spectrum of compound 15e
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1
‘\\\'\'\ \ \/ / \ \ V Current Data Parameters
NAME H2
EXPNO 2
PROCNO 1
N—_ F2 - Acquisition Parameters
Date 20170524
()\\,/1Q§;/TJ Time 15.29
O INSTRUM spect
N PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
N\ O\)J\ P 6) TD 65536
N SOLVENT DMSO
H | NS 2255
2 DS 4
N SWH 24038.461 Hz
FIDRES 0.366798 Hz
| AQ 1.3632196 sec
\ RG 5790
DW 20.800 usec
DE 6.00 usec
‘ TE 300.0 K
D1 2.00000000 sec
| d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
= CHANNEL f1l
|
‘ CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13 15.62 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
I 2768
SF 100.6128193 MHz
WDW EM
s SSB 0
LB 1.00 Hz
GB 0
T T N5 T T T T T T T BC 1.40
180 160 140 120 100 80 60 40 20 0 ppm

3C-NMR spectrum of compound 16a
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‘\\N‘\&‘\\/ / Current Data Parameters
NAME H7
EXPNO c |
PROCNO 1

N'N F2 - Acquisition Parameters

Date 20170828

,O\A/ Time 16.01
INSTRUM spect

l PROBHD 5 mm BBO BB-1H
PULPROG 2gpg30

\O TD 65536

» 5
SOLVENT DMSO
| NS 12000
DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz

O

AQ 1.3632196
RG 7290
DW 20.800
DE 6.00
TE 300.
D1 2.00000000
di1l 0.03000000
DELTA 1.89999998
TDO 1
CHANNEL f1
13C
7.50 usec
0.00 dB
100.6228298 MHz
CHANNEL f2 =
waltzlé
1H
80.00 usec
-0.50 dB
15.62 dB
15.62 dB

400.1316005 MHz

Processing parameters

32768
100.6128193 MHz
EM
0
1.00 Hz
0
T ) 1 1.40
180 160 140 120 100 80 60 40 20 0 ppm
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‘\H\\‘\"\N\/Wn/r//% Current Data Parameters
NAME H6
EXPNO 2
N PROCNO 1
N— \ F2 - Acquisition Parameters

Date 20170703

O\A/N Time 13.19

INSTRUM spect

PROBHD S5 mm BBO BB-1H

\)J\ PULPROG 2gpg30

F TD 65536
SOLVENT DMSO

I NS 3000
DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3632196 sec
RG 7290
bW 20.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000. sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL f1 =
13C
7.50 usec

0.00 dB
100.6228298 MHz

CHANNEL f2
waltzl6

400.1316005 MHz

Processing parameters
32768

100.6128193 MHz
EM

0
1.00 Hz
0

T T T T T T T T T T
180 160 140 120 100 80 60 40 20 0 ppm

3C-NMR spectrum of compound 16¢
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\‘ / Current Data Parameters

NAME H1

EXPNO 2

PROCNO 1

] F2 - Acquisition Parameters
O\A/N Date 20170525
Time 5.10

INSTRUM spect

o N PROBHD 5 mm BBO BB-1H

S PULPROG zgpg30

N\ O\)J\N/ O CF D 65536

3 SOLVENT DMSO

H | NS 12000

b DS 4
N

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3632196 sec
RG 101
DW 20.800 usec
DE 6.00 usec
TE 300.0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL f] =====
13C
7.50 usec
0.00 dB

100.6228298 MHz

CHANNEL f2 ==

waltzlé
1H
80.00 usec
-0.50 dB
15.62 dB
15.62 dB
400.1316005 MHz
[F2 - Processing parameters
SI 32768
SF 100.6128193 MHz
" WDW EM
SSB 0
LB 1.00 Hz
GB 0
T T T T T T T T T T =T BC 1.40
200 180 160 140 120 100 80 60 40 20 0 ppm

3C-NMR spectrum of compound 16d
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\‘\\\\\ ‘\ ‘ Current Data Parameters
NAME HB
EXPNO 2
PROCNO 1

\ F2 - Acquisition Parameters

Date 20170829

7 O\/&/ Time 9.47
O Cl INSTRUM spect
\/U\ N < PROBHD 5 mm BBO BB-1H
N PULPROG zgpg30
N\ O N/ X O E) 65536

Pz
N

H I SOLVENT DMSO
NS 8000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3632196 sec
RG 4100
DwW 20.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dl1l 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL f1 ===
13C
7.50 usec
0.00 dB
100.6228298 MHz

m==mm=== CHANNEL f2

CPDPRG2 waltzl6

NUC2 1H

PCPD2 80.00 usec
-0.50 dB
15.62 dB
15.62 dB

400.1316005 MHz

- Processing parameters
32768

100.6128193 MHz
EM

]
1.00 Hz

T T T T T T T T BC 1.30
180 160 140 120 100 80 60 40 20 0 ppm

3C-NMR spectrum of compound 16e
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Print of window 79: Apex Mass Spectrum of Peak 3.275 of Hl16-————- 010900.D
Apex Mass Spectrum of Peak 3.275 of Hl16—————— 010900.D

*MSD1 SPC, time=3.270 of C\CHEM32\1\DATA\SEP-2017\H16---—-010900.D MM-ES+APCI, Pos, Scan, Frag: Var
Norm. |
100 - § Max: 221696
H
1 O~__N
4 =
] N
.t
404
20
o T b I T . [ st e ' T T S e S
(0] 50 100 150 200 250 300 350 m/2
Instrument 1 9/1/2017 1:22:51 PM Page ¥ of 1
Mass spectrum of compound 1
==== Shimadzu LabSolutions Data Report ====
<Spectrum>

Line#1 R.Time:1.033(Scan#63)

MassPeaks:395

RawMode:Averaged 0.700-1.633(43-99) BasePeak:247.05(3695471)
BG Mode:Averaged 0.000-0.733(1-45) Segment 1 - Event 1

1403
130 o)
120
110 )
100- & Oy, N
o0 1 D
80- N
70-
60~
50-
40-
30-
3 5
20+ g g s =
104 ., g = 2 o 2 7 3 = 2 T 8 2 g =9 2
i gﬁg 5 S PO W .. g & - g g s & 8
100 150 200 250 300 350 400 450 500 550 600 650
mifz

Mass spectrum of compound 2
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==== Shimadzu LabSolutions Data Report ====

<Spectrum>

Line#:1 R.Time:1.033(Scan#:63)

MassPeaks:452

RawMode:Averaged 0.667-1.800(41-109) BasePeak:247.05(6212789)
BG Mode:Averaged 0.000-0.700(1-43) Segment 1 - Event 1

140-2
130~
120~
O
1o} : oo~
100 = 0 = |
90- N
3 N
80-
70-
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50-
40-
30-
20-
E - "
10 . s 9 b 2 8 g = s &8 § 8 8 1§ g 2 9
E - = - o o™ = il ol ] =] - i e = > vi -
8% =5 . "lg'Ll‘l'g' - F rr;?’l'” la' a'1 G"I:g %
100 150 200 250 300 350 400 450 500 550 600 650
miz
Mass spectrum of compound 2a
Print of window 79: Apex Mass Spectrum of Peak 5.311 of H17—-————— 0209200.D

Apex Mass Spectrum of Peak 5.311 of H17

*MSD2 SPC, time=5.309 of C:\CHEM32\1\DATA\SEP-2017\H17——020900.0 MM-ES+APCI, Neg, Scan, Frag: Var
Norm. |
100 - § Max: 31592
0
] _NH
R HLN 2
H
Ox_N
LI
P~ N
40 - 2
% i (=
1:
5 5
2 &
20 ; =2 §
o : 1 1.'|' 1w L . .LI . T I.I.. L LL' L s le | b -
50 100 150 200 250 300 350 m/Z
Instrument 1 9/2/2017 12:08:05 PM Page R ol
Mass spectrum of compound 3
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Print of window 79: Apex Mass Spectrum of Peak 4.285 of H18
Apex Mass Spectrum of Peak 4.285 of H1S8 020900.D

020900.D

*MSD1 SPC, time=4.282 of C:\CHEM32\1\DATA\SEP-2017\H18——020900.0 MM-ES+APCI, Pos, Scan, Frag: Var
Norrsvs_
Max: 171776
25 O
] =
B RS Y
T
R H /VL\ D
20— ::? N
(%
15;
10
5 -
J I [
] T ¥ X . T T T — T T
210 220 230 240 250 260 m/:
Instrument 1 9/2/2017 12:19:21 PM Page 1 of I
Mass spectrum of compound 3a
==== Shimadzu LabSolutions Data Report ====
<Spectrum>
Line#:1 R.Time:1.067(Scan#:65)
MassPeaks:477
RawMode:Averaged 0.600-1.667(37-101) BasePeak:317.10(6178998)
BG Mode:Averaged 0.000-0.667(1-41) Segment 1 - Event 1
120
110 s (’ 0
100 5 ‘}
3 OHC NN N
. NI
70+
60
50—
40_.
30—
20— -
10- & W g 23 s 3 8 z 3 4 2o « € 3
is & 2 T 8 & & g = 3 8 g 38 8 & 3
d = Pt ’ l‘ ‘ IN L] Lh{?uul Ll Ll g 1 @3 2 ¢ ‘\?
100 150 200 250 300 350 400 450 500 550 600 650
m/z
Mass spectrum of compound 13a
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==== Shimadzu LabSolutions Data Report ====
<Spectrum>

Line#:1 R.Time:1.100(Scan#:67)

MassPeaks:531

RawMode:Averaged 0.700-1.767(43-107) BasePeak:303. 15(5868517)
BG Mode:Averaged 0.000-0.667(1-41) Segment 1 - Event 1

120~

110-

303.15

381.15

388883888
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25700
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37425
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1 L 5

1679.20
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1g ™ T T T l§ T
150 200 250 300 350 400 450 500 550
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goros
§ﬁ59§ﬁ
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Mass spectrum of compound 13e

==== Shimadzu LabSolutions Data Report ====
<Spectrum>

Line#:1 R.Time:1.100(Scan#67)

MassPeaks:489

RawMode:Averaged 0.667-1.767(41-107) BasePeak:345. 15(51 52477)
BG Mode:Averaged 0.000-0.633(1-39) Segment 1 - Event 1

miz

1204

345.15

110-= , O
100
E OHC 0] _N N
~ N=
90 \©i l \)_/
E N-
80- o~ >

704
60-
50

40 a

307

20

257.00

+—179.00

56.20
86.10
133.05
207.15
225.15
289.15
TS
389.20
455.25
1497.30
53930
575.35
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F689.45

§4

T T
100 150 200 250 300 350 400 450 550 600 650

Mass spectrum of compound 139
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==== Shimadzu LabSolutions Data Report ====
<Spectrum>

Linef#t:1 R.Time:1.067(Scan#:65)

MassPeaks:555

RawMode:Averaged 0.700-1.867(43-113) BasePeak:305.15(5102817)
BG Mode:Averaged 0.000-0.667(1-41) Segment 1 - Event 1

120
103 3 OHC 0 A
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Mass spectrum of compound 13i
==== Shimadzu LabSolutions Data Report ====
<Spectrum>
Line#:1 R.Time:1.100(Scan#:67)
MassPeaks:470
RawMlode:Averaged 0.667-1.833(41-111) BasePeak:333. 15(5498728)
BG Mode:Averaged 0.000-0.633(1-39) Segment 1 - Event 1
120~
110- o (
100 = OHC O NN NJ
3 |
80
0
20 I
° . 5 s = £ 3 i B =z =z 83z a3 3 3
s = 2% & 7 t 4T F 5 8 BF g3 %
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Mass spectrum of compound 13j
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Print of window 79: MS Spectrum
MS Spectrum
*MSD1 SPC, time=6.471 of C:\CHEM32\1\DATA\SEP-2017\Z3-----—-010900.0 MM-ES+APCI, Pos, Scan, Frag: Var

Norm. |

o
-
100 3 Max: 34008

1 N
X
80 N (6}
H

w_
40 b
20_
o 1 T L " = T IL L5 T T T T
300 400 500 600 700 800 900 m/Z
Instrument 1 9/1/2017 3:34:34 PM Page 1 of &
Mass spectrum of compound 14a
==== Shimadzu LabSolutions Data Report ====
<Spectrum>

Line#:1 R.Time:0.933(Scan#57)

MassPeaks:103

RawMode:Averaged 0.633-1.767(39-107) BasePeak:515. 30(7625470)
BG Mode:Averaged 0.000-0.667(1-41) Segment 1 - Event 1
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110—_ N\I 3
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Mass spectrum of compound 14c
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Date of Analysis :27-Oct-2014;20:58:
Instrument Id :ANL-MCL1-L
2: Scan ES+
3.99e7

[
N/
O/\/

Medicinal Chemistry Laboratory-Analytical Research
pleID  :3-E118238-5
Acq.Method :RND-FA-4-5MIN
27102014-3-E118238-5A 59 (1.538)
1004 $29.41
N
X
N
ES
— Is30.38
285.78
1531.35
.45
100 | 150 ' 200 ' 250 | 300 = 350 400 450 500 550 600 650 700 750 800 850 900 950 1000

Mass spectrum of compound 14b
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Medicinal Chemistry Laboratory-Analytical Research

Sample ID :3-E118238-5 Date of Analysis :20:58:54;27-Oct-2014|
Acq.Method :RND-FA-4-5MIN Instrument id : ANL-MCL1-LC-MS—00ﬁ
27102014-3-E118238-5A 4: Diode Array
1.49 Range: 6.085e+1
6.0e+14 Time Hy Area%
0.83 378059  17342.85  0.66
3 0.85 326699 1321658  0.51
1.49 60696060 2539604.00 97.08
5.5e+1 1.84 715264 27110.86  1.04
198 399782 1871533  0.72
5.0e+14
3 N\
4.5e+14
4.0e+14 N O
3 H _
3.5e+1 N\N N;N N
; : \2\/
-3 3.0e+1 0 0 /\/ N
2.5e+1
2.0e+14 "
1.5e+1
1.0e+14

5.04
0.83 , L 184 198
0.04 L

000 025 050 075 100 125 150 175 200 225 250 275 300 3.25 350 3.75 400 425 450
27102014-3-E118238-5A 2: Scan ES+

. 151 TIC
97 9.62e7

lAcq.Method Conditions: RND-FA-4.5-MIN

Column: Acquity BEH C18 (50mmx2.1mm, 1.7um)
Mobile Phase: A: 0.1% Formic Acid in water;

B: 0.1% Formic Acid in ACN

[Time (min) /%B: 0/3, 0.4/3, 3.2/98, 3.8/98, 4.2/3, 4.5/3
[Column Temp: 35°C, Flow Rate: 0.6mL/min

} 3.64 3.69 3.82

-3 T T T T T T —- 7 T T T T T 1 Time
-0.00 0.25 0.50 0.75 1.00  1.25 1.50 1.76 200 225 250 275 300 325 350 375 400 425 4.50

Mass spectrum of compound 14b
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Print oé window 79: Apex Mass Spectrum of Peak 6.37 of Z4-—————— 010900.D

Apex Mass Spectrum of Peak 6.37 of Z24-—-—————- 010900.D
*MSD2 SPC, time=6.376 of CACHEM32\1\DATA\SEP-2017\Z4-—-----010900.D0 MM-ES+APCI, Neg, Scan, Frag: Var
Norm. |
100 — "T;, Max: 62824
»
i
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Instrument 1 9/1/2017 3:40:08 PM Page d of &
Mass spectrum of compound 14d
==== Shimadzu LabSolutions Data Report ====
<Spectrum>

Line#:1 R.Time:1.033(Scan#:63)

MassPeaks:284

RawMode:Averaged 0.633-1.633(39-99) BasePeak:517. 30(7249564)
BG Mode:Averaged 0.000-0.600(1-37) Segment 1 - Event 1
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Mass spectrum of compound 14e
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Print of window 79: Apex Mass Spectrum of Peak 6.451 of 25

010900.D

Apex Mass Spectrum of Peak 6.451 of Z5-—-—————-— 010900.D
*MSD1 SPC, time=6.444 of C:\CHEM32\1\DATA\SEP-2017\Z5-—-— 010900.0 MM-ES+APCI, Pos, Scan, Frag: Var
Norm. |
1 =
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Instrument 1 9/1/2017 3:55:44 PM Page M
Mass spectrum of compound 14f
Print of window 79: Apex Mass Spectrum of Peak 6.438 of Z6-—————-= 010900.D
Apex Mass Spectrum of Peak 6.438 of Z6——————-— 010900.D
*MSD1 SPC, time=6.444 of C\CHEM32\1\DATA\SEP-2017\Z6——010900.D0 MM-ES+APCI, Pos, Scan, Frag: Var
Norm. |
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Instrument 1 9/1/2017 3:48:44 PM Page 1 of 1
Mass spectrum of compound 14g
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==== Shimadzu LabSolutions Data Report

<Spectrum>

Line#:1 R.Time:1.200(Scan#:73)

MassPeaks:214

RawMode:Averaged 0.733-1.800(45-109) BasePeak:545. 30(649505)
BG Mode: Averaged 0.000-0.700(1-43) Segment 1 - Event
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Mass spectrum of compound 14h
Print of window 79: Apex Mass Spectrum of Peak 7.401 of Z9--—-—-——- 020900.D
Apex Mass Spectrum of Peak 7.401 of Z29---——-——- 020900.D
*MSD1 SPC, time=7.402 of C:\CHEM32\1\DATA\SEP-2017\Z9-------020900.0 MM-ES+APCI, Pos, Scan, Frag: Var
Norm. |
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Instrument 1 9/2/2017 12:50:12 PM Page 10f 1
Mass spectrum of compound 14i
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Medicinal Chemistry Laboratory-Analytical Research
Sample ID  :2-E118238-34 Date of Analysis :27-Oct-2014;20:52:
Acq.Method :RND-FA-4-5MIN Instrument Id :ANL-MCL1-LC-|
27102014-2-E118238-34A 65 (1.695) Cm (64 4:67) 2: Scan ES+
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Medicinal Chemistry Laboratory-Analytical Research
Sample ID  :2-E118238-34 Date of Analysis :20:52:06;27-Oct-2014|
Acq.Method :RND-FA-4-5MIN Instrument Id : ANL-MCL1-LC-MS-002
27102014-2-E118238-34A 4: Diode Array
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Mobile Phase: A: 0.1% Formic Acid in water; 3.50]
B: 0.1% Formic Acid in ACN
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Print of window 79: Apex Mass Spectrum of Peak 7.433 of Z8—-——-———-— 020900.D

Apex Mass Spectrum of Peak 7.433 of Z28-——————— 020900.D
*MSD1 SPC, time=7.429 of C\CHEM32\1\DATA\SEP-2017\Z8----—020900.0 MM-ES+APCI, Pos, Scan, Frag: Var
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Mass spectrum of compound 14
==== Shimadzu LabSolutions Data Report ====
<Spectrum>

Line#:2 R.Time:0.983(Scan#:60)

MassPeaks:285

RawMode:Averaged 0.850-1.383(52-84) BasePeak:522. 25(55302)
BG Mode:Averaged 0.016-0.850(2-52) Segment 1 - Event 2
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Mass spectrum of compound 15b
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Print of window 79:
Apex Mass Spectrum of Peak 6.342 of 22

Apex Mass Spectrum of Peak 6.342 of 22
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Mass spectrum of compound 15c¢
Print of window 79: Apex Mass Spectrum of Peak 4.309 of Zl-—————— 230800.D
Apex Mass Spectrum of Peak 4.309 of 21-————— 230800.D
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==== Shimadzu LabSolutions Data Report ====
<Spectrum>

Line#:2 R.Time:0.983(Scan#:60)

MassPeaks:362

RawMode:Averaged 0.650-1.650(40-100) BasePeak:526. 15(40683)
BG Mode:Averaged 0.016-0.650(2-40) Segment 1 - Event 2
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Mass spectrum of compound 15e
Print of window 79: Apex Mass Spectrum of Peak 4.315 of H2-—————— 310500.D
Apex Mass Spectrum of Peak 4.315 of H2-=————-— 310500.D
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~rint of window 79: Apex Mass Spectrum of Peak 5.312 of H7—-—————-—

300800.D
Apex Mass Spectrum of Peak 5.312 of H7—-——————— 300800.D
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Mass spectrum of compound 16b
Print of window 79: Apex Mass Spectrum of Peak 6.346 of H6——————— 070700.D
Apex Mass Spectrum of Peak 6.346 of H6——————-— 070700.D
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Mass spectrum of compound 16¢
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Print of window 79: Apex Mass Spectrum of Peak 7.341 of Hl—-—————= 310500.D
Apex Mass Spectrum of Peak 7.341 of Hl-—————-— 310500.D
*MSD2 SPC, time=7.333 of C:\CHEM32\1\DATA\MAY-2017\H1-—---—-310500.0 MM-ES+APCI, Neg, Scan, Frag: Var
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Mass spectrum of compound 16d
Print of window 79: Apex Mass Spectrum of Peak 5.314 of H8-—————— 300800.D
Apex Mass Spectrum of Peak 5.314 of H8-—=—=——-— 300800.D
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Mass spectrum of compound 16e
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