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SUPPORTING FILES
Entry Compounds Spectra

S4 S5a 'H
S5 5a BC
S6 Sa LC-MS
S7 5b 'H
S8 5b BC
S9 5b HR-MS
S10 5c 'H
S11 5¢ B3C
S12 5¢ HR-MS
S13 5d 'H
S14 5d BC
S15 5d HR-MS




cS16 Se 'H
S17 5e 13C
S18 5e HR-MS
S19 5f 'H
S20 5f 3C
S21 5f HR-MS
S22 5g 'H
S23 S5g BC
S24 5g HR-MS
S25 5h 'H
S26 5h BC
S27 Sh HR-MS
S28 51 'H
S29 51 BC
S30 5i HR-MS
S31 5j 'H
S32 5 BC
S33 5j HR-MS
S34 5k 'H




S35 Sk 13C
S36 Sk LC -MS
S37 Sk LC -MS
S38 51 'H
S39 51 13C
S40 51 HR-MS
S41 Sm 'H
S42 Sm BC
S43 Sm HR-MS
S44 5n 'H
S45 5n BC
S46 5n LC -MS
S47 50 'H
S48 50 BC
S49 50 LC -MS
S50 5p H
S51 5p 13C
S52 Sp LC -MS
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X : parts per Million : Proton
Filename = 21 JUN 2017_3-03-MR-5_prot ---- PROCESSING PARAMETERS ----
Author = JEOLNMR Field Strength = 11.7473579(T] (500 [MHz]) de_balance( 0, FALSE )
Experiment proton. jxp X_Acq Duration 1.74587904(s] sexp( 0.2[Hz], 0.0[s]
Sample_Id = 3-03-MR-5 X_Domain =18 trapezoid( 0[%], 0[%], 80[%], 100[%] )
Solvent = CHLOROFORM-D X_Freq = 50015991521 [MHz] zerofill( 1)
Creation_Time 21-JUN-2017 12:3: X_Offset 5.0(ppm] ££e( 1, TRUE, TRUE )
Revision_Time = 22-NOV-2018 00 X_Points = 16384 machinephase
Current Time = 22-NOV-2018 00: X_Prescans 1 pem
X_Resolution = 0.57277737[Hz]
Comment. = single_pulse X_Sweep = 9.38438438 (kHz] Derived from: 21 JUN 2017_3-03-MR-5_proton-|
Data_Format = 1D COMPLEX X_sweep Clipped = 7.50750751(kHz]
Dim_Size = 13107 Irr_Domain = Proton
Dim Title Proton Irr Freq 500.15991521 [MHz]
Dim_Units = [ppm] Irz_Offset = 5.0(ppm]
Dimensions =% Tri_Domain = Proton
Site = JNM-ECX500IT Tri Freq = 500.15991521 [MHz]
Spectzometer = DELTA2 NMR Tri_Offset = 5.0(ppm]
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230.0 220.0 2100 200.0 190.0 180.0 1700 160.0 150.0 140.0 130.0 1200 110.0 1000 900 80.0 700 60.0 500
X : parts per Million : 13C
Filename = 3-03-NR-5-Carbon-2.jdf Field Strength = 9.40028361[T] (400 [MHz]) ~--- PROCESSING PARAMETERS —---
Author = av400 X _Demain = 13¢c de_balance( 0, FALSE )
Experiment = zgpg X_Freq = 100. 64948736 [MHz] sexp( 2.0(Hz], 0.0[s] )
Sample_Id = 3-03-NR-5 X _Freq Flip = TRUE trapezoid( O[%], O[%], 80[%], 100[%] )
= CHLOROFORM-D X_Offset = 11.57336011[kHz] zerofill( 1 )
Creation_Time = 23-JUN-2017 12:40:17 X_Points = 16384 ££e( 1, TRUE, TRUE )
Revision Time = 22-NOV-2018 02:13:23 X_Prescans =4 machinephase
Current Time = 22-NOV-2018 02:13:29 X_Sweep = 24.03846154 [kHz] PP
Scans = 2564
Comment. = 3-03-NR-5
Data Foxmat = 1D COMPLEX Temp_Get = 298(K]
Dim_Size = 16384 Filter Factor = 832
Dim_Title =13
Dim Units = [(ppm]
Dimensions =x
Spactrometer = BRUKER DMX NMR




P.codesSample Id:
Injection Date :
Data file :

FDA/MS (APCT+MCDE AND APCI-MODE)

2/22/2018 10:18:46 PM vial No.
:\MSD DATA\Z01B\FEB-2018\220218_I\->Injecticn vol

1P2-B-08
1pL

Method info

: METHOD:34-100316,
Ascentis Express C18
Mobile Phase (A)
MobilePhase (B)

Flow rate:0.3 ml /min

(50 mm X 2.1mm X 2.7pm)
:0.19FORMIC ACID IN WATER
: ACN

“MSD2 SFC. lime=1.3331.607 of D'MSD

0
60
]
PR
o X

11220218 WWES

2970 2960
M

s

1751

150 200 250 %0 0
NSO SPC, ime=17191.873 of DWMSD DATAZ0181F EB-20181220218_1220218

2001
2740
2080
260
2383

WWES

04—

(WSO DAT TS 5

0
WSD1 TG, M5

05
Fie (DWSD

WSD2TIC, NS

05
File (DWISD

05
I WSE1 SPC, et 341183 o

298.0
5951

380

alysed By

imw
B

Instrument Code : Instrument 1 Page

10f 2

E
80 -
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zo—i?
ER WY

Cempound Name

Area

Meas. R Area %

2.162e7
5.860a5

1.440 97.362
1,783 2.638

Compound Name

Area

Meas. R Area %

1.910e6

1.441 100.000
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X : parts per Million : Proton
Filename = 21 JUN 2017 3-02-NP-2_prot ---- PROCESSING PARAMETERS ----
Author = JEOLNMR Field Strength = 11.7473579[T] (500([MHz]) de_balance( 0, FALSE )
Experiment = proton.jxp X_Acq Duration = 1.74587904([s] sexp( 0.2([Hz], 0.0[s] )
Sample_Id = 3-02-NP-2 X_Domain =18 trapezoid( 0[%], 0[%], 80([%], 100[%] )
Selvent = CHLOROFORM-D X _Freq = 500.15991521 [MHz] zerofill( 1 )
Creation Time = 21-JUN-2017 12:54:43 X_Offset = 5.0[ppm] £ft( 1, TRUE, TRUE )
Revision Time = 22-NOV-2018 00:21:04 _Points = 16384 machinephase
Current_Time = 22-NOV-2018 00:21:10 X_Prescans - PPm
X_Resolution = 0.57277737[Hz] dEDl
Comment = single pulse X_Sweep = 9.38438438 [kHz] Derived from: 21 JUN 2017_3-02-NP-2_proton-| e
Data Format = 1D COMPLEX X_Sweep Clipped = 7.50750751 [kHz] :
Dim_Size = 13107 Irr_Domain = Proton
Dim Title = Proton Irz Freq = 500.15991521 [MHz]
Dim Units = [ppm] Irr Offset = 5.0[ppm)
Dimensions = Tri_Domain = Proton
= JNM-ECXS00II Tri_Freq = 500.15991521 [MHz]
Spectrometer = DELTA2_NMR Tri_Offset = 5.0[ppm]
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——— PROCESSING PARAMETERS -——
dc balance ( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
trapezoid( D[+], O[%], BO[4], 100[%] )
zerofill( 1 )
£6L( 1, TRUE, TRUE )
machinephase
ppm
I
0*\:0
NH
Filename = 3-02-WP-2-Carbon-2.jdf
Author = av400
Experiment = z
X Sample_Td = 3-02-NP-2
Solvent = CHLOROFORM-D
Creation Time = 23-JUN-2017 12:44:36
o o Revision Time = 6-FEB-2018 17:02:31
Current Time = 6-FEB-2018 17:02:53
Comment. = 3-02-NP-2
Data_Format = 1D COMPLEX
Dim_Size = 16384
Dim_Title = 13¢
Dim_Units = [ppm]
Dimensions =x
Spactrometer = BRUKER DMX_NMR
Fiald Strength = 5.40028361(T] (400 [MHz])
X_Domain = 13c
X Fregq = 100. 64948736 [Miz]
X Freq Flip = TRUE
X_Offset = 11.57336011[kHz]
X Polnts - 16384
X_prescans -4
X _Sweep = 24.03846154 [kilz]
Scans = 2048
Temp_Ge! = 298[K]
Filter Factor = 832
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X : parts per Million : 13C
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Filename =
Author
Experiment
Sample_Id
Solvent
Creation_Time
Revision_Time
Current_Time

Comment
Data Format

21 JUN 2017 _3-03-N-P6_prot
JEOLNMR

proton. jxp
3-03-N-P6
cH

LOROFORM-D
21-JUN-2017 12:42:51
21-NOV-2018 23:19:54
21-NOV-2018 23:23:34

single_pulse
1D COMPLEX
52429

Proton

[ppm]

X

JNM-ECX50011
DELTAZ_NMR

Field Strength
ration
X_Domain
X_Freq
X_Offset
X_Points
X_Prescans
X_Resolution
X_Sweep
X_Sweep_Clipped
Irr_Domain
Irz F:
Irr Offset
Tri_Domain
Tri Freq
Tri_Offset

RN

11.7473579(7] (500([MHz])
1.74587904 [s]

H
500.15991521 [MHz]
5.0[ppm]

16384

1
0.57277737 [Hz]
9.38438438 [kHz]
7.50750751 [kHz]
Proton
500.15991521 [MHz)
5.0(ppm]

Proton
500.15991521 [MHz]
5.0[ppm]

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2(Hz], 0.0(s] )
trapezoid( 0[%], 0[%], 80[%], 100[%] )
zerofill( 4 )
£ft( 1, TRUE,
machinephase

TRUE )

PPm
phase( 0, 8.03974, 68.93026[%] )
phase( 2.09437, -6.56412, 83.38674(%] )

Derived from: 21 JUN 2017_3-03-N-P6_proton-|
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X : parts per Million ; 13C
Filename = 3-03-NP-6-Carbon-3.3df Field Strength = 9.40028361(T] (400 [MHz]) ~—-- PROCESSING PARAMETERS —---
Author = ava00 Domain - de_balance( 0, FALSE }
Experiment = zgpg *_Preg = 100. 64948736 [MHz] sexp( 2.0(Hz], 0.0[s] )
sample_Id = 3-03-NP-6 % Freq Flip = TRUE trapezoid( 0(%], 0[%], 80[%], 100[%] )
Solvent = CHLOROFORM-D X_Offset = 11.57336011 [kHz] zarofill( 1)
Creation_Time = 23-JUN-2017 12:45:22 ¥_Points = 16384 £££( 1, TRUE, TRUE )
Revision Time = 22-NOV-2018 00:18:17 ¥_Prescans =4 machinephase
Current Time = 22-NOV-2018 00:18:22 X_sweep = 24.03846154[kitz] ppm
Scans = 3072 phase( 18.92253, 121.65628, 65.96472[3] ) dEoL
Comment = 3-03-NP-6 e e
Data Format = 1D COMPLEX Temp_Get = 298[K]
Dim_Size = 16384 Filter Factor = 832
Dim Title =13c
Dim Units = [ppm]
Dimensions =x
Spectrometer = BRUKER DMX NMR
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RK-04-8 13 (0.269) AM2 (Ar,22000.0,556.28,0.00 LS 3) 1: TOF MS ES+
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X 1 parts per Million : Proton
Filename = 21 JUN 2017 3-03-NE-7_prot ---- PROCESSING PARAMETERS ----
Author = JEOLNMR Field Strength = 11.7473579[T] (500([MHz]) de_balance( 0, FALSE )
Experiment = proton.jxp X_Acq Duration = 1.74587904([s] sexp( 0.2([Hz], 0.0[s] )
Sample_Id = 3-03-NP-7 X_Domain =18 trapezoid( 0[%], 0[%], 80[%], 100[%] )
Solvent = CHLOROFORM-D X_Freq = 500.15991521 [MHz] zerofill( 1 )
Creation Time = 21-JUN-2017 12:48:28 X_Offset = 5.0[ppm] £ft( 1, TRUE, TRUE )
Revision Time = 22-NOV-2018 22:59:04 X_Points = 16384 machinephase
Current_Time = 22-NOV-2018 22:59:11 X_Prescans - PPl
X_Resolution = 0.57277737[Hz] dEDl
Comment = single pulse X_Sweep = 9.38438438 [kHz] Derived from: 21 JUN 2017_3-03-NP-7_proton-| eyl
Data Format = 1D COMPLEX X _Sweep Clipped = 7.50750751 [kHz] :
Dim_Size = 13107 Irr_Domain = Proton
Dim Title = Proton Irz Freq = 500.15991521 [MHz]
Dim_Units = [ppm] Irr Offset = 5.0[ppm]
Dimensions = Tri_Domain = Proton
= JNM-ECXS00II Tri_Freq = 500.15991521 [MHz]
Spectrometer = DELTA2_NMR Tri_Offset = 5.0[ppm]
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X : parts per Million : 13C
Filename = 3-03-MP-7_Carbon-2.jdf Field Strength = 9.40028361[T] (400 [MHz]) ---- PROCESSING PARAMETERS —-—-
Author = av400 %1 = 13¢ de_balance( 0, FALSE )
Experiment = zgpg X Freq = 100.64948736 [Mz] sexp( 2.0[Hz], 0.0[s] )
Sample_TId = 3-03-MP-7 X _Freq Flip = trapezoid( 0[%], O[%], 80[%], 100[%] )
Solvent = CHLOROFORM-D X_Offset. = 11.57336011 [kHz] zerofill( 1 )
Creation Time = 23-JUN-2017 12:42:51 X Points = 16384 £€6( 1, TRUE, TRUE )
Revision Time = 22-NOV-2018 23:39:48 X Prescans =4 machinephase
Current Time = 22-NOV-2018 23:39:54 X_Sweep = 24.03846154 [kHz] ppm
Scans = 3072 phase( -9.58425, -162.08531, 65.88537[4] ) ‘JE
Comment = 3-03-NP-7 phase( 6.08167, -30.42934, 66.35537[%] ) Sopd o bvionalion
Data Format = 1D COMPLEX Temp_Get = 298[K] .
Dim_Size = 16384 Filter Factor = 832
Dim_Title =13
Dim _Units = [ppm]
Dimensions =x
Spectrometer = BRUKER DMX_NMR
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X : parts per Million : 1H
Filename = Raj_41-5.3df Field Strength = 9.40028361(T] (400 [MHz]) --—— PROCESSING PARAMETERS —---
Author = nmr Domain - dc balance( 0, FALSE )
Experiment = zg30 *_Freg = 400.23200115 [MHz] sexp( 0.2(Hz], 0.0(s] )
sample Id = RK-02-3-3-NP-09 X _Freq Flip = TRUE trapezoid( 0[%], O[%], 80[%], 100[%] )
Solvent = CHLOROFORM-D ¥ _Offset = 2,00115[knz] zerofill( 1 )
Creation_Time = 22-NOV-2018 23:58:51 X_Points = 32768 ££e( 1, TRUE, TRUE )
Revision_Time = 23-NOV-2018 00:08:34 X_Prescans =2 machinephase
Current_Time = 23-NOV-2018 00:08:43 X _Sweep = 10.0[kHz] PP
wmTon JEOL
Comment. = RR-02-3-3-NP-09 Derived from: Raj_41-4.jdf oyt
Data Format = 1D COMPLEX Temp_Get = 536.16[K]
Dim_Size = 32768 Filter Factor = 2000
Dim_Title =18
Dim Units = [ppm)
Dimensions =
Spectrometer = BRUKER DMX NMR
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abundance

300.0

200.0

100.0

JEOL

Salutions for Innovation

~—— PROCESSING PARAMETERS -
de_balance ( 0, FALSE )

sexp( 2.0(Hz], 0.0(s] )
trapezoid( 0[%), O[%], 80[%], 100[%] )
zerofill( 1 )

££( 1, TRUE, TRUE )

machinephase

PP

Derived from: Raj 42-1.jdf

v TE=o = wazw9 oo ] ® & =
a4 azZfs & E3%8% 338 a% a2 @ &
: oOHEg ¥ Sgecd mEE av S a
\
(¢} 0o
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160.0 150.0 140.0 1300 1200 110.0 1000 900 80.0 700 60.0 500 400 300 200 100

X : parts per Million : 13C

Filename = Raj_d2-2.3df
Author = mmr

Experiment = zgpg30

Sample_Id = RK-02-3-3-NP-09
Solvent = CHLOROFORM-}
Creation Time = 6-FEB-2018 14:37:10
Revision Time = 6-FEB-2018 14:56:11
Current_Time = 6-FEB-2018 14:56:15

Comment.
Data_Format
Dim_Size
Dim_Titla
Dim_Units
Dimensions
Spactrometer

Field Strength
X_Domain
X_Freq
X_Freq Flip

X _Offset

X _Points
¥_Prescans
X_Sweep

Scans

9.40028361[T] (400 [MHz])
13c
100. 64797734 [MHz]

TRUE
10.06333735(kHz]
32768

4
24.03846154 [kiz]
28

Temp_Get 538.16[K]
Filter Factor = 832
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RK-04-14 11 (0.228) AM2 (Ar,22000.0,556.28,0.00,LS 3) 1: TOF MS ES+
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X : parts per Million : 1H
Filename = Raj_48-6.3df Field Strength = 9.40028361(T] (400 [MHz]) ~-—— PROCESSING PARAMETERS —---
Author = nmr X_Domain = dc_balance( 0, FALSE )
Experiment = 2930 X_Freq = 400.23200115 [MHz] sexp( 0.2(Hz], 0.0[s] )
sample_Id = RK-02-3-1 % Freq Flip = TRUE trapezoid( 0[%], O[%], 80[%], 100[%] )
Solvent = CHLOROFORM-D X_offset = 2,00115[kiiz] zerofill( 1 )
Creation_Time = 23-NOV-2018 00:50:06 X_Points = 32768 ££e( 1, TRUE, TRUE )
Revision_Time = 23-NOV-2018 01:00:40 X_Prescans =2 machinephase
Current_Time = 23-NOV-2018 01:00:44 X_Sweep = 10.0[kHz] ppm
s 8 JEOL
Comment. = RR-02-3-1 Derived from: Raj_48-5.jdf i
Data Format = 1D COMPLEX Temp_Get = 533.16[K]
Dim_Size = 32768 Filter Factor = 2000
Dim_Title =18
Dim Units = [ppm)
Dimensions =X
Spectrometer = BRUKER DMX_NMR
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L

JEOL

Salutions for Innovation

~—— PROCESSING PARAMETERS -
de_balance ( 0, FALSE )

sexp( 2.0(Hz], 0.0(s] )
trapezoid( 0[%), O[%], 80[%], 100[%] )
zerofill( 1 )

££( 1, TRUE, TRUE )

machinephase

PP

Derived from: Raj 49-1.jdf

T T T T T
210.0 190.0 170.0

X : parts per Million : 13C

Filename = Raj_49-2.3df
Author = mmr

Experiment = zgpg30

Sample_Id = RE-02-3-1

Solvent = CHLOROFORM-D
Creation Time = 6-FEB-2018 15:51:21
Revision Time = 6-FEB-2018 15:55:38
Current_Time = 6-FEB-2018 15:55:40
Comment. = RE-02-3-1
Data_Format = 1D COMPLEX

Dim_Size = 32768

Dim_Title = 13c

Dim_Units = [ppm]

Dimensions -x

Spectrometer = BRUKER DMX_NMR
Field Strength = 9.40028361(T] (400 [MHz])
X_Domain =13¢

X_Freq = 100. 64797734 [MHz]

X Freq Flip = TRUE

X_Offset = 10.06333735[kHz]

X Points = 32768

¥_Prescans =4

X_Sweep = 24.03846154 (kAz]
Scans = 40

Temp_Get = 534.16([K]

Filter Factor = 832
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X : parts per Million : Proton
Filename = 20 JUN 2017 3-03-NP_proton ---- PROCESSING PARAMETERS ----
Author = JEOLNMR Field Strength = 11.7473579[7] (500([MHz]) de_balance( 0, FALSE )
Experiment = proton.jxp X_Acq Duration = 1.74587904([s] sexp( 0.2([Hz], 0.0[s] )
Sample_Id = X_Domain =18 trapezoid( 0[%], 0[%], 80[%], 100[%] )
Solvent = CHLOROFORM-D X _Freq = 500.15991521 [MHz] zerofill( 1 )
Creation Time = 20-JUN-2017 18:26:53 X_Offset = 5.0[ppm] £ft( 1, TRUE, TRUE )
Revision Time = 23-NOV-2018 04:26:33 B = 16384 machinephase
Current_Time = 23-NOV-2018 04:26:40 X_Prescans - Ppm
X_Resolution = 0.57277737[Hz] dEDl
Comment = single pulse X_Sweep = 9.38438438 [kHz] Derived from: 20 JUN 2017_3-03-NP_proton-1- cpr vl emiioms
Data Format = 1D COMPLEX X_Sweep Clipped = 7.50750751 [kHz] |
Dim_Size = 13107 Irr_Domain = Proton
Dim Title = Proton Irz Freq = 500.15991521 [MHz]
Dim _Units = [ppm] Irr Offset = 5.0[ppm]
Dimensions = Tri_Domain = Proton
= JNM-ECXS00II Tri_Freq = 500.15991521 [MHz]
Spectrometer = DELTA2_NMR Tri_Offset = 5.0[ppm]
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JEOL

Salutions for Innovation

~—-~ PROCESSING PARAMETERS ———
de_balance( 0, FALSE )

sexp( 2.0(Hz], 0.0[s] }

trapezoid( O[%], 0[%], BO[%], 100(%] )
zerofill( 1 )

££t( 1, TRUE, TRUE )

machinephase

Derived from: 20 JUN 2017_3-03-NP_carbon-1-|

T T T T T T T T T T T T T T T T
170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 500 400 30.0 200 1
X : parts per Million : Carbonl3

T
0.0

Filename = 20 JUN 2017_3-03-NP_carb|
Author = JEOLMMR

Experiment = carbon.jxp

Sample_Id = 3-03-NP

Solvent = CHLOROFORM-D

Creation Time = 20-JUN-2017 18:28:18
Revision Time = 6-FEB-2018 16 3
Current_Time = 6-FEB-2018 16 5

nt = single pulse decoupled g
Data_Format = 1D COMPLEX
Dim Size = 26214
Dim_Titla = carbanll
Dim_Units = [ppm]
Dimensions =X
site = JNM-ECXS00IL
Spect rometer = DELTA2_NMR
Field Strength = 11.7473579[T] (500 [MHz])
X_Acq Duration = 0.83361792(s]
X_Domain =13
X Freq = 125.76529768 [MHz]
X Offset = 100[ppm]
X Points = 32768
X Prescans =4
X Resolution = 1.19959034 [Hz]
X_Sweep = 39.3081761 [kiiz]
X_Sweep_Clipped = 31.44654088[kHz]
Irr_Domain = Proton
Irr_Freq = 500.15991521 [MHz]
Irr_Offset = 5.0[ppm]
Clipped = FALSE
Scans = 2048
Total Scans = 2048
Relaxation Delay = 1.5[s]
Recve_Gain = 58

_Get = 20.6[dc]
X_90 Width = 11.25[us]
X_Acq_Time = 0.83361792[s]
X_Angle = 30[deg]
X_Atn = 5[dB]
X_Pulse = 3.75[us]
Irr_Atn_Dec = 25.685[dB]
Irr_Atn_Noe = 25.685([dB]
Irr_Noise = WALTZ
Ter_Pwidth = 92[us]
Decoupling = TRUE
Initial Wait = 1[s]
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X : parts per Million : 1H
Filename = IM_37-10.3af Field Strength = 9.39793489(T] (400 [MHz]) ~—-- PROCESSING PARAMETERS —---
Author = root Domain - de_balance( 0, FALSE }
Experiment = zg30 X_Preq = 400.13247097 [MHz] sexp( 0.2(Hz], 0.0[s] )
sample_Id = RE-02-NP-3-03-10 % Freq Flip = TRUE trapezoid( 0(%], 0[%], 80[%], 100[%] )
Solvent = DMSO-D6 X offset = 2.47096654 [kHz] zerofill( 4 )
Creation_Time = 22-NOV-2018 03:31:37 ¥_Points = 16384 £££( 1, TRUE, TRUE )
Revision Time = 22-NOV-2018 04 ¥_Prescans =2 machinephase
Current Time = 22-NOV-2018 04:04:53 X_sweep = 8.2781457 [liz] ppm
Scans = 40 phase( 10.35213, -111.20669, 73.3138[3] ) dEoL
Comment = RK-02-NP-3-03-10 reference( 0.00821[ppm], 77 [ppm] ) e e
Data Format = 1D COMPLEX Temp_Get = 295.96[K] reference( 77.0(ppm], 0(ppm] )
Dim_Size = 65536 =16
Dim Title =1 Derived from: IM_37-7.3df
Dim Units = [ppm]
Dimensions =x
Spectrometer = BRUKER DMX NMR
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JEOL

Salutions for Innovation

~—— PROCESSING PARAMETERS -
de_balance ( 0, FALSE )

sexp( 2.0(Hz], 0.0(s] )
trapezoid( 0[%), O[%], 80[%], 100[%] )
zerofill( 1 )

££( 1, TRUE, TRUE )

machinephase

PP

Derived from: IM 38-1.3df

T T T T T T T T T T T T
170.0 160.0 150.0 140.0 1300 120.0 110.0 1000 90.0 80.0 70.0 60.0
X : parts per Million : 13C

T
50.0

T T T
400 300 200

T
10.0

Filename = IM_38-2.jdf
Author = root

Experiment = zgpg30

Sample_Id = RK-02-NP-3-03-10
Solvent = CHLOROFORM

Creation Time = 6-FEB-2018 14:18:51
Revision Time = 6-FEB-2018 14:21:56
Current_Time = 6-FEB-2018 14:22:00

Comment. = RK-02-NP-3-03-10
Data_Format = 1D COMPLEX
Dim_Size = 32768

Dim_Title = 13c

Dim_Units = [ppm]

Dimensions -x

Spectrometer = BRUKER DMX_NMR
Field Strength = 9.39793485(T] (400 [MHz])
X_Domain =13¢

X_Freq = 100, 62363518 [MHz]
X Freq Flip = TRUE

X_Offset = 10.8661786 [kHz]
X Points = 32768

¥_Prescans -4

X_Sweep = 26.17801047[kHz]
Scans = 200

Temp_Get = 296.16[K]

Filter Factor =4

26




RK-04-6

RK-04-6 13 (0.269) AM2 (Ar,22000.0,556.28,0.00,LS 3) 1: TOF MS ES+
bvy 346.0613 1.87e6
]
o—||>=o
NH
cl N
o o
=
‘ 348.0584
141.9590.172.9780 365.1071 |
o besngileianflspiest 5 452004 T22441  609.2330 757.4205 °017%% g9 5081 1179 4696 |
100 200 300 400 500 600 700 800 900 1000 1100 |

27



abundance

8.0

7.0

50

4.0

3.0

1.0

6.0

2.0

X : parts per Million : Proton

6.0

50

;4323

/e
= 4288

4.306

30

093]

1.349

1367

-

<

s for Innavation

~--- PROCESSING PARAMETERS —-——
de_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid{ O[], O[%], BO[%], 100(%] )
zerofill( 1 )

£ft( 1, TRUE, TRUE )

machinephase

PPm

Derived from: 20 JUN 2017_3-17-NP_proton-1-|

Filename = 20 JUN 2017_3-17-NP_prot
Auther -

Experiment = proton.jxp
Sample_Id = 3-03-NP

Solvent = CHLOROFORM-D
Creation Time = 20-JUN-2017 15:38:53
Revision Time = 3-NOV-2018 05:38:51
Current Time = 3-NOV-2018 05:3
Comment = single pulse
Data_Format = 1D COMPLEX

Dim_Size = 13107

Dim_Titla = Proton

Dim_Units = [ppm]

Dimensions =x

Site = JNM-ECX500II
Spectrometer = DELTAZ_NMR

Field Strength 11.7473579[T] (500[MHz])

X_hcq Duration = 1.74587904[s]

X _Domain = 1H

X Freq = 500.15991521 [MHz]
X_Offset = 5.0[ppm]
X_Points = 16384

X_Prescans =1

X_Resolution = 0.57277737[Hz]
X_Sweep = 9.38438438 [kHz]
X_Sweep_Clipped = 7.50750751[kHz]
Irr_Domain = Proton

Irr_Freq = 500.15991521 [MHz]
Irr_Offset = 5.0(ppm)
Tzi_Domain = Proto

Tri_Fr = 500.15991521 [MHz]
Tri Offset = 5.0[ppm]

Clipped = FALSE

Scans =16

Total Scans =16

Relaxation Delay = 2(s]

Recvr_Gain =44

Temp_Get = 20.2[dC)
X_90_Width = 6.6[us]
X_hcq_Time = 1.74587904[s]
X_Angle = 45[deg]

X_Atn = 2.8[a8]

X_Pulse = 3.3[us]

Irr_Mode = off

Tri_Mode = Off

Dante Presat = FALSE
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Sample ID: ANG

1: TOF MS ES+

T 402.1472 1.89e7

E\o_

235.0758
239.1072
4031508
454.1582
261.0897 455.2664
200.9736 2130691 289.0848
- e 341.0154_351 2519 431.1793 TR
149.0250._ 1595430 262.0928
D] 161.9056 ‘ ( ‘ 358.1335 ( 4952658
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~--— PROCESSING PARAMETERS —-—-
de_balance( 0, FALSE )
sexp( 0.2[Hz], 0.

traj
zerofill( 1
£re( 1,
machinephase
ppm

zoid( O[%],
)

0[s] )
o[%], 80[%], 100(%] )

TRUE, TRUE )

Derived from: IM 17-1.jdf

Filename = IM.17-2.3df
Author = root

Experiment = 2q30

Sample_Id = RK-02-NP-3-03-17
Solvent = CHLOROFORM-D
Creation Time = 6-FEB-2018 13:31:17
Revision Time = 6-FEB-2018 14:11:22

Current_Time

6-FEB-2018 14:11:26

= RK-02-NP-3-03-17
= 1D COMPLEX
Dim Size = 16384
Dim_Title 18
Dim_Units = (ppm]
Dimensions X
Spectrometer = BRUKER_DMX_NMR
Field Strength = 9.39793483([T] (400[MHz])
X_Domain = 18
= 400.13247097 [MHz)
= TRUE
= 2.47096654 [kEz]
= 16384
X_Prescans =
X = 8.2781457 (kHz]
Scans = 40
Temp_Get = 295.96[K]
Filter Factor = 16
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X : parts per Million : 13C
Filename = 20171222-MIK-116_2-8. jdf Field Strength = 9.40216258(T) (400 ([MHz]) —--- PROCESSING PARAMETERS ——--—
Author = nmrsu X_Domain = 13C dc_balance( 0, FALSE )
Experiment = zgpg30 X_Freq = 100.66809537 [MHz] sexp( 2.0[Hz], 0.0(s] )
Sample Id = MIK-116 X _Freq Flip b trapezoid( 0[%], 0[%], 80[%], 100([%] )
Solvent = CHLOROFORM-D X _offset = 10.065803 [kiz] zerofill( 1 )
Creation Time = 29-NOV-2018 05:40:53 X_Points = 32768 fft( 1, TRUE, TRUE )
Revision Time = 29-NOV-2018 05:55:49 X_Prescans =4 machinephase
Current_Time = 29-NOV-2018 05:57:34 X_Sweep = 24.03846154[kHz) ppm
E JEOL
Comment = MIK-116 Derived from: 20171222-MIK-116_2-7.3jdf T e
Data_Format = 1D COMPLEX Temp_Get = 298[K] .
Dim_Size = 32768 Filter_Factor = 832
Dim_Title = 13C
Dim_Units = [ppm]
Dimensions =X
Spectrometer = BRUKER DMX NMR
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X : parts per Million : 1H

Filename = 124- H1-4.jdf Field Strength = 9.40028361[T) (400 ([MHz]) —--- PROCESSING PARAMETERS ——--—
Author = nmr X_Domain = 1H dc_balance( 0, FALSE )
Experiment = z2g30 X _Freq 400.23200115 [MHz] sexp( 0.2[Hz], 0.0(s] )
Sample Id = TP-01-124 X Freq Flip trapezoid( 0[%], 0[%], 80[%], 100([%] )
Solvent CHLOROFORM-D X _Offset 2.00115[kHz] zerofill( 1 )
Creation Time = NOV-2018 03:46:40 X_Points 32768 f£ft( 1, TRUE, TRUE )
Revision Time 24-NOV-2018 04:08:23 X_Prescans 2 machinephase
Current_Time 24-NOV-2018 04:08:26 X_Sweep 10.0[kHz] ppm

Comment TP-01-124 somns =i deEDL

- Derived from: 123- H1-2.3jdf e
Data_Format = 1D COMPLEX Temp_Get 298.76 K]

Dim_Size = 32768 Filter Factor = 2000

Dim Title =18

Dim_Units = [ppm]

Dimensions =X

Spectrometer = BRUKER DMX NMR
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X : parts per Million : 13C

Filename = 3-03-MP-O-Carbon-3.3jdf Field Strength = 9.40028361[T] (400[MHz]) ~--- PROCESSING PARAMETERS —-——

Author = av400 X_Domain = 13C dc_balance( 0, FALSE )

Experiment = zgpg X Freq = 100.64948736 [MHz) sexp( 2.0[Hz], 0.0[s] )

Sample Id = 3-03-NP-O X _Freq Flip = Tl trapezoid( O[%], O[%], BO[%], 100[%] )

Solvent = CHLOROFORM-D X_offset = 11.57336011 [kRz] zerofill( 1 )

Creation Time = 23-JUN-2017 12:45:22 X_Points = 16384 fft( 1, TRUE, TRUE )

Revision Time = 26-NOV-2018 05:51:50 X_Prescans 4 machinephase

Current Time = 26-NOV-2018 05:51:58 X_Sweep 24.03846154 [kHz) ppm

Scans = 3038 phase( 18.92253, 121.65628, 65.96472(%] ) dEDL

Comment. = 3-03-NP-O T M

Data_Format = 1D COMPLEX Temp_Get = 298[K] -

Dim_Size = 16384 Filter Factor = 832

Dim_Title = 13C

Dim_Units = [ppm]

Dimensicns =X

Spectrometer = BRUKER DMX NMR
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X : parts per Million : Proton
Filenams = Br_proton-1-2.3df Field strength = 9.389766(T] (400(Muz] ---- PROCESSING PARAMETERS
Rathor = rrajuldss ¥_Acq Duration = 1.81927936[s] sexp( 0.3[Hz], 0.0(s] }
Experiment = proton.ixp X_Domain = proton trapezoid( 0(%], 0(+], BO[+], 100(%] )
sample_1d = Br X_Preq = 399.78219838[Muz] zerofill( 4 )
solvent = CHLOROFORM-D X_offset = 7[ppm] £fe( 1, TRUE, TRUE )
Creation_Time = 9-DEC-2018 16:29:54  X_FPoints = 16384 machinephase
Revision Time = 20-DEC-2018 0: 35 X Prescans =1 ppn
Current_Time = 20-DEC-2018 05:14:33 X Resolution = 0.54366819(Hz] auto_reference( 5[], TRUE )
 Sweep = 9.00576369(kdz] dEOl
Comment = 00000 X_Sweep_Clipped = 7.20461095[kHz] Derived from: Br_proton-1-1.3df el
Data Format = 1D COMPLEX Irz Demain = Proton
Dim Size = 52429 Irz_Freq = 395.78219838[MHz]
Dim Title = Proton Irz Offset = Slppm
Dim Units (ppm] Tri_Domain Proton
Dimensions =x Tri Freq = 399.78219838[MHz]
Spectromster = JNM-ECZ400S/L1 Tri Offset = 5[ppm]
Blanking = 2[us]
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X : parts per Million : Carbon13
Filenams = Br_carbon-1-1 (1)~ Field Strength = $.389766[T] (400[M | ~-— PROCESSING PARAMETERS —
Rathor = rrajul33s X_Acq Duration = 1.03809024(s] sexp( 2.0(Hz], 0.0(s] )
Experiment = carbon. jxp ¥_Domain = Cazboni3 trapezoid( 0(%], 0(+], BO[%], 100(%] )
sample_1d = Br X_Preq = 100.52530333 [Muz] zerofill( 4 )
solvent = CHLOROFORN-D X_offset = 100[ppn] £fe( 1, TRUE, TRUE )
Creation_Time = 9-DEC-2018 16:33: X_Points = 32768 machinephase
Revision Time = 20-DEC-2018 05:16: X _Prescans -1 ppn
Current_Time = 20-DEC-2018 05:19: X Resclution = 0.96330739[Hz] auto_reference( 5[], TRUE )
 Sweep = 31.56565657 [kHz] ‘JEDL
Comment = 00000 X_Sweep_Clipped = 25.25252525[kHz) Derived from: Br_carbon-1-1 (1).3df el
Data Format = 1D COMPLEX Irz Demain = Proten
Dim Size = 104858 Irs Freq = 399.78219838 (MHz]
Dim Title = Carbonl3 Irz Offset = Sippm]
Dim Units = [ppm] Blanking = S[us]
Dimensions =x Clipped = FALSE
Spactrometer = 400s/L1 \_Reg = r: 198( 197),g: 39
Scans = 1024
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AT (sec): 2.28 __J=o H % \k %W
SW  (ppm): 17.98 ,|"
RD (sec): 1.00
BW (usec): 5.00 =y {
NT 16
Solvent dmso °
NP 16
L8 (Hz): 1.0
TEMP  (K): 303.15
EXP & s2pul
DATE :Aug 21 2020
TIME :13:25:02
NMR REPORTS:
PROJECT NAME:  113784-C-01
PROBE: ATB
Run Time: 00:08:00
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X : parts per Million : Carbon13
Filename = 2211201 Field = 11,7473579([T] (500 Total Scans = 100
Authar = delts X _Acq Duration = 0.82837504 (8]
Experiment = carbon. jxp X_Domain = 13 Relaxation_Delay = 3[s]
Sample_Td = 22112019-PUNEETH-P X_Freq = 12576529768 ([MHz] Recve_Gain -
Solvent = CHLOROFORM-D X _Offset = 100 [ppm] Temp_Get = 24.3[aC]
Creation Time = 23-ADG-2020 11:06: X Points = 32768 X_90_Wideth = 11.82[us]
Revision Time = 24-AUG-2020 15:44: X Prescans -0 X_Acq Time = 0.82837504(s]
Current_Time - 15:49: X1 = 1.20718268 [Hz] X_Angle = 50[deg)
X_Sweep = 39, 55696203 [kHz] X_ALn = 10.5[dB] ‘JEDL
= aingle pulse decou X_Sweep Clipped = 31.64556962[kHz] X _Pulse = 11.82[us] e Lt
Data_Format = 1D COMPLEX ire_Domain = Proton Irr_Atn_Dec = 23.465[dB) . .
Dim_Size = 26214 Irr_Freq = 500.15991521[MHe] Irr_Atn Dec_Calc = 23 .465[dB]
Dim_Title = Carbonl3 Ire _Cffset = 5.0(ppm] Irr_Atn Dec Default Calc = 23 .465([dB]
Dim Units = [ppm] Blanking = 15[us] Irz Atn Noe = 26.46[d4B)
Dimansions =-X Clipped = FALSE Irr Dec Bandwidth Hz =5
Spactrometer = DELTAZ NMR Decimation_Reg = r: 158( 157),9: 37 Irr_Dec_Bandwidth Ppm = [ppm]
Scans = 100 Ire Dec Freq = 500.15991521 [WRz]
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P.code&Sample Id: FZHIN1-113784-C-01 Instrument Code: Agilent LCMS

Injection Date :21-08-2020 13:06:18 Vial No. % P2-F-09

Data file :D:\MSD-2020\August-2020%421082020_1->

Injection volume:0.8pnL

Run Time : 3.0 Minutes ( CI'/\
P

Method info :
Analytical conditions: Flow rate :0.5ml
Zorbax Eclipse plus C18 (50mm X 2.1 mm X 1.8 mic)
Mobile phase (A) :0.1% Formic acid in water
Mobile phase (B) :Acetconitrile
T/%B:0/10.1.1/98,2.4/98,2.5/10,3/10

3
:
1.983
2129

0.5 1 1.5 2 2
MSD1 TIC, MS File (D:WMSD-20200August-2020121082020_1A121082020_1A 2020-08-21 09-29-21\785845.0) MM-ES+APCI, Pos, St

1000003 2

0 e
T —— T T T ——T

0.5 1.5 2.5
*MSD1 SPC, time=1,729:1.91 ;! - ugust-2020121082020_1A\21082020_1A 2020-08-21 09-29-21\ 5, -ES+A
80 é

80
60
40
20

]

_ 203
~217.9
_245
Lar22
—385.1
__3970
4331
4463
4501

200 250 300 350 400 450

Compound Name Area Meas. R Area %

2.015e6 1.821 96.317
7.707e4 1.961 3.683

lysed By : SYSTEM

Page 1 of 2
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AT (sec): 2.28 .l l\\ \\I\L
—r=—0
SW o (ppm) : 17.98 .l
H
RD (sec): 1.00
PH (usec): 5.00
=,
NT : 16
Solvent : dmso
NP § 16
LB (Hz): 1.0
TEMP  (K): 303.15
EXP : s2pul
DATE :Aug 18 2020
TIME :15:00:15
NMR REPORTS:
PROJECT NAME:  111256-F-01
PROBE: ATB
Run Time: 00:08:00
L L W e | LS LA WL I L i e
14 13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
L T q L i oM =
s = a o o @ o wwo
S 2 "‘ i < 2 o0 29
A e = - o N A sas

47



8 ® g I 4oz o 5825 2
] & & X == = asma 2
z $3 & dd n Rl =
| | ‘ \/ \ \/
= I [
=4
-
<
=
B
<
S
=
a4
z
E
=
=
L
Z
z | .
A it . N o o " "
g b ) AbLLl f ¥ Y ¥ Wihminge L b o
190.0  180.0 170.0 160.0 150.0 1400 130.0 1200 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 300 20.0 10.0 0
X : parts per Million : Carbon13
Filename = 221120 Field Strength = 11.7473579[T] (500 Total Scans = 100
Author = delta X_Acq_Duration = 0.82837504[s]
Experiment = carbon. jxp X_Domain = 13c Relaxation_Delay = 3[s]
Sample_Id = 221120 X_Freq = 125.76529768([MHz] Recvr_Gain = 56
Sclvent = CHLOROFORM-D X_Offset = 100 (ppm] ,_Get. = 24.3[dC]
Creation_Time = 22-AUG-2020 22:19: X _Points = 32768 X_90_Width = 11.82[us]
Revision Time 24-AUG-2020 13:00: X Prescans =0 X_Acq Time = 0.82837504([s]
Current Time 13:06: = 1.20718268[Hz] X_Angle = 90
X_Swe: = 39.55696203[kHz] X Atn = 10. JEOL
= single pulse decou X_Sweep Clipped = 31.64556962[kHz] X Pulse =11 et
= 1D COMPLEX Irr _Domain = Proton Irr Atn Dec =23 -
26214 Irr_Freq = 500.15991521(MHz] Irr_ Atn_Dec_Calc = 23
= Carbonl3 Irr_Offset = 5.0(ppm] Irr_Atn Dec Default Calc = 23
[ppm] Blanking 15[us] Irr_Atn_Noe = 26.4
=X Clipped = TRUE Irr_Dec_Bandwidth_Hz = 5.97826087 [kHz)
Spectrometer = DELTAZ_NMR Decimation_Reg = r: 158( 187),g: 37 Irr_Dec_Bandwidth Ppm = 11.9526989[ppm]
Scans = 100 Irr_Dec_Freg = 500.15991521 [MHz]
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P.code&Sample Id:111256-F-01 Instrument Code: Agilent LCMS

Injection Date :18-08-2020 14:03:56 Vial No. : pP2-D-02
Data file :D:\MSD-2020\Rugust-2020\18082020_4->

Injection wvolume:1.0nL

Run Time : 3.0 Minutes

Method info
Analytical conditions: Flow rate :0.5ml
Zorbax Eclipse plus C18 (50mm X 2.1 mm X 1.8 mic)
Mobile phase (A) :0.1% Formic acid in water
Mobile phase (B) :Acetonitrile
T/%B:0/10.1.1/98,2.4/98,2.5/10,3/10

] DAD1 A, Sig=254,4 Ref=off (D:\MSD-2020\August-2020\18082020_4118082020_4 2020-08-1
mAU 3 hS

]
o
alaewalessel

T T ; : X T ¥ x ' i T ' X i y i x : T T
0.5 1 1.5 2 25
[_] MSD1 TIC, MS File (D:\MSD-2020\August-2020118082020_4\18082020_4 2020-08-18 13-58-32\784247.0) MM-ES+APCI, Pos, S

o
500000
400000
300000
200000
100000
i N

—_——— S —_—
0.5 i 1 1.5 2 2.5
“MSD1 SPC, time=1.814:2.025 of D:VISD-2020\August-2020\18082020_A\18082020_4 2020-08-18 13-58-32\784247.0  MM-ES+A

382.2

80
60
40
20

383.2

T

T I| - - - ——
200 300 400 500 600

Compound Name Area Meas. R Area %

318.729 1.874 96.105
5.609 1.990 1.691
7.309 2:127 2.204

Compound Name Area Meas. R Area %

lysed By : SYSTEM

Page 1 of
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X : parts per Million : Carbon13
Filename = 200219 _RK 12 Carbo Field Strength = 11.7473579[T] (500 Total Scans = 150
Author = delta X_Acq_Duration = 0.82837504(s]
Experiment = carbon. jxp X_Domain = 13c Relaxation_Delay = 3[s]
Sample_Id = 200219 _RK_12 X_Freq = 125.76529768([MHz] Recvr_Gain = 50
Sclvent = CHLOROFORM-D X_Offset = 100 [ppm) _Get. = 21.1[dc]
Creation_Time = 20-AUG-2020 21:16: X _Points = 32768 X_90_Width = 11.82[us]
Revision Time 24-AUG-2020 21:18: X Prescans =4 X_Acq Time = 0.82837504([s]
Current Time 21:21: = 1.20718268[Hz] X_Angle =
X _Sweep = 39.55696203(kHz] X Atn = ‘JED
Comment = single pulse decou X_Sweep Clipped = 31.64556962[kHz] X Pulse = iz
Data Format = 1D COMPLEX Irr Domain = Proton Irr Atn Dec - -
Dim Size = 26214 Ire Freq = 500.15991521(MHz] Irr Atn_Dec_Calc -
Dim_Title = Carbonl3 Irr_Offset = 5.0(ppm] Irr_Atn Dec Default Calc =
Dim Units [ppm) Blanking = 15[us] Irr_Atn_Noe = 26.
Dimensions =X Clipped = FALSE Irr_Dec_Bandwidth_Hz = 5.97826087 [kHz)
Spectrometer = DELTAZ_NMR Decimation_Reg = r: 158( 187),g: 37 Irr_Dec_Bandwidth Ppm =
150 =

Irr_Dec_Freq

11.9526989 [ppm)
500.15991521 [Mz]
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P.code&Sample Id: 90500-R-03 Instrument Code: Agilent LCMS1

Injection Date :6/19/2020 10:19:27 AM Vvial No. :1P2-C-05
Data file :D:\MSD-2020\JUNE-2020%19062020_-> Injection vol :0.8uL
Run Time: 3 Minutes

Method info :

mAl

100 - 8
AP -~

Analytical Conditions :

Column:Ascentis Exp €18 (50 mm X 2.1mmX 2.7 pm)
Mobile Phase (A) : 0.1% Formic acid in water
Mobile Phase (B) : Acetonitrile

% of B: 0/20,0.6/90,2.5/90,2.8/20,3/20

DAD1 A, Sig=254,4 Ref=350,100 (D:\MSD-2020JUNE-2020119062020_2\19062020_2 2020-06-19

w
=1

0 H

T ————  —— ——

T T T R

T
15 2 2.5

0.5 1 .
MSD1 TIC, MS File (DAMSD-2020UUNE-2020119062020_2\119062020_2 2020-06-19 08-24-10\761666.0) MM-ES+APCI, Pos, Scan,

—

05 15 2.5
*MSD1 SPC, time=0.822:1.070 of D:WSD-2020UUNE-2020\19062020_2119062020_2 2020-06-19 08-24-10\761666.0 MM-ES+APCI,

4 él

g0 -

60

40 &

] g 35§ &

0 f[.,_. ﬁ;h L % l s i % M

=t T . ey 1 T =

300 400 500 600
“MSD1 SPC, ime=1.168:1.594 of D\MSD-2020\JUNE-2020119062020_2\19062020_2 2020-06-19 08-24-10\761665.0 MM-ES+APCI,

lysed By
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