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Table S1. Orthogonal assay results for analog 8

Kinase DiscoverX PoC value Assay format (source) ICs value (nM)

PIP5K1C 0 Enzymatic (Eurofins) 160

Enzymatic (SignalChem)

PIKFYVE 0 and NanoBRET (SGC-UNC) 93and 114
TYK2(JH2domai 10 NanoBRET (RBC) >10000
n-pseudokinase)

MYLK4 14 Enzymatic (RBC) 35

PIP4K2C 15 NanoBRET (SGC-UNC) 76.6

RIPKS 23 Enzymatic (RBC) 3900

Table S2. Enzymatic profiling of analogs 8 and 17 in targeted kinase panel

PoC at 1 pMI®
w)
9 X < < ] N ) © G g 2 = a ) < — ~
Compound é ) E‘t E‘t ﬁ ﬁ % ﬁ 2 2 2 é é é é E E
= § = = R R o~ R = = = = = = = = =
8 73 47 90 73 98 76 79 97 87 77 88 79 68 132 56 97 81
17 88 14 70 97 81 72 8 77 72 79 77 82 77 79 72 92 98
¢ Compounds tested at a single concentration (1 pM) in duplicate
Table S3. Orthogonal assay results for analog 17
Kinase DiscoverX PoC value Assay format (source) ICsp or K4 value (nM)
Enzymatic (SignalChem) and
PIKFYVE 0.1 NanoBRET (SGC-UNC) 6.9 and 4.01
Enzymatic (RBC) and
MYLK4 1.8 NanoBRET (SGC-UNC) 66 and 265
MEK1 4.5 Enzymatic (Eurofins) >10000
RIPKS 52 Enzymatic (RBC) >10000
IRAK3 9.2 NT* -
MEK2 9.6 Enzymatic (Eurofins) >10000
DYRKIA 9.9 Enzymatic (Eurofins) 2040
YSK4 9.9 Enzymatic (RBC) 4020
ULK3 11 Enzymatic (Eurofins) >10000
MEK4 12 Enzymatic (Eurofins) >10000
HASPIN 13 Enzymatic (Eurofins) 1400
STK16 14 Enzymatic (Eurofins) 560
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CLK2 20 Enzymatic (Eurofins) 290

CDK?7 20 Enzymatic (Eurofins) >10000
IRAK4 21 Enzymatic (Eurofins) 4500
AURKB 23 Enzymatic (Eurofins) 1400
DYRKI1B 26 Enzymatic (Eurofins) 380
CLK1 30 Enzymatic (Eurofins) 420
RIOK2 32 NT -
CLK4 34 Enzymatic (Eurofins) 440
v e
MAPAKS 9 Enzymatic (Eurofins) and 89 and >10000

NanoBRET (SGC-UNC)

@ NT: not tested, no assay available.
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Figure S1. Visualization of DiscoverX scanMAX results and PIKfyve NanoBRET curves for
chemical probe candidates (A) 17 (Sio(1 uM)) and (B) 8 (S10(1 pM)) and (C) negative control
compound 30 (Szs(1 uM)).
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Figure S2. NanoBRET curves and corresponding ICso values for chemical probe candidate 17

versus most potent off-target kinases.
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Figure S3. Cell viability data determined by LDH assay in DBT cells after 10 h of continuous

Log[Inhibitor], M

Log[Inhibitor], M

treatment. Plot of average values from n = 3 for compounds that exhibit ICsp <100 nM in MHV-

nLuc assay and negative control 30.
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Figure S4. Individual replicates corresponding to effect of PIKfyve inhibitors on replication of

MHV-nLuc in DBT cells in Figure 4A.
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Figure SS. Effect of indolyl pyrimidinamines and remdesivir (positive control) on viral
replication (open circles) in A549—ACE2 cells infected with SARS-CoV-2-nLuc (n = 4). Cell
viability determined by LDH assay (closed circles) in A549—-ACE?2 cells (n = 2). These
individual graphs correspond with the compounds included in Figure 4C. Error bars represent
SEM.
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Hoechst GFP composite
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Figure S6. Uptake of bald GFP lentivirus is not inhibited by PIKfyve inhibitors. Calu-3 cells
were incubated with 1 uM of each compound (or DMSO) for 1 h followed by the addition of the
bald GFP lentivirus for 12 h. Cells were fixed and stained with Hoechst to label nuclei. Cells
were also imaged for GFP, following transduction from the pseudovirus. Scale bar (shown in
white in the bottom right corner of images) = 100 um. Bar graph shows the quantification of bald
GFP lentivirus infection from experiments: n = 9 from three independent experiments, mean +
SD; one-way ANOVA followed Tukey’s test; ns = not significant when p >0.05.
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Lysotracker Staining
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Figure S7. Quantification of fluorescence from Lysotracker staining in Figure 7.
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Compound Characterization — Experimental Spectra

2-bromo-5,6,7,8,9, 10-hexahydrocyclohepta[b]indol (34).
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13C NMR
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LC Chromatogram LCMS
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FP-9-2 #1316-1357 RT: 5.69-5.86 AV: 42 NL: 4.60E7
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
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mz

6-bromo-1,2,3,9-tetrahydro-4H-carbazol-4-one (36).
'H NMR
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13C NMR
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LC Chromatogram LCMS
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2-bromo-6,7,8,9-tetrahydrocyclohepta[b]indol-10(5H)-one (37).
'H NMR
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LC Chromatogram HRMS
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HRMS
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LC Chromatogram HRMS
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HRMS
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10-bromo-6,7-dihydro-5H-pyrimido[5,4-c]carbazol-2-amine (42).

'H NMR
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LC Chromatogram HRMS
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miz
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FP-19-2 #723-783 RT: 3.12-3.38 AV: 61 NL: 6.33E8
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]

315.02387
317.02179
316.02724 318.02504
$14.80544 318.48747

01300.98307 312.01673 313.00815 314.01589 . | 31556571 | 316.47628 | 317.24288 31900758 350,01073 321:90548 322 00870 323.02124 324.02451 325.00085  326.17476

i e I g R e o i N

310 311 312 313 314 315 316 317 318 319 320 321 322 323 324 325 326

miz

11-bromo-5,6,7,8-tetrahydropyrimido[4'5':3,4]cyclohepta[ 1,2-b]indol-2-amine (43).
'H NMR
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13C NMR

FP8-22-1_F28_CARBON_001

—164.10
\163.01
—156.66
146.06
13650
130.73
/
126.47
125.86
~122.82
/114,66
112,74
11155

/

~31.23

\3072
~25.49

T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50
f1 (ppm)

LC Chromatogram HRMS

RT: 0.00 - 9.01

RT: 3.07

AA: 12977780841
BP: 329.0396
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[150.0000-
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LC Chromatogram LCMS

test
FP8-22-1 3: Diode Array
0.74 Range: 1.285e-1

1.2e-14

1.1e-14

1.0e-14

9.0e-24
8.0e-2

7.0e-21
0.34

AU

6.0e-2

5.0e-2

4.0e-2

3.0e-2

0
0.00 0.50 1.00 1.50 2.00 2.50 3.00

HRMS

FP-22-1 #683-758 RT: 2.95-3.28 AV: 76 NL: 6.39E8
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
100- 329.03951

9!

90-

85

~
o

~
=}

@
@

=)
=3

4

o

4

S

3!

&

30

20-

o

o

298.12367

o

366.03487
199.98791 | / 446.11860 527.14736 659.06994 777.16901 857.66888 1055.41300  1212.30325 1398.68433  1553.16269 1745.66855 1837.67570 1950.36915
T
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FP-22-1 #683-758 RT: 2.95-3.28 AV: 76 NL: 6.39E8
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]

1004 329.03951
E 331.03732
329.27331 331.27311
1330.04276 |332.04056
333.04385 343.01875
23.14640 325.16231 327.02389 328.03177 | | : 334.04725 335.03865  337.03660 339.14120 341.03945 342.04281 |
L e L o e e B L Bt e e e e e ) A e e e e s e B
323 325 327 328 330 331 332 333 334 335 337 339 340 341 342

mz

12-bromo-6,7,8,9-tetrahydro-5SH-pyrimido[4',5':3,4]cycloocta[1,2-b]indol-2-amine (44).

TH NMR

FP8-17-1_F19-23_PROTON_001
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13C NMR

FP8-17-1_F19-23_CARBON_002
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LC Chromatogram LCMS

test
FP8-17-1 3: Diode Array
0.16 1. -
1.6e-1 Range: 1.611e-1

1.4e-1

1.2e-17

1.0e-1]

AU

8.0e-2 0.34

6.0e-21

4.0e-21

2.0e-2]

000 05 100 150 200 250 300
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HRMS

FP-17-1 #708-771 RT: 3.06-3.33 AV: 64 NL: 5.57E9
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]

343.05526
322.16667
o 235.09776 377.04290 612.93781 687.10121 787.02698 900.96265 1006.73419 1210.24248 1380.20680 1553.21607 1747.86140 1835.84641 1950.54317
™ Rl e M e e ) T T T L S e e et B R e B L T (AR i e ]
200 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
m/z
FP-17-1 #708-771 RT: 3.06-3.33 AV: 64 NL: 5.57E9
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
100 343.05526
] 345.05307
344.05852 346.05632
342.80971
340.24814  341.41706 342.04759 343.30434 344.80206 | 345.30442 347'?5955 348.06315  349.04840 350.05227 351.05272 352.05124 353.05007
LB R e et o o e e et A et as o it e e e e e RLARSE Aot ngsdnas nent Ane ot Lot ane aad anss Mot et ans s aean hncs Kaathase hnas aar nage g Mot aens et nene Lontians anne hnas Mos eeians at ancs g Reac Mt S M inataac
340 341 342 343 344 345 346 347 348 349 350 351 352 353
m/z
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4-(2-amino-6,7-dihydro-5H-pyrimido[5,4-c]carbazol-10-yl)-2-methylbut-3-yn-2-ol (1
'H NMR

H1805293.1.fid

3800

3600

3400

2.50 DMSO-d6
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13C NMR

H1805293_C13.1.fid
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LC Chromatogram

MaxPeak: 95.03% $
Ret Time: 0.916 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\08.2019\02-\L179092R\002-D
mAU 0.916
600
HN
' 400
~ 200 0.973
\ A
N 0 : : : : . : : : : ; : : : : ; : : : :
NS 05 1 ) mi
DAD1 B, Sig=254,16 Ref=off (D:\DATA\08.2019\02-\L179092R\002-D5F-F1-0602765%1.D)
/ / NH, mAU
300
HO 200
100
0
MO] Wt 318.37 T T T T 0‘5 T T T T A{ T T T T 1‘5 T T T \ann
Exact Mass 318.17 MSD1 TIC, MS File (DADATAW08.2019\02-\L179092R\002-D5F-F 1-0602765$1.D) ES-API, Scan, Frag: 100, "P(
Tim Area$ E 0.926
?___ff _____ eas 800000
1 0.916 95.03 600000 3
2 0.973  4.97 400000 3
: : 200000 0.982
O; T T T T T T T T ‘\ T T T T T T T T T T
X 1 1.5 min
MSD2 TIC, MS File (D\DATA\08.2019\02-\L179092R\002-D5F-F 1-0602765$1.D) ES-API, Scan, Frag: 100, "N§
] 0.925
60000
40000
20000
0 T T T T T T T T T T T T T T T T T T T
0.5 1 1.5 mi
ADCT A, ELSD (D:\DATA\08.2019\02-\L179092R\002-D5F -F 1-0602765%1.D)
mV ]
150
100
50
— -
. 1 1.5 min|
*MSD1 SPC, ime=0.929 of DADATAW08.2019\02-\L179092R\002-D5FF 1-0602765%1.D ES-API, Scan, Frag: 100, "POS"
E 319.2
RT 0.926 50 320.2
100 200 300 400 m/2
*MSD1 SPC, ime=0.979 of DADATA08.2019\02-\L179092R\002-D5F-F 1-0602765$1.D ES-API, Scan, Frag: 100, "POS"
E 403.2
501
RT 0.982 ] ‘404'2 4872
04 . . . I,
— e
100 200 300 400 500 m/2
*MSD2 SPC, time=0.925 of D:\DATA08.2019\02-\L179092R\002-D5F-F 1-0602765$1.D ES-API, Scan, Frag: 100, "NEG"
E 317.0
RT 0.925 507; 318.2
o+ .
100 200 300 400 500 m/2
*MSD2 SPC, ime=0.983 of DADATAW08.2019\02-\L179092R\002-D5F-F 1-0602765$1.D ES-API, Scan, Frag: 100, "NEG"
E 401.2
] 485.2
50 402.0
RT 0. 1
o84 ] |487.2
o4 e v e b e e
100 200 300 400 500 m/2
Inj.Date 8/2/2019 CH <invalid> -8- Acg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File H1805293.d

Sample Type Sample

Instrument Name Instrument 1

Sample Name

Position

User Name

H1805293

P1-A5

Denis V.Bylina

Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 6:14:09 PM (UTC+03:00)
,ISRM Calibration _ DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
tatus
Comment
Sample Group Info.
MFC C19H18N40 Stream Name LC1
Acquisition Time 1A, . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 6:14:09 PM (UTC+03:00) Version (B8058.0)
. - TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Ma(zi:;or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C19 H18 N4 O; 2.165 82.72 0.85 C19 HI8 N4 O 2.165 318.1481 318.1483
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ‘F\'Ind (_Zpds
(ppm) gorithm
319.1555 2.165 318.1483 C19 HI8 N4 O 318.1481 0.85 Find By Formula
Compound Chromatograms
x10 2 Cpd 1: C19 H18 N4 O; 2.165: +ESI EIC(319.1553, 336.1819, 341.1373) Scan Frag=175.0V H180 E
1 2 2.165 2
0.8 1
0.6
041 2575
0.2
O o T T T T T T T T T T T T T T T T T T T T T T T T
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)
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80
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o1 N\ ]
[

€27 —== ST
vee/
(4483
. n/ == 15T

5":3,4]cyclohepta[l,2-b]indol-11-yl)-2-methylbut-3-

sC MH\ E.
aogadtee

’
s

4-(2-amino-3,06,7,8-tetrahydropyrimido[4

yn-2-ol (AMG28).

TH NMR
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Ren
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88 L— \Aw =560

V. 8— — =880

i,
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LC Chromatogram

MaxPeak: 96.35% O546425$2
Ret_Time: 0.961 min
DAD1 A, Sig=215,16 Ref=off (D:\DATA\0729\L177756R\002-D6F-A1-0546425$2.D)
mAU 0.961
150
100 0940
50
0 : : : : T : : : : T : : : : T : : : :
0 0.5 1 1. min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\0729\L177756R\002-D6F-A1-0546425$2.D)
mAU J
100
50
0
MO] Wt 332.4 I T T T T ‘ T T T T }1 T T T T ‘ T T T Iw'nn
Exact Mass 332.19 MSD1 TIC, MS File (D:\DATA\0729\L177756R\002-D6F-A1-0546425$2.D) ES-API, Scan, Frag: 100, "POS
i o 0.973
# Time  Area% 400000
e e | e
2 0.961 96'32 200000
) . 100000
0 i T T T T T T T T T T T T T T T T T T T
0 . 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\0729\L177756R\002-D6F-A1-0546425$2.D) ES-API, Scan, Frag: 100, "NEG"
0.973
30000
20000
10000
N
04 : : - - T - : : : T : : : : T : : : :
0.5 1 1.5 min|
ELS1 A, ELS1A, ELSD Signal (D:\DATA\0729\L177756R\002-D6F-A1-0546425%$2.D)
LSU
88.5
88.45
88.4
&34 —~ -
0 . 1 1.5 min|
*MSD1 SPC, time=0.971 of D:\DATA\0729\L177756R\002-D6F-A1-0546425%2.D ES-API, Scan, Frag: 100, "POS"
E 333.2
RT 0.973 504
1 ‘ 355.2
L S A e P B e I S T e
100 200 300 400 500 m/2
*MSD2 SPC, time=0.975 of D:\DATA\0729\L177756R\002-D6F-A1-0546425%2.D ES-API, Scan, Frag: 100, "NEG"
E 331.2
504
RT 0.973 ]
E 322 3674
04 ] a ..
: - : : T ; : - - T : : : - T : : - - T : : : ;
100 200 300 400 500 m/7
Inj.Date 7/29/2019 LT <invalids> 13 Acg. Method C:\Chem32\-> ->
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4-(2-amino-6,7,8,9-tetrahydro-5H-pyrimido[4',5":3,4]cycloocta[ 1,2-b]indol-12-yl)-2-methylbut-
3-yn-2-ol (2).
'H NMR

AA-CS-3-001.1.fid o
[e]
& F-26000
fa)
]
O NN WL T F O WnW;n - ™M o~ n m o
S %X NNNN A m o © © © |a
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(20000
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o o S o — — m ©
T T T T T T T T T T T T T T T T T T
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f1 (ppm)
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130000
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(= N = 0000 MO ©FmM — — o~ W o~ m
n oo MNWHKN-H—o O T NS «” e ° N o N
© © In T MMM NN oA o~ < © N o~ 6 W L-120000
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| | i
10000
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L L ] Lo
--10000

T T T T T
170 160 150 140 130 120 110 100 90
f1 (ppm)
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LC Chromatogram

MaxPeak: 95.56% 051 8950$2
Ret_Time: 0.990 min
mAU -
200
100
e ‘
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\0718\L175406R\007-D6B-A6-0518950$2.D)
mAU ]
200
100
0
Mol Wt 346.43 0 T T T T 0‘5 T T T T 4 T T T T 1‘5 T ‘mm
Exact Mass 346.21 MSD1 TIC, MS File (D:\DATA\0718\L175406R\007-D6B-A6-0518950$2.D) ES-API, Scan, Frag: 100, "POS"
: o E 1.001
F Time Breat 800000 -
1 0.990 95.56 600000 3
400000
2 1.055 2.18 ] 1154
200000 1.0591-
3 1.141  2.26 0
: — — — — — :
0 . 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\0718\L175406R\007-D6B-A6-0518950$2.D) ES-API, Scan, Frag: 100, "NEG"
] 1.002
60000
40000
20000
0 : —— — — — — ‘
0 0.5 1 1.5 min|
ELS1 A, ELS1A, ELSD Signal (D:\DATA\0718\L175406R\007-D6B-A6-0518950$2.D)
LSU 7
9.8
9.6
9.4 : e e — e o :
. 1 1.5 min|
*MSD1 SPC, time=1.004 of D:\DATA\0718\L175406R\007-D6B-A6-0518950$2.D ES-API, Scan, Frag: 100, "POS"
E 347.2
RT 1.001 50 3482
05““‘“““““mw“““
100 500 m/2
*MSD1 SPC, time=1.062 of D:\DATA\0718\L175406R\007-D6B-A6-0518950$2.D ES-API, Scan, Frag: 100, "POS"
E 515.4
] 347.2
RT 1.059 507
0] 101.0 130.0 79,0 293.2 43.0 373.0 4182 4620 \‘ \‘517{@ 59
= "“‘ I e T oy S | — e T B et — S “
100 200 300 400 500 m/
*MSD1 SPC, time=1.154 of D:\DATA\0718\L175406R\007-D6B-A6-051895032.D ES-API, Scan, Frag: 100, "POS"
E 525.2
50
RT 1.154 ] .
] ‘2632 527.2
S S TN S S
100 400 500 m/z
*MSD2 SPC, time=1.000 of D:\DATA\0718\L175406R\007-D6B-A6-0518950$2.D ES-API, Scan, Frag: 100, "NEG"
E 3452
RT 1.002 507 346.2
] | |, 383.0
O e —— :
100 200 300 400 500 m/
Inj.Date 7/18/2019 LT <invalid> 13 Acg. Method C:\Chem32\-> ->
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Target Compound Screening Report

Data File

Sample Type
Instrument Name
Acq Method

IRM Calibration
Status

Comment
Sample Group
MFC

Acquisition Time

H1785737.d

Sample

Instrument 1
Fast_Gradient_HRMS_pos_Lock_08272019.m

C21H22N40

5/7/2021 8:03:12 PM (UTC+03:00)

Sample Name
Position
User Name

Acquired Time

DA Method

Info.
Stream Name
Acquisition SW

H1785737
P1-D4
Denis V.Bylina

5/7/2021 8:03:12 PM (UTC+03:00)

Fast_Gradient_HRMS_pos_Lock_08272019.m

LC1

6200 series TOF/6500 series Q-TOF B.08.00

(Local) Version (B8058.0)
: " TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Maz:sp’E“r;or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 2: C21 H22 N4 O; 2.294 98.87 0.5 C21 H22 N4 O 2.294 346.1794 346.1795
Cpd 1: C21 H22 N4 O; 2.409 78.19 -0.43 C21 H22 N4 O 2.409 346.1794 346.1792
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ::nd (_:|:1ds
(ppm) gorithm
347.1868 2.294 346.1795 C21 H22 N4 O 346.1794 0.5 Find By Formula
Compound Chromatograms
x10 2 Cpd 2: C21 H22 N4 O; 2.294: +ESI EIC(347.1866, 364.2132, 369.1686) Scan Frag=175.0V H178 E
1 2 3.166 2
0.8 1
0.6
0.4
0.2 2.294
0 P\A/%um — — .

04 06 0.8

MS Zoomed Spectrum

1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

Counts (%) vs. Acquisition Time (min)
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4-(3-(2-aminopyrimidin-4-yl)- 1 H-indol-5-yl)-2-methylbut-3-yn-2-ol (3).

TH NMR
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=60
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LC Chromatogram

wavear w0000 | POG1853$3 A
Ret_Time: 0.771 min AL LM
DADT A, Sig=215,16 Ref=off (D:\DATE\FEB\1502\VST\L226516R\003-D1B-A2-P961853$3.D)
mAU ] 0.771
NH, 4004
N 1
74 \ 200
N ]
— : — . — ; ; — ; — : — : —
0 0.5 1 15 mi
DAD1 B, Sig=254,16 Ref=off (D:\DATE\FEB\1502\VST\L226516R\003-D1B-A2-P961853%$3.D)
mAU—;
200
100
0]
004 — 0000 O
Mol Wt 292.33 ! _ ] T —
Exact Mass 292.15 MSD1 TIC, MS File (D:\DATE\FEB\1502\VST\L226516R\003-D1B-A2-P961853%3.D) ES-API, Fast Scan, Frag:
# Time  Area% 2000000 0.780
Lo enae | e
: . 1000000
500000
04 : — . — . . — . — . — . —
0 0.5 1 1.5 min)
MSD2 TIC, MS File (D:\DATE\FEB\1502\VST\L226516R\003-D1B-A2-P961853$3.D) ES-API, Fast Scan, Frag:
80000 0.782
60000 5
40000 4
20000
04 — — e e ————
0 0.5 1 1.5 min|
ELST A, ELSTA, ELSD Signal (D:\DATE\FEB\1502\VST\L226516R\003-D1B-A2-P961853$3.D)
LSU §
84.5
84
83.5
T T T T T T T T T T T T T T T T T T T T
0.5 1 1.5 min
*MSD1 SPC, time=0.776 of D:\DATE\FEB\1502\VST\L226516R\003-D1B-A2-P961853$3.D ES-API, Fast Scan, Frag: 100, "POS"
293.0
50
RT 0.780 157.0 294.0
L —
100 5 m/z
*MSD2 SPC, time=0.782 of D:\DATE\FEB\1502\VST\L226516R\003-D1B-A2-P961853$3.D ES-API, Fast Scan, Frag: 100, "NEG"
30 291.0
20
RT 0.782 10 292.0
0 | ,328.0 1458.8
e
100 200 300 400 500 m/Z
Inj.Date 2/17/2020 Y Acg. Method C:\Users\ -> ->
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HRMS

Target Compound Screening Report

Data File

Sample Type
Instrument Name
Acq Method

IRM Calibration
Status

Comment

Sample Group

H2233612a.d
Sample
Instrument 1

Fast_Gradient_HRMS_pos_Lock_08272019.m

C17H16N40

5/7/2021 9:01:20 PM (UTC+03:00)

Sample Name
Position
User Name

Acquired Time

DA Method

Info.
Stream Name
Acquisition SW

H2233612

P1-E2

Denis V.Bylina

5/7/2021 9:01:20 PM (UTC+03:00)

Fast_Gradient_HRMS_pos_Lock_08272019.m

Lc1

6200 series TOF/6500 series Q-TOF B.08.00
(B8058.0)

(Local) Version
N 1 TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range
Max. 1700
Comp: d Table
Label Tgt Score | Ma(ispEmr)ror Tgt Formula Obs. RT Ref. Mass Obs. Mass ‘
[Cpd 1: C17 H16 N4 O; 2.110 96.35 1-0.02 |C17 H16 N4 O 2.11] 292.1324] 292.1324
Tgt Mass N
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ::;:riﬁ: ‘
(ppm)
293.1397 2.11 292.1324 C17 H16 N4 O 292.1324 -0.02 Find By Formula
Compound Chromatograms
x10 2 |Cpd 1: C17 H16 N4 O; 2.110: +ESI EIC(293.1397, 310.1662, 315.1216) Scan Frag=175.0V H223 E
2 2110 2
14
0.8 q
0.6 q
0.4 q
0.2
3.161
0 T T T T T T T T T T T T T T T T T T T T T T T T
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)
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10-(pyridin-4-ylethynyl)-6, 7-dihydro-5H-pyrimido[5,4-c]carbazol-2-amine (4).

TH NMR

H1804382.1.fid
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bt
o
A
=
" (=)
o NN NSNS A N0 Y YT NO OB YT O
- O MmO WMmLmInNTTEMMMmMAN O O O 0 P 0 N
— 0 00 O MNMNMNINMNNNNNNUO Mm M NN NN
e e V= | ey SR
l I
T A oA T S
< A O o o n o
© S o S - oo o oS A
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LC Chromatogram

MaxPeak: 96.28% $ | I
Ret_Time : 0.858 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\08.2019\02-\L179092R\003-D5F-F2-0600988%1.D)
mAU 0.858
600
400
200 0.975
0- T T T
0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\08.2019\02-\L179092R\003-D5F-F2-0600988$1.D)
mAU
300
200
1004
0 v
Mol Wt 337.38 T T T i — T T I — T T - — T ——
Exact Mass 337 15 MSD1 TIC, MS File (D:\DATA\08.2019\02-\L179092R\003-D5F-F2-060098881.D) ES-API, Scan, Frag: 100, "P(
i s 0.866
# Time Area% 600000 ]
1 0.858 96.28 400000
2 0.975 3.72 3
200000 0.981
04 T T T T T T T T T T T T T T T T T T T
0.5 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\08.2019\02-\L179092R\003-D5F-F2-060098881.D) ES-API, Scan, Frag: 100, "Nf
3 0.867
30000
20000
10000
0 T T T
0.5 1 1.5 min
ADC1 A, ELSD (D:\DATA\08.2019\02-\L179092R\003-D5F-F2-0600988%1.D)
mV 3
1004
80
60
405
T T T
0.5 1 1.5 min|
*MSD1 SPC, time=0.862 of D:\DATA\08.2019\02-\L179092R\003-D5F-F2-0600988$1.D ES-API, Scan, Frag: 100, "POS"
A 169.6 338.0
RT 0.866 507 339.2
0- T T T ‘ T T T
100 200 300 400 500 m/z
*MSD1 SPC, time=0.979 of D:\DATA\08.2019\02-\L179092R\003-D5F-F2-0600988$1.D ES-API, Scan, Frag: 100, "POS"
A 249.2 315.0
50 497.2
RT 0.981 169.8 3182 498.0
[ B S M : A
100 200 300 400 500 m/z
*MSD2 SPC, time=0.867 of D:\DATA\08.2019\02-\L179092R\003-D5F-F2-0600988%1.D ES-API, Scan, Frag: 100, "NEG"
A 336.0
RT 0.867 504 337.0
0 T T T
100 200 300 400 500 m/Z
*MSD2 SPC, time=0.983 of D:\DATA\08.2019\02-\L 179092R\003-D5F-F2-0600988%1.D ES-API, Scan, Frag: 100, "NEG"
A 314.8
312.8
50
RT 0.983
‘ ‘334.0 5322
ol . ; S—— - | I - . o L q
100 200 300 400 500 m/Z
Inj.Date 8/2/2019 CH <invalid> -8- Acq. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File
Sample Type

Instrument Name

Acq Method

IRM Calibration

Status
Comment

H1804382.d

Sample

Instrument 1

Fast_Gradient_HRMS_pos_Lock_08272019.m

Sample Group

Sample Name
Position

User Name
Acquired Time

DA Method

Info.

H1804382
P1-A9
Denis V.Bylina

5/7/2021 6:38:24 PM (UTC+03:00)

Fast_Gradient_HRMS_pos_Lock_08272019.m

MFC C21H15N5 Stream Name LC1
Acquisition Time nq. . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 6:38:24 PM (UTC+03:00) Version (B8058.0)
TOF Driver Version ~ 8.00.00 VOF Firmware 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score M?;:;or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C21 H15 N5; 2.012 81.24 -0.22 C21 HI5 N5 2.012 337.1327 337.1327
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. IF\II;gr(l:tl:::rsl
(ppm)
338.1393 2.012 337.1327 C21 H15 N5 337.1327 -0.22 Find By Formula
Compound Chromatograms
2 |Cpd 1: C21 H15 N5; 2.012: +ESI EIC(338.1400, 355.1666, 360.1220) Scan Frag=175.0V H18043 E
x10
1 2 3.127 2
0.8 1
0.6 2.960
0.4
0.2 2.576
2.012
O T T T T T T T T T T T T T T T T T T T T T T T T
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)
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11-(pyridin-4-ylethynyl)-5,6,7,8-tetrahydropyrimido[4',5':3,4]cyclohepta[1,2-b]indol-2-amine

(5).
TH NMR

AA-CS-3-017.1.fid a
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LC Chromatogram

wo vy, 0614479821 T

Ret Time: 1.253 min

DADT A, Sig=215,16 Ref=off (D:\DATE\0812-\L181049R\SAMPL000023.
mAU 3 1.253
753
503
253
0
-
0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATE\0812-\L181049R\SAMPL000023 D)
mAUj
40
20
Mol Wt 351.4 0] Y
.
Exact Mass 351.17 i 0.5 1 1.5 min
. . MSD1 TIC, MS File (D:\DATE\0812-\L181049R\SAMPL000023.D) ES-API, Scan, Frag: 100, "POS"
# Time Area%
_________________ b 1.263
1 1.253 96.99 400000
2 1.336 3.01 ]
200000 |
e ——
0.5 1 15 min|
MSD2 TIC, MS File (D:\DATE\0812-\L181049R\SAMPL000023.D) ES-API, Scan, Frag: 100, "NEG"
60000 ]
40000
20000
o+ - .
. 1 15 min|
ADC1 A, ELSD (D:\DATE\0812-\L181049R\SAMPL000023.D)
mV
27
26
25
N e———ssaaeeeeR__L__—_—_—_—.
0.5 1 1.5 min|
*MSD1 SPC, time=1.262 of D:\DATE\0812-\L181049R\SAMPL000023.D ES-API, Scan, Frag: 100, "POS"
E 352.2
RT 1.263 50 1766
] 3412 3740
O e e e e
100 200 300 400 500 m/2
*MSD2 SPC, time=1.258 of D:\DATE\0812-\L181049R\SAMPL000023.D ES-API, Scan, Frag: 100, "NEG"
E 350.2
RT 1.261 50
03 1130 |352.0 387.0413.4
e
100 200 300 400 500 m/2
*MSD2 SPC, time=1.316 of D:\DATE\0812-\L181049R\SAMPL000023.D ES-API, Scan, Frag: 100, "NEG"
E 350.2
RT 1.316 50
N 2230 283.0 | 359.0 3892 42924572 5172 569.2
B i e R
100 200 300 400 500 m/4
Inj.Date 8/12/2019 E P2-F-02 -6- Acqg. Method C:\CHEM32\-> ->
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HRMS

AA-3-17 #593-658 RT: 2.56-2.84 AV: 66 NL: 1.44E8
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]

_ 176.58149
352.15560
236.12812
298.12375
‘L\l M | 11383.14780 520.33302 608.38534 703.30416 832.23980 913.68249 1043.70338 1199.43038 1399.54316  1553.92790 1638.41638 1828.01548 1952.46841
Ll e e M M Mt T T L e et M MR i ) B M T (A e i ]
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
m/z
AA-3-17 #593-658 RT: 2.56-2.84 AV: 66 NL: 6.54E7
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
352.15560
353.15888
354.16214
= 347.12533 349.18333 350.14014 351.14789 l 355.16570 357.23547 358.20715 359.71331 362.19097 363.16243 364.11535 365.13593
L L e e o e e e
347 348 349 350 351 352 353 354 355 356 357 358 359 360 361 362 363 364 365
mz

S47



12-(pyridin-4-ylethynyl)-6,7,8,9-tetrahydro-5H-pyrimido[4',5":3,4]cycloocta[ 1,2-b]indol-2-

amine (6).
'H NMR
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LC Chromatogram

MaxPeak: 97.95% 051 9555$2
Ret_Time: 0.929 min
DAD1 A, Sig=215,16 Ref=off (D:\DATA\0718\L175406R\004-D6B-A3-051955552.D)
mAU 0.929
400
200
] 1.041
0; T T T T T T T T T T T T T T T T T T T
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\0718\L175406R\004-D6B-A3-051955532.D)
mAU
200
100
0]
MO] Wt 365.43 0 T T T T ‘ T T T T JI T T T T 1‘5 T T T Iw'nm
Exact Mass 365.19 MSD1 TIC, MS File (D:\DATA\0718\L175406R\004-D6B-A3-0519555$2.D) ES-API, Scan, Frag: 100, "POS"
# Time Area% 800000 0.941
----------------- 600000 |
1 0.929 97.95 400000
2 1.041 2.05 200000% 1.050
04 T T T T T T T T T T T T T T T T T T T
] X 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\0718\L175406R\004-D6B-A3-0519555$2.D) ES-API, Scan, Frag: 100, "NEG"
E 0.941
60000 |
40000
20000
(I e — —
—— — — —— — ,
0.5 1 15 min|
ELST A, ELSTA, ELSD Signal (D:\DATA\0718\L175406R\004-D6B-A3-051955552.D)
Lsu
10.5
10
9.5
i — — — R — — .
0 X 1 1.5 min|
*MSD1 SPC, time=0.937 of D:\DATA\07 18\L175406R\004-D6B-A3-051955552.D ES-API, Scan, Frag: 100, "POS"
E 183.6 366.2
RT 0.941 5073
] \ 388.2
o+ s
100 400 500 m/2
*MSD1 SPC, time=1.046 of D:\DATA\0718\L175406R\004-D6B-A3-0519555%2.D0 ES-API, Scan, Frag: 100, "POS"
E 384.2
] 182.2
50
RT 1.050 ]
ol 1834 36712 4080 552.2
T | E— e T E— T T R T T — T I 1
100 500 m/2
*MSD2 SPC, time=0.941 of D:\DATA\0718\L175406R\004-D6B-A3-0519555%2.D0 ES-API, Scan, Frag: 100, "NEG"
E 364.2
RT 0.941 50 365.2
] 400.2
L R N ———————
200 300 400 500 m/4
Inj.Date 7/18/2019 LT <invalids> 13 Acqg. Method C:\Chem32\-> ->



Target Compound Screening Report

Data File

Sample Type
Instrument Name
Acq Method

IRM Calibration
Status

Comment
Sample Group
MFC

Acquisition Time

H1785733a.d

Sample

Instrument 1
Fast_Gradient_HRMS_pos_Lock_08272019.m

C23H19N5

5/10/2021 11:50:40 AM (UTC+03:00)

Sample Name
Position

User Name
Acquired Time

DA Method

Info.
Stream Name
Acquisition SW

H1785733
P1-F2
Denis V.Bylina

5/10/2021 11:50:40 AM (UTC+03:00)

Fast_Gradient_HRMS_pos_Lock_08272019.m

LC1

6200 series TOF/6500 series Q-TOF B.08.00

(Local) Version (B8058.0)
. " TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Maz:sp’E“r;—or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C23 H19 N5; 2.077 97.71 -0.54 C23 H19 N5 2.077 365.164 365.1638
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. IF\II;:r(l:tl::::
(ppm)
366.1711 2.077 365.1638 C23 H19 N5 365.164 -0.54 Find By Formula
Compound Chromatograms
2 |Cpd 1: C23 H19 N5; 2.077: +ESI EIC(366.1713, 383.1979, 388.1533) Scan Frag=175.0V H17857 E
x10
1 2 2.077 2

0.8

0.6

0.4

0.2 1

3.641 4.384
O T T T T T T T T T T T T T T T T T T T T T T T T
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)
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do[5,4-c]carbazol-10-yl)-4-methylpent-1-yn-3-ol (10)

-amino-6, 7-dihydro-5H-pyrimi

1-(2

TH NMR
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LC Chromatogram

MaxPeak: 95.34% O614079$1
Ret_Time: 1.047 min
DADT A, Sig=215,16 Ref=off (D:\DATE\AUS\0408\L179310R\003-D4F-A2-0614079$1.D)
mAU 1.047
800
600
400
200 20 1.164
O‘ T T T T T T T T T T T T T T T T T T T
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATE\AUS\0408\L179310R\003-D4F-A2-0614079%1.D)
mAU 4
400
200
04 —
Mol Wt 332.4 O T T T T ‘ T T T T 1‘ T T T T 1‘5 T T T rwr”n
Exact Mass 332.19 MSD1 TIC, MS File (D:\DATE\AUS\0408\L179310R\003-D4F-A2-0614079$1.D) ES-API, Scan, Frag: 100, "PO§
# Time Area% 200000 1.058
----------------- 150000
1 1.020 3.34 100000
2 1.047 95.34 50000 1471
3 1.164 1.33 0
- - -
0 . 1 1.5 min|
MSD2 TIC, MS File (D:\DATE\AUS\0408\L179310R\003-D4F-A2-0614079$1.D) ES-API, Scan, Frag: 100, "NEQ
30000 1.059
20000
10000
0,:
0 0.5 1 1.5 min
ELSTA, ELSTA, ELSD Signal (D:\DATE\AUS\0408\L179310R\003-D4F-A2-0614079%$1.D)
LSU 1
20
15
107: T T T T T T T T T T T T T T T T T T T
. 1 1.5 min|
*MSD1 SPC, time=1.054 of D\DATE\AUS\0408\L179310R\003-D4F-A2-0614079$1.D ES-API, Scan, Frag: 100, "POS"
E 333.4
RT 1.058 50’; 334.2
R ——
100 400 m/z
*MSD1 SPC, time=1.171 of DADATE\AUS\0408\L179310R\003-D4F-A2-0614079$1.D ES-API, Scan, Frag: 100, "POS"
44 243.4 431.4
] 41.2
RT 1.171 2 287.2
0 100.2 122.2 j242.2 ,334.4 397.2 | 4332 52
S S e R
100 500 miz
*MSD2 SPC, time=1.059 of D\DATE\AUS\0408\L179310R\003-D4F-A2-0614079$1.D ES-API, Scan, Frag: 100, "NEG"
331.2
10
RT 1.059 5 332.2
e S
500 miz
*MSD2 SPC, time=1.167 of D\DATE\AUS\0408\L179310R\003-D4F-A2-0614079$1.D ES-API, Scan, Frag: 100, "NEG"
3412
2 377.2
RT 1.171 3422
0 331, ,,380.2 467.0
e | T S S S S
350 400 450 500 550  m/g
Inj.Date 8/4/2019 Y <invalid> -14- Acg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File
Sample Type Sample

Instrument Name

H1806657.d

Instrument 1

Sample Name
Position
User Name

H1806657
P1-D5
Denis V.Bylina

Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 8:09:18 PM (UTC+03:00)
IRM Calibration DA Method Fast_Gradient_HRMS._pos_Lock_08272019.m
Status
Comment
Sample Group Info.
MFC C20H20N40 Stream Name LC1
Acquisition Time NG . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 8:09:18 PM (UTC+03:00) Version (B8058.0)
. " TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Ma(:sp’E“r;'or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 2: C20 H20 N4 O; 2.259 80.03 -0.57 C20 H20 N4 O 2.259 332.1637 332.1635
Cpd 1: C20 H20 N4 O; 2.323 71.87 0.52 C20 H20 N4 O 2.323 332.1637 332.1639
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. Find (_:pds
(ppm) Algorithm
333.1703 2.259 332.1635 C20 H20 N4 O 332.1637 -0.57 Find By Formula
Compound Chromatograms
x10 2 Cpd 2: C20 H20 N4 O; 2.259: +ESI EIC(333.1710, 350.1975, 355.1529) Scan Frag=175.0V H180 E
2 3.130 2
" 1
[
0.8 - Q‘
056 - H
0.4 ‘ |
0.2 1 ‘ |
2.259 ‘\ \
0 N I
T T T T T T T T T T T T T T T T T T T T T T T T
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)
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5":3,4]cyclohepta[l,2-b]indol-11-yl)-4-methylpent-1-

imido[4’,

-3,6,7,8-tetrahydropyr

yn-3-ol (11).

-amino

1-(2

TH NMR

k650

600

550

500

450

400

350

300

250

200

F150

F-50

aoeantee

FP8-25-1_F25_88_PROTON_001
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80T
60 T4
._”._“..;
._”m.:
Nm.:
vm.H;
wm.H)
2072,
80 ¢
60°¢C
01'¢
82°¢C
08¢
I8¢
8¢
62'€

vev
SEY
622
o€’z
SL/~

e e e e o

88
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009

FETT
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=86'T

=791

=¥6'0

=191

=€L0

=580

Er~

1 (ppm)

500

450

400

350

300

250

200

F150
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62 wﬁ/
7881
98'€¢—

8¢'1¢
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€1°69—
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9€'887"
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220

T
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LC Chromatogram

vaxeeak: ss.sev | 0005407$11
Ret_Time: 0.998 min
DAD1 A, Sig=215,16 Ref=off (D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D)
mAU 0.998
750
500
250 1.071 1.262
0 e ———————
K 1 . mil
DAD1 B, Sig=254,16 Ref=off (D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D)
mAU 7
400
200
0] ]j\
Mol Wt 346.43 - T T T T 0‘5 T T T T 4 T T T T 1‘5 T T T wmin
Exact Mass 346.21 7MSD1 TIC, MS File (D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D) ES-API, Scan, Frag: 100
# Time  Area$% 800000 1.012
----------------- 600000
i o.gee 95.52 400000 4
1.071 1.7 ]
200000
3 1.262  2.72 o 1270
— -
. 1 15 min|
MSD2 TIC, MS File (D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D) ES-API, Scan, Frag: 100
] 1.009
40000
20000 o 1.084 1.266
0 T T T T T T T T T T T T T T T T T T T
0.5 1 15 min
ADCT A, ELSD (D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D)
mV
150 ]
100
50
—_—
. 1 15 mi
*MSD1 SPC, time=1.013 of D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D ES-API, Scan, Frag: 100, "POS"
E 347.2
RT 1.012 504 348.2
o+ -
100 200 300 400 500 m/
*MSD1 SPC, time=1.272 of D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D ES-API, Scan, Frag: 100, "POS"
E 279.2
50 1 557.2
RT 1.270 ]
ol . 1012 | 301032743532 3862 456.4 | 55912
T T i
50 m/Z
*MSD2 SPC, time=1.009 of D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D ES-API, Scan, Frag: 100, "NEG"
E 345.2
RT 1.009 504
E |347.2 3824
o+
100 m/Z
*MSD2 SPC, time=1.084 of D:\WORK\D\08\08_11\VS\L180959D\049-D4B-A1-0605407$11.D ES-API, Scan, Frag: 100, "NEG"
E 541.4
E 578.4
RT 1.084 507 3434
1 161.0 246.2 273.2 316-2\ 359.0 3904 4238 4542 4794 5052 | 5434 5754 59
0 : h . - o \‘ L A \“Hm‘\u“\ - “n‘\ iy - A b Wl =
200 300 400 500 m/4
Inj.Date 8/11/2019 K <invalids> -9- Acg. Method C:\Chem32\-> ->
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HRMS

FP-25-1 #5-100 RT: 0.02-0.43 AV: 96 NL: 9.88E8
T: FTMS + p ESI Full ms [150.0000-2000.0000]

347.18672
317.24118
284.33131 368.42528
217.08370 ,, 511.20519 693.36676 764.57465 10006335
dd o, | 53661351 A, I -0 1185.04485 1412.28332  1557.94101 1720.04596 1844.22560 1946.57482
T T T T T T T T T T T T T T T T T
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
m/z
FP-25-1#5-100 RT: 0.02-0.43 AV: 96 NL: 9.88E8
T: FTMS + p ESI Full ms [150.0000-2000.0000]
100 347.18672
348.18998
346.17449 347.03325 | 347.30471  347.98400 34919319
346.68063 347.68820 348.32574 348.92744 | 349.30804 350.19686 35118147 35166558  352.18492 35266282  353.16829 35367059
L e e L B A e e e e e e L e e e e e T L o e B e e e e I L B e e e e e e e e e
346.5 347.0 347.5 348.0 3485 349.0 349.5 350.0 3505 351.0 351.5 352.0 352.5 353.0 3535
m/z
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10-((1-methyl-1H-imidazol-5-yl)ethynyl)-6, 7-dihydro-5H-pyrimido[5,4-c]carbazol-2-amine (14).
'H NMR

H1805720
320

300

11.87
3.01
3.00
2.98
2.87
2.85
2.84
2.50 DMSO-d6

!
\
{

280

—3.74

|
\

8.45
8.45
7.93
7.77
7.43
7.42
7.31
7.31
7.29
7.29
7.28
—6.22

260

240

F220

200

180

160

F140

F120

F100

80

1=
L
"
L
T

©70.9

T T
130 125 120 115 11.0 105 100 95 9.0 8.

13C NMR

AA-CS-3-014.2.fid 75000

70000

126.41
126.14
115.72
115.70
112.64
110.65
74.99
—32.50
—25.16
~22.93

65000

163.88
162.89
—153.57
—147.68
/13969
~138.35
,133.09
125,90
/11856
—99.26

/
i
t

~60000

55000

50000

45000

40000

35000

30000

25000

20000

15000

10000

TR ‘ , , §

F-5000

T T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90
f1 (ppm)
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LC Chromatogram

o e OBOMOTST AR

Ret_Time: 0.810 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\08.2019\03-\L179177D\SAMP
0.810

\ 1.021
; ; ; : ; : : : ; : : ; ; ; ; ; ; ;
0.5 1 1.5 min
DAD1 B, Sig=254,16 Ref=off (D:\DATA\08.2019\03-\L179177D\SAMPL000073.D)
¥
Mol Wt 340.38 T T T T 0‘5 T T T T “1 T T T T 1‘5 T T T min
Exact Mass 340.16 MSD1 TIC, MS File (D:\DATA\08.2019\03-\L179177D\SAMPL000073.D) ES-API, Scan, Frag: 100, "POS"
# Time  Area% 600000 0.825
””””””””” 400000 4
1 0.810 98.86 ]
2 1.021 1.14 200000
] 1.038
0+ ; ; ; ; ; ; ; , ; S ; ; ; ; ; . ;
0.5 1 1.5 i
MSD2 TIC, MS File (D:\DATA\08.2019\03-\L179177D\SAMPL000073.D) ES-API, Scan, Frag: 100, "NEG"
30000 0.824

. 1 1.5 min
*MSD1 SPC, time=0.821 of D:\DATA\08.2019\03\L 179177D\SAMPL000073.D ES-API, Scan, Frag: 100, "POS"
E 171.2
RT 0.825 507; 3412
ofﬂ‘””_H“H“H_HWH‘
100 200 300 400 500 m/7
*MSD1 SPC, time=1.038 of D:\DATA\08.2019\03-\L 179177D\SAMPL000073.D ES-API, Scan, Frag: 100, "POS"
E 249.2
50
RT 1.038 i 171.2 4572
M
100 500 m/7
*MSD2 SPC, time=0.825 of D:\DATA\08.2019\03\L179177D\SAMPL000073.D ES-API, Scan, Frag: 100, "NEG"
E 339.0
RT 0.824 507; 340.0
o
100 200 300 400 500m/7
Inj.Date 8/3/2019 CH P1-A-01  -5- Acq. Method C:\CHEM32\-> ->
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HRMS

Target Compound Screening Report

Data File

Sample Type
Instrument Name
Acq Method

IRM Calibration
Status

Comment

Sample Group

H1805720.d

Sample

Instrument 1
Fast_Gradient_HRMS_pos_Lock_08272019.m

Sample Name
Position

User Name
Acquired Time

DA Method

Info.

H1805720
P1-B6
Denis V.Bylina

5/7/2021 7:14:44 PM (UTC+03:00)

Fast_Gradient_HRMS_pos_Lock_08272019.m

MFC C20H16N6 Stream Name LC1
?Lo::ails)ition Time 5/7/2021 7:14:44 PM (UTC+03:00) c:cr|sllii°s'i1tion sw ?gggssgeg;es TOF/6500 series Q-TOF B.08.00
TOF Driver Version ~ 8.00.00 OF Firmware 8.643
‘ersion
Lllar:: Mass Range 1700
Comp d Table
Label Tgt Score Ma(::Emr;e " Tgt Formula Obs. RT Ref. Mass Obs. Mass
ICpd 1: C20 H16 N6; 2.944 54.57 2.51 C20 H16 N6 2.944 340.1436 340.1445
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. :Il'g‘::t‘::::
(ppm)
363.1347 2.944 340.1445 C20 H16 N6 340.1436 2.51 Find By Formula
Comp d Chr ams
x10 2 Cpd 1: C20 H16 N6; 2.944: +ESI EIC(341.1509, 358.1775, 363.1329) Scan Frag=175.0V H18057 E
1 2 2.944 2
0.8 1
0.6 -
0.4 -
0.2
0 A T T T T T T T T T T T T T T T T T T T T T T T T
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)
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10-(cyclopropylethynyl)-6, 7-dihydro-5H-pyrimido[5,4-c]carbazol-2-amine (15).

TH NMR

146
"l 40
1,45
0.89
0.89
H0.88
Lo.8s
088
087
0.87
-0.87
0.75
0.74
-0.74

0.74

073

073

|

2.00~=
1.87~=

&~ 1.06=<

~24.82
~22.54
8.86

AA-CS-3-019.13.fid o
PROTON MeOD /home/hossain/data hossain 25 o
@0
a
o
< < T NN~ OO HH OO o®®®o NN
o M NMMn NN M- =03 0o<T T T
0 0 NN NN N NN Mnmnmomnmnon NN oA A A A
I
|
i i 2%
o (= <+ N
o (=) o o
=3 s oo
T T T T T T T T T T T T
10.0 95 2.0 85 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5
f1 (ppm)
AA-CS-3-019.14.fid
C13CPD MeOD /home/hossain/data hossain 25
o  © mn oo NOmmoa N O
al < ~ o o 0 O OO~ NN m ~
© oo — - N Nuwmo oo o N w
© n N <~ ™ NANANH A o~ ~
- - - - JRi RRb g g S o N
| |
| | !
|
- L l |
) _— i A
T T T T T T T T T T
80 170 160 150 140 130 120 110 100 90 80
f1 (ppm)

65000

60000

55000

50000

45000

[~40000
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30000

25000

20000

15000

10000
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o

~-5000

F-10000

[~9000

8000

7000

6000
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4000

3000

2000

~1000
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LC Chromatogram

s s 06028252 A

Ret Time: 1.007 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\08.2019\05\L 179373R\012-D7F-A7-060282252.D)
mAU 1.007
300
200
100 0.691
0 .
min|
DAD1 B, Sig=254,16 Ref—off (D:\DATA\08. 2019\05\L179373R\012 D7F-A7-060282252.D)
mAUE
200
1004
Mol Wt 300.36 T T T T 0‘5 T T T T ,‘I T T T T 1‘5 T T T \mm
Exact Mass 300.16 MSD1 TIC, MS File (D:\DATA\08.2019\05\L179373R\012-D7F-A7-0602822$2.D) ES-API, Scan, Frag: 100, "PQ
# Time Area$ 600000 1.019
""""""""" 400000 |
1 0.691 3.67 1
2 1.007 96.33 200000 -]
1 0.697
- - -
0.5 1 15 min|
MSD2 TIC, MS File (D\DATA\08.2019\05\L179373R\012-D7F-A7-0602622%2.D) ES-API, Scan, Frag: 100, "NE|
E 1.018
20000
10000 3
0,:
ADCT A, ELSD (DADATAI08.2019\05\L179373R\012-D7F-A7-060282252.D)
mV J
707
60
507
40
—
. 1 15 min|
*MSD1 SPC, time=0.695 of D\DATA\08.2019\05\L179373R\012-D7F-A7-0602822%2.D ES-API, Scan, Frag: 100, "POS"
E 276.4
50
RT 0.697 i f12 | 1952 277.2
ol ek Sl o
100 200 300 400 500 m/2
*MSD1 SPC, time=1.021 of D:\DATA\08.2019\05\L179373R\012-D7F-A7-0602822$2.D ES-API, Scan, Frag: 100, "POS"
E 301.2
RT 1.019 507 302.2
1 \
O
100 m/2|
*MSD2 SPC, time=1.017 of D:\DATA\08.2019\05\L179373R\012-D7F-A7-0602822$2.D ES-API, Scan, Frag: 100, "NEG"
E 299.2
RT 1.018 50’; 300.2
I
100 200 300 400 500 m/2
Inj.Date 8/5/2019 CH <invalid> -9- Acg. Method C:\Chem32\-> ->
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HRMS

AA-3-19 #787-854 RT: 3.40-3.69 AV: 68 NL: 5.22E8
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]

100 301.14446
236.12807 | 343 19155
et . 525.14740 601.28205 758.22191 832.24060 1073.30790 _1204.57265 1398.37413 1490.50436 1694.48160  1826.44808 1952.14354
e S = ‘ L, : cHRaLTLIN S
200 300 400 500 600 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900
m/z

1
2000

10-(3-(dimethylamino)prop-1-yn-1-yl)-6,7-dihydro-5H-pyrimido[5,4-c]carbazol-2-amine (16).

TH NMR

FP8-41-1F15.1.fid

PROTON MeOD /home/hossain/data hossain 22 3
@
Ja)
]
T TONONNOTMN N T T H0ONNOOONI Y
LWINNNS ST mmmHAHAA-44000 0o
6o NNNNNNNNNN FEM @AM Mm@ momm
I [ U J
1 sy i N
I 0 o~ =3 o~
5 o o~ & S
S} S o — a N
T T T T T T T T T T T T T T T T T T T T T
0.0 95 9.0 85 8.0 75 7.0 6.5 6.0 5.5 4.5 4.0 35 3.0 25 2.0 15 10 05 0.0
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11000
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13C NMR

AA-CS-3-027.1.fid

n o - m wn oONN N O 0 ®
N © RN n N ¥ O o©0N o ~ — o ©
< o o 0 N©© inina o ™~ o "" o~
© © < < I NN Iy © o o~
== A = oo o o & ~ <~ NN
N ~ ~— N N

T L .

T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20
f1 (ppm)
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30000

25000

~20000

15000

10000

[~5000

o
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LC Chromatogram

e v, | 069613781 MV

DAD1 A, Sig=215,10 Ref=off (D:\WORK\D\08\08_21\L183426R\SAMP

mAU 0.689
HN 800
600 |
\ S 400

\ 200
N/ o4 ——
0 0.5 1 1.5 min|
N, DAD1 B, Sig=254,10 Ref=off (DAWORK\D\08\08_21\L 183426R\SAMPLO001.D)
// mAU 7
AN 400
/N 2007
0 \(\
200 - ——
Mol Wt 317.39 0 05 1 1's min
Exact Mass 317.19 MSD1 TIC, MS File (D\WORK\D\08\08_21\L 183426R\SAMPLO001.D) API-ES, Scan, Frag: 120, "Pos"
# Time  Area% E 0.713
_________________ 1500000 -
1 0.689 100.00 1000000 -
500000
I B —
0 . 1 1.5 min|
MSD2 TIC, MS File (D:\WORK\D\08\08_21\L183426R\SAMPL001.D) , Scan, Frag: 120, "Neg"
7 0.711
400000
200000
0 : : : : : : : : : : : : : : : : : : :
0 0.5 1 1.5 min
ADCT B, ELSD (D:\WORK\D\08\08_21\L 183426R\SAMPL001.D)
mV 3
40
30
20
— -
. 1 15 min|
*MSD1 SPC, time=0.718 of DAWORK\D\08\08_21\L183426R\SAMPL001.D API-ES, Scan, Frag: 120, "Pos"
E 159.6
] 137, 318.1
50
RT 0.713 1
o] 101.1 2751|3190
B B e e s S A B e o A e e e SN
100 200 300 500 m/2
*MSD2 SPC, time=0.708 of D:WORK\D\08\08_21\L183426R\SAMPL001.D , Scan, Frag: 120, "Neg"
E 316.0
RT 0.711 507 317.1
] | 352.0
0 e e e
100 200 300 400 500 m/2
Inj.Date 8/21/2019 K P2-A-01  -SL- Acq. Method C:\HPCHEM\-> ->
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HRMS

AA-3-27 #501-558 RT: 2.16-2.41 AV: 58 NL: 5.09E7
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]

318.17134
273.11349
199.98799
343.19175
435.25044
. | L\ 609.35506 708.44834 833.24239 906.26043 1105.64570 1199.83179 1399.26624 1564.10412 1696.14877  1827.69705 1952.34975
LA M0l s B | T T L e Rt R e it e T LR i i e
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
miz
AA-3-27 #501-558 RT: 2.16-2.41 AV: 58 NL: 3.34E7
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
1004 318.17134
319.17462
320.17795
317.15906 317.89968 |318.27461 318.90723 | 319.64529 | 320.87357 321.18139 321.89428 322.20154 323.11379 324.13165
L S e e B e B L s s s e s et e e et s et Bt S N B . e s B s e e e e e s e
317.0 317.5 318.0 318.5 319.0 319.5 320.0 320.5 321.0 321.5 322.0 322.5 323.0 323.5 324.0
m/z
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11-(3-(dimethylamino)prop-1-yn-1-yl)-5,6,7,8-tetrahydropyrimido[4°,5 :3,4]cyclohepta[ 1, 2-

blindol-2-amine (17).
'H NMR

AA-CS-3-005.9.i

id
PROTON MeOD /home/hossain/data hossain 24 8
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) T T T 't A T
) ~ " < o © o ~
S) - ~ =) N <
= = ~ ~ NN ~
T T T T T T T T T T T T T T T T T T T T T
10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0
f1 (ppm)
AA-CS-3-005.10.fid
C13CPD MeOD /home/hossain/data hossain 24
~N 0 o~ © MmN N H O
©wn o © S ovo-dwob o~ =Y o © N S
< & © 6 00 N M N © N ~” N,
© © n < MmN N NN o — ~N o — S
a = A JA S A b i Y N < ;Moo
T T T T T T T T T T T T T T T T T T
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LC Chromatogram

MaxPeak: 100.00% 0694483$1

Ret_Time: 0.723 min

DAD1 A, Sig=215,16 Ref=off (D:\WORK\D\08\08_21\L183516R\002-D
mAU 0.723

. 1 1.5
DAD1 B, Sig=254,16 Ref=off (D:\WORK\D\08\08_21\L183516R\002-D7F-A1-0694483%1.D)

-40 - T T T T
Mol Wt 33141 0_‘5 1 1i5 min
Exact Mass 331 21 MSD1 TIC, MS File (D:\WORK\D\08\08_21\L183516R\002-D7F-A1-0694483%1.D) ES-API, Scan, Frag: 100, "PO
# Time Area% 0.730

1 0.723 100.00

80000
60000

N
o
o
o
o

L

20000

o
n

min|

. 1 X
MSD2 TIC, MS File (D:\WORK\D\08\08_21\L183516R\002-D7F-A1-0694483$1.D) ES-API, Scan, Frag: 100, "NE
0.733

4000

2000

. 1 1.5 min|
ADCT A, ELSD (D:\WORK\D\08\08_21\L183516R\002-D7F-A1-0694483$1.D)
mV
345
34
335
33
‘ B —— e ——— —— —
. 1 1.5 min|
“MSD1 SPC, time=0.728 of DAWORK\D\08\08_21\L183516R\002-D7F-A1-0694483$1.D ES-API, Scan, Frag: 100, "POS"
E 144.2 166.8
5] 3322
RT 0.730 1 101.2 2872 3344
0 | [ . . ] . .
‘ ‘ ; ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ : ‘ ; ‘ ‘ ‘ ‘ ‘ ‘
100 400 m/2
*MSD2 SPC, time=0.733 of DAWORK\D\08\08_21\L183516R\002-D7F-A1-0694483$1.D ES-API, Scan, Frag: 100, "NEG"
E 330.4
RT 0.733 507
ol 930 152.8 206.0 |3322 | 369.4 4452 B2
7 s “ T T “\ T “ \‘ T T T T T L T T e T L T — T T T \‘
100 200 300 400 500  m/4
Inj.Date 8/21/2019 K <invalid> -9- Acg. Method C:\Chem32\-> ->

S67



HRMS

AA-3-25 #520-559 RT: 2.25-2.41 AV: 40 NL: 2.64E7
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]

332.18678

287.12900

383.14771
449.26586
h[ 1| . 1483.22690 623.37045 72246371 832.23969 906.25878 1059.36174  1203.33136 1401.26123 1553.39865 1723.88663 1830.80954 1951.79032
AL At e\ et e B L T T B e e I T A i
300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
m/z
AA-3-25 #520-559 RT: 2.25-2.41 AV: 40 NL: 1.83E7
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
332.18678
333.19008
334.19338
331.91589 332.91610 | 333.25378 | 334.88190  335.25542 336.22916 337.10432
e S s e et e e e e B e e Mt basa s e e e M A e s et LMoo Mt e e e
332.0 332.5 333.0 333.5 334.0 334.5 335.0 335.5 336.0 336.5 337.0
m/z
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12-(1-methyl-1H-imidazol-5-yl)ethynyl)-6,7,8,9-tetrahydro-5H-pyrimido[4',5":3,4]
cycloocta[l,2-b]indol-2-amine (27).

TH NMR

H1790177.1.fid

b
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S © n Tamma NN o =0 ~ - S N ©
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LC Chromatogram

MaxPeak: 100.00% 0541 246$2
Ret_Time: 0.855 min
DAD1 A, Sig=215,16 Ref=off (D:\WORK\D\07\07_23\L176509R\005-D6B-A4-0541246$2.D)
mAU 0.855
750
500
250
0 T T T T T T T T T T T T T T T T T T T T
0 . 1 K min|
DAD1 B, Sig=254,16 Ref=off (D:\WORK\D\07\07_23\L176509R\005-D6B-A4-0541246$2.D)
mAU 3
750
500 -
250 5
=
Mol Wt 368.43 I e T s -
Exact Mass 368 2 MSD1 TIC, MS File (D:\WORK\D\07\07_23\L176509R\005-D6B-A4-0541246%$2.D) ES-API, Scan, Frag: 100, "PO|
# Time Area$ E 0.865
————————————————— 400000 -
1 0.855 100.00 1
200000 -]
0 T T T T T T T T T T T T T T T T T T T
0 . 1 1.5 min|
MSD2 TIC, MS File (D:\WORK\D\07\07_23\L176509R\005-D6B-A4-0541246$2.D) ES-API, Scan, Frag: 100, "NE
E 0.866
15000
10000 -
5000 5
e e e
0.5 1 15 min|
ELSTA, ELSTA, ELSD Signal (D:\WORK\D\07\07_23\L176509R\005-D6B-A4-0541246$2.D)
Lsu
16
14
12
10 ; . . : | . ! . ! | ; ! ! : : : . : .
0 . 1 1.5 min|
*MSD1 SPC, time=0.862 of D:\WORK\D\07\07_23\L176509R\005-D6B-A4-0541246%$2.D ES-API, Scan, Frag: 100, "POS"
B 185.2
50
RT 0.865 ] 3702
I e S N
100 350 m/z
*MSD2 SPC, time=0.866 of D:\WORK\D\07\07_23\L176509R\005-D6B-A4-0541246%$2.D ES-API, Scan, Frag: 100, "NEG"
] 367.2
24
RT 0.866 1
o ] ‘ 369.2 ‘403.0
B T T T T T T T T T T - T T = T T T T T T
200 300 400 500 m/z
Inj.Date 7/23/2019 K <invalids> -15- Acqg. Method C:\Chem32\-> ->




HRMS

Target Compound Screening Report

Data File H1790176a.d Sample Name H1790176
Sample Type Sample Position P1-E1
Instrument Name Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 8:55:19 PM (UTC+03:00)
;':a': Calibration _ DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
us
Comment
Sample Group Info.
MFC C22H20N6 Stream Name LC1
Acquisition Time i : Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 8:55:19 PM (UTC+03:00) Version (B8058.0)
- - TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range
Max. 1700
Comp d Table
Label Tgt Score Ma(:sp::;or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C22 H20 N6; 1.969 97.19 0.04 C22 H20 N6 1.969 368.1749] 368.175
Tgt Mass )
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. :'Ind (.:71‘15
(ppm) igorithm
369.1822 1.969 368.175 C22 H20 N6 368.1749 0.04 Find By Formula
Compound Chromatograms
%10 2 Cpd 1: C22 H20 N6; 1.969: +ESI EIC(369.1822, 386.2088, 391.1642) Scan Frag=175.0V H17901 E
1 2 3.174 2
0.8
0.6 1 1.969
0.4
0.2
2.379 405
0

04 06 08 1

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)

12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
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5":3,4]cycloocta[1,2-b]indol-2-

!
’

H-pyrimido[4

ne (28).
IH NMR

12-(cyclopropylethynyl)-6,7,8,9-tetrahydro-5
amine
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LC Chromatogram

MaxPeak: 97.53% O617249$1
Ret_Time: 1.100 min
DAD1 A, Sig=215,10 Ref=off (D:\DATE\0819\L182749R\SAMPL006.D)
mAU 3 1.100
7505
500 =
2505 1318
4= —_— e
0 . 1 1.5 min|
DAD1 B, Sig=254,10 Ref=off (D:\DATE\0819\L182749R\SAMPL006.D)
mAU 1
7504
500
2504
Mol Wt 328.41 E
—— Tt
Exact Mass 328.2 0 : . 1 1.5 min
. . MSD1 TIC, MS File (D:\DATE\0819\L182749R\SAMPL006.D) API-ES, Scan, Frag: 120, "Pos”
# Time Area% -
_________________ ] 1.130
1 1.100 97.53 80000005
2 1.318  2.47 60000005
4000000 ]
2000000
04 —_—
0 X 1 1.5 min|
MSD2 TIC, MS File (D:\DATE\0819\L182749R\SAMPL006.D) , Scan, Frag: 120, "Neg"
] 1.135 1.351
200000
100000
0 . 1 1.5 min|
ADC1 A, ADC1 ELSD (D:\DATE\0819\L182749R\SAMPL006.D)
mV 3
503
404
303
203
—_—
K 1 1.5 min|
*MSD1 SPC, time=1.138 of D:\DATE\0819\L182749R\SAMPL006.D API-ES, Scan, Frag: 120, "Pos"
E 329.1
RT 1.130 50’; 330.1
0—’“”‘—w‘H““u”_”w””‘
100 400 500 m/2
*MSD2 SPC, time=1.128 of D:\DATE\0819\L182749R\SAMPL006.D , Scan, Frag: 120, "Neg"
E 327.1
50
] 328.0
RT 1.135 ] | 3651
e e e S S
400 500 m/2
*MSD2 SPC, time=1.352 of D:\DATE\0819\L182749R\SAMPL006.D , Scan, Frag: 120, "Neg"
E 292.0
50 326.0
RT 1.351 1 293.1 H 3209 405.9
04 . \ - | D Thonoh b N
R R M
100 200 300 400 500 m/2
Inj.Date 8/19/2019 E P2-A-03 VL Acg. Method C:\HPCHEM\-> ->
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HRMS

AA-3-23 #810-868 RT: 3.50-3.75 AV: 59 NL: 5.46E8
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]

1
2000

329.17578
301.14501
23612807 383.14748
P P 484.16886 657.34477 832.24046 906.25869  1069.62894  1201.57933 1401.25765 1553.73795 1730.28500 1830.32023 1952.05259
R e e A T T i e o e e T T
200 300 400 500 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900
m/z
AA-3-23 #810-868 RT: 3.50-3.75 AV: 59 NL: 5.46E8
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
100+ 320.17578
85
80
754
704
50
45
40
] 330.17905
204
155
103 330.06957
132623269 327.07839 328.16807  329.06701 | 329.28473 330.72698 331.18235 332.18560 333.20532 334.18637 335.18287  335.93225
T P R R R e e e DU A R B e e e e o B e e e R A e L e
327 328 329 330 331 332 333 334 335 336

miz
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12-(3-(dimethylamino)prop-1-yn-1-yl)-6,7,8,9-tetrahydro-5H-pyrimido[4',5":3,4] cycloocta[l,2-
b]indol-2-amine (29).
'H NMR

FP8-42-1F16_61.1.fid
PROTON MeOD /home/hossain/data hossain 23
7000

1.92

6500

7.38
7.36
7.35
7.35
7.34
7.34
430
/3.31CD30D
317
3.02
\2.75

8.20
814

6000
5500
I [ / 5000
4500
4000
3500
[~3000
2500
2000
F1500

1000

B S -

F-500

1.87—=

T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0
f1 (ppm)

FP8-42-1F16_61.2 fi
C13CPD MeOD /home/hossain/data hossain 23

4500

—156.06
—148.65
138.01
130.77
128.87
127.62
125.97
—122.99
116.86
115.25
114.43
112.29
93.01
75.94
42.72
—31.84
~29.20
27.84
~22.03

/
%
A
X

[~4000

3500

3000

2500

2000

F1500

1000

| f-500

r T T T T T T T T
30 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)
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LC Chromatogram

MaXPeak: 95 N 61% $ ”IHH|HH|””I”H|'H|l|“
Ret_Time: 0.793 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\08.2019\19\L182906R\022-D5B-A7-0696164$1.D)
mAU 7 0.793
400
200
0 ; T T T T T T T T T T T T T T T T T T T
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\08.2019\19\L 182906R\022-D5B-A7-0696164$1.D)
mAU -
400
200
0]
Mol Wt 345.44 ) o's 1 15 i
Exact Mass 345 23 MSD1 TIC, MS File (D:\DATA\08.2019\19\L182906R\022-D5B-A7-0696164$1.D) ES-API, Scan, Frag: 100, "PQ
# Time  Area% 800000 0.802
----------------- 600000
1 0.646 2.02 400000
2 0.793 095.61 200000;
3 1.104 2.36 o
0 . 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\08.2019\19\L182906R\022-D5B-A7-0696164$1.D) ES-API, Scan, Frag: 100, "NE
50000
40000 0.805
30000 .
20000
10000
0 e ; — | : : : : | : : : :
0 0.5 1 K min|
ELS1 A, ELS1A, ELSD Signal (D:\DATA\08.2019\19\L182906R\022-D5B-A7-0696164$1.D)
LSuU
13
12
11
104
4 T T T T T T T T T T T T T T T T T T T
. 1 1.5 min
*MSD1 SPC, time=0.662 of D:\DATA\08.2019\19\L182906R\022-D5B-A7-0696164%1.D ES-API, Scan, Frag: 100, "POS"
429.2
RT 0.658 ] 215.2 430.2
T Y S
100 500 m/z
*MSD1 SPC, time=0.804 of D:\DATA\08.2019\19\L182906R\022-D5B-A7-0696164$1.D ES-API, Scan, Frag: 100, "POS"
E 151.2 346.2
405 1736
RT 0.802 20 ‘ 301.2 347.2
o et S S T S S
100 200 300 400 500 m/z
*MSD2 SPC, time=0.808 of D:\DATA\08.2019\19\L182906R\022-D5B-A7-0696164$1.D ES-API, Scan, Frag: 100, "NEG"
23 344.0
q 380.0
- 345.2
RT 0.805 3 ‘3812
0;“‘““‘““‘““““H““““‘;““‘
200 250 300 350 400 450 500 m/7
Inj.Date 8/19/2019 CH <invalids> -17- Acg. Method C:\Chem32\-> ->
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HRMS

AA-3-22 #538-585 RT: 2.32-2.53 AV: 48 NL: 1.24E8
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
_ 173.60493

346.20244
301.14462
199.98789
389.24473
7‘” j 463.28144 691.39782
P 1T N 610.20570 | 764.51043 948.71509  1107.75065 1204.92346 1402.08587  1553.50470  1697.61151 1831.27541 1951.60027
B i i it i i T 7 40 e i g s g y Al k]
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
miz
AA-3-22 #538-585 RT: 2.32-2.53 AV: 48 NL: 5.42E7
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
346.20244
347.20572
348.20898
345.19006 346.08451 | 346.31919 347.12472 | 347.87570 | 349.18302 350.18624  350.70963 351.38135
A A i e A el A AACAMA T  dti tdedt dgl  a  gtde  t
345.0 345.5 346.0 346.5 347.0 347.5 348.0 348.5 349.0 349.5 350.0 350.5 351.0 351.5
miz
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N-(4-2-amino-5,6,7,8-tetrahydropyrimido[4',5":3,4]cyclohepta[ 1,2-b]indol-1 1-yl)-2-methylbut-
3-yn-2-yl)acetamide (18).
'H NMR

H2321066
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13C NMR

AA-CS-7-010.2.fid
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LC Chromatogram

MaxPeak: 97.62% $
Ret_Time : 0.796 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\04\09\L.239331R\010-D6
mAU 0.796
300
200
100
i ! ! ! | ! ! ! ! . ! ! ! ! : ! ! ! !
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\04\09\L.239331R\010-D6F-A9-Q301618%2.D)
mAU
100
50
0
-50 T T T T T T T T T T T T T T T T
Mol Wt 373.45 S o5 ] s i
Exact Mass 373 22 MSD1 TIC, MS File (D:\DATA\04\09\L239331R\010-D6F-A9-Q301618%$2.D) ES-API, Fast Scan, Frag: 100, "PO!
# Time  Area% 1000000 0.805
_________________ 800000
1 0.784 2.38 600000
2 0.796 97.62 400000
200000
0 : : : : : : : : : : : : : : : : : :
0 . 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\04\09\L239331R\010-D6F-A9-Q301618$2.D) ES-API, Fast Scan, Frag: 100, "NE
*; 0.809
60000
40000
20000
0 b T T T T T T T T T T T T T T T T T T T
0 0.5 1 1.5 min|
ELS1 A, ELS1A, ELSD Signal (D:\DATA\04\09\L239331R\010-D6F-A9-Q301618%2.D)
LSU 4
10.24
10
9.8
! : | ! : | ! ! ! . ! ! ! ! : ! ! ! !
. 1 1.5 min|
*MSD1 SPC, time=0.803 of D:\DATA\04\09\L239331R\010-D6F-A9-Q301618%$2.D ES-API, Fast Scan, Frag: 100, "POS"
E 3742
RT 0.805 50? 375.2
0;““““m“;“u“m“““‘““‘
100 200 300 400 500 m/Z
*MSD2 SPC, time=0.808 of D:\DATA\04\09\L239331R\010-D6F-A9-Q301618%2.D ES-API, Fast Scan, Frag: 100, "NEG"
g 3722
50
RT 0.809 ] ‘373.2 ‘410.2
- “‘M“”‘H‘H —
100 200 300 400 500 m/Z|
Inj.Date 4/8/2020 LB Acqg. Method C:\Users\ -> ->
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HRMS

Target Compound Screening Report

Data File H2321066.d Sample Name H2321066
Sample Type Sample Position P1-B9
Instrument Name Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 7:32:58 PM (UTC+03:00)
IRM Calibration DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
Status
Comment
Sample Group Info.
MFC C22H23N50 Stream Name LC1
Acquisition Time . . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 7:32:58 PM (UTC+03:00) Version (B8058.0)
. " TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Maz:sp’E“r;or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C22 H23 N5 O; 2.217 77.35 -2.66 C22 H23 N5 0 2.217 373.1903 373.1893
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ;'Ind (_:t;:lds
(ppm) gorithm
374.1975 2.217 373.1893 C22 H23 N5 O 373.1903 -2.66 Find By Formula
Compound Chromatograms
x10 2 Cpd 1: C22 H23 N5 O; 2.217: +ESI EIC(374.1975, 391.2241, 396.1795) Scan Frag=175.0V H232 E
1 2 2217 2
0.8 3.115
0.6
0.4
0.2 1
0 4

04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)

MS Zoomed Spectrum

S&0



S81

(-2400
(2200
(2000
1800
1600
(1400
f-1200
f-1000
800
600
f-400
f-200
f--200

Fo

5':3,4]cyclohepta[l,2-b]indol-11-yl)-2-methylbut-
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LC Chromatogram

MaxPeak: 95.31% Q184368$2
Ret_Time: 0.749 min
DAD1 A, Sig=215,16 Ref=off (D:\DATA\03\0323\L234990R\006-D5B-A5-Q184368$2.D)
mAU ] 0.749
400
200 731
1 T T T T T T T T T T T T T T T T T T T
0 0.5 1 . min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\03\0323\L234990R\006-D5B-A5-Q184368$2.D)
mAU 7
200
/\S/NH 100
0=\ ]
o] 0 {
Mol Wt 409'5 0 T T T T ‘ T T T T 4 T T T T 1‘5 T T T \min
Exact MaSS 409 18 MSD1 TIC, MS File (D:\DATA\03\0323\L234990R\006-D5B-A5-Q184368%2.D) ES-API, Fast Scan, Frag: 100, "R
# Time  Area$ 1000000 0.758
i____;_i___; _____ 750000
0.73 .69 500000
2 0.749 95.31
250000
0 ; : : : | : : : : | ; : ; ; | ; ; : ;
0 0.5 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\03\0323\L234990R\006-D5B-A5-Q184368%2.D) ES-API, Fast Scan, Frag: 100, "
100000 0761
75000
50000
25000
04— ; : . . . . ; . . . . ; . . . .
0 0.5 1 1.5 min|
ELS1 A, ELS1A, ELSD Signal (D:\DATA\03\0323\L234990R\006-D5B-A5-Q184368%$2.D)
LSU
12
1
10
: : ; ; : | ; ; : ; | ; . ; . | . : . .
0 0.5 1 1.5 min|
*MSD1 SPC, time=0.756 of D:\DATA\03\0323\L234990R\006-D5B-A5-Q184368%2.D ES-API, Fast Scan, Frag: 100, "POS"
410.2
50 411.2
RT 0.758 157.0 ‘ 331.0 “412_2 4600
0 . 0. . .
I T e T T T T T e
100 200 300 400 500 m/
*MSD2 SPC, time=0.762 of D:\DATA\03\0323\L.234990R\006-D5B-A5-Q184368%2.D ES-API, Fast Scan, Frag: 100, "NEG"
408.2
10 409.2
RT 0.761 5
o ‘327.0 364.8 “410.2 “‘44542
. —_—
200 300 400 500 m/z
Inj.Date 3/23/2020 LT Acg. Method C:\Users\ -> ->



HRMS

Target Compound Screening Report

Data File H2293885.d Sample Name H2293885
Sample Type Sample Position P1-A8
Instrument Name Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 6:32:18 PM (UTC+03:00)
IRM Calibration DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
Status
Comment
Sample Group Info.
MFC C21H23N502S Stream Name LC1
Acquisition Time . . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 6:32:18 PM (UTC+03:00) Version (B8058.0)
: " TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Maz:sp’E“r;or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C21 H23 N5 02 S; 2.262 |85.33 0.65 C21 H23N502'S 2.262 409.1572 409.1575
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ;'Ind (_:t;:lds
(ppm) gorithm
410.1645 2.262 409.1575 C21 H23N502 S 409.1572 0.65 Find By Formula
Compound Chromatograms
x10 2 Cpd 1: C21 H23 N5 02 S; 2.262: +ESI EIC(410.1645, 411.1673, 427.1911, 428.1938 ...) Scan Fra E
1 2 2.262
0.8
0.6 2.865
0.4
0.2 A
O 4

04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)

MS Zoomed Spectrum
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11-(3-methoxy-3-methylbut-1-yn-1-yl)-5,6,7,8-tetrahydropyrimido[4',5':3,4]cyclohepta[ 1, 2-
b]indol-2-amine (20).
'H NMR

H2290361

2.50 DMSO-d6

2.64
1.98
1.97
196

|
I

1.95
1.94
1.50
T
o

11.64
/2.66

i

8.76
7.29
7.27
7.17
7.17
7.15
7.15
—6.31
3.34
3.34
3.18
3.17
3.16

4.0

3.04~
2.0274
1.81=

F-0.5

©71.90=%

o
°
IS
>
°
°
~
~

13C NMR

H2290361_13C
13C (1H-decoupled) E

1100y

q 10000

127.24
126.68
125.39
110.69
110.53
70.44
50.97
29.75

/

29.52
28.42
\2413

\

161.09
144.22
—135.70
/113 21
—88.48
~-86.04

/
\

9000

[~8000

[~7000

6000

5000

4000

3000

2000

[~1000

T T T T T T T T T T T T T T T T T T T
80 170 160 150 140 130 120 110 100 20
f1 (ppm)
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LC Chromatogram

MaxPeak: 98.70%
Ret Time: 2.208 min Q184058$1
DAD1 A, Sig=215,16 Ref=off (DADATE\0317\L233659R\014-D6B-B1-Q184058%1.D)
mAU 2.208
200
100 170
o+ -——_
0 1 2 3 4 min|
DAD1 B, Sig=254,16 Ref=off (DADATE\0317\L233659R\014-D6B-B1-Q184058%1.D)
mAU
150
100
50
0
[
min|
Mol Wt 346.43 MSD1 TIC, MS File (D\DATE\0317\L233659R\014-D6B-B1-Q18405851.D0) ES-API, Scan, Frag: 100, "POS"
Exact Mass 346.21 2223
P e 400000
T e 300000
i 1 fggggg
2 2.208 98.70 o ‘
T T T T T ‘ \‘\ T T T T T T T ‘ T T T T T T T T T T
1 3 5 min|
MSD2 TIC, MS File (D \DATE\O317\L233659R\014 D6B-B1- Q184058$1 D) ES-API, Scan, Frag: 100, "NEG"
30000 2.221
20000
10000
0‘ T T T T T T \7\ T T T T T T T ‘ T T T T T T T T T T
0 1 2 3 5 min|
ELST A, ELSTA, ELSD Signal (D:\DATE\0317\L233659R\014-D6B-B1- Q184058$1 D)
LSU
12
115
11
105‘ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 1 2 3 4 5 min
"MSD1 SPC, time=2.220 of D:\DATE\0317\L233650R\014-D6B-B1-Q18405851.0 ES-API, Scan, Frag: 100, "POS"
E 3474
RT 2.223 507
1 |340.4
o+ oo @ @ < <
100 200 300 400 500 600 700 m/z
*MSD2 SPC, time=2.224 of DADATE\0317\L233659R\014-D6B-B1-Q18405851.D ES-API, Scan, Frag: 100, "NEG"
B 345.4
RT 2.221 50
1 13474
ol ‘ ‘ ‘ N iy ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
200 400 600 800 m/z
Inj.Date 3/17/2020 E -16- Acg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File H2290361.d Sample Name H2290361
Sample Type Sample Position P1-B3
Instrument Name  Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 6:56:35 PM (UTC+03:00)
IRM Calibration DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
Status
Comment
Sample Group Info.
MFC C21H22N40 Stream Name LC1
Acquisition Time . . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 6:56:35 PM (UTC+03:00) Version (B8058.0)
- - TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Compound Table
Label Tgt Score Ms;spsp'E':')ror Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C21 H22 N4 O; 2.409 98.44 -0.79 C21 H22 N4 O 2.409 346.1794] 346.1791
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ::nd (_:|;‘ds
(ppm) gorithm
347.1863 2.409 346.1791 C21 H22 N4 O 346.1794 -0.79 Find By Formula
Comp d Chr grams
x10 2 Cpd 1: C21 H22 N4 O; 2.409: +ESI EIC(347.1866, 364.2132, 369.1686) Scan Frag=175.0V H229 E
14 2 3.165 2
0.8
0.6
0.4
2.409
0.2
0
T

04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)

MS Zoomed Spectrum
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4-(2-amino-3,6,7,8-tetrahydropyrimido[4',5':3,4]cyclohepta[l,2-b]indol-1 1-yl) but-3-yn-2-ol
(21).
'H NMR

AA-CS-7-012.1.fid

50000

3.31CD30D

473
T
4.71
4.70
3.22
3.22
3.21
2.72
2.72
2.71
2.71
2.71

12.09

12,08

2 08

12 07

l2.07

1207

12.07

1206

L1.52

L1s1

{

8.77
8.77
8.77
8.77
—7.88
7.25
7.25
7.24
7.24
7.21
7.20
7.20
7.19

|

45000

t
é
|
!

40000

35000

30000

25000

20000

15000

10000

[~5000

0.84—=
0.93—=

0.81=
2.00—=
1.95—=
1.95=
+2.98—=

T T T T T T T T T T
5.0 4.5 4.0 3.5 3.0 25
f1 (ppm)

~
°
o
°
°
>

13C NMR

AA-CS-7-012.2.fid

90000

~85000

126.77
59.30

80000

/12780
127
\123.01
115.88
,111.94
11132
—89.55
—86.39
3121
30,70
_25.71
\.25.00

\

164.34
163.10
—156.62
145.85
—137.57

75000

70000

65000

60000

55000

[~50000

45000

[~40000

35000

30000

25000

20000

15000

10000

\‘ | | | 5000

L ] || A ,

Fo

~-5000

T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90
f1 (ppm)
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LC Chromatogram

MaxPeak: 100.00%
Ret Time: 0.748 min Q301253$1
DAD1 A, Sig=215,16 Ref=off (D:\DATE\0414\L240396R\006-D5F-A3-!
mAU | 0.748
400
200 4
1 T T T T T T T — T T T T T T T T T T T T
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATE\0414\L240396R\006-D5F-A3-Q301253$1.D)
mAU
200
100
0
1 T T T T T T T T T T T T T T T T T T T
0 K 1 1.5 min|
Mol Wt 318.37 MSD1 TIC, MS File (D:\DATE\0414\L240396R\006-D5F-A3-Q30125381.0) ES-API, Fast Scan, Frag: 100, "P(Q
Exact Mass 318.17 0.758
# Time Area% 800000
_________________ 600000
1 0.748 100.00 400000
200000 A
04 : : : : | : : : : | : : : : | ; ; ; .
0 K 1 1.5 min|
MSD2 TIC, MS File (D:\DATE\0414\L.240396R\006-D5F-A3-Q301253$1.D) ES-API, Fast Scan, Frag: 100, "N§
0.762
60000
40000
20000
0 . ; : . | ; . . . | ; . ; : | : : : :
0.5 1 1.5 min|
ELS1 A, ELS1A, ELSD Signal (D:\DATE\0414\L240396R\006-D5F-A3-Q301253$1.D)
LsuU
10.2
10.1
10
9.9
} : : : ; | ; ; : : | : : : : | : : : :
0 K 1 1.5 min|
*MSD1 SPC, time=0.754 of D:\DATE\0414\L240396R\006-D5F-A3-Q301253%1.D ES-API, Fast Scan, Frag: 100, "POS"
B 319.2
50
RT 0.758 ]
] 157.0 2202
01— : : by . | : : : : | " - — | : : : :
100 200 300 400 m/Z|
*MSD2 SPC, time=0.760 of D:\DATE\0414\L240396R\006-D5F-A3-Q301253%1.D ES-API, Fast Scan, Frag: 100, "NEG"
B 317.2
RT 0.762 50 318.2
] 369.0
-+ e e b b —_—
100 200 300 400 500 m/Z
Inj.Date 4/14/2020 E Acq. Method C:\Users\ -> ->
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HRMS

AA-7-12 #6-98 RT: 0.03-0.42 AV: 93 NL: 1.11E9
T: FTMS + p ESI Full ms [150.0000-2000.0000]

319.15534
637.30356
284.33122 | 371.16152 704.47481
‘764.57437
239.22490 | | | | | 43946236 52) 5759 | 1 | 79260880 981.60201 1185.04440 1273.60041 1433.67674 159275154 1699.33641 1846.96231 1946.34341
T y f ; T f 7 T 7 7 i ; ; 7 7 7 7 7 7
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
m/z
AA-7-12#6-98 RT: 0.03-042 AV: 93 NL: 1.11E9
T: FTMS + p ESI Ful ms [150.0000-2000.0000]
319.15534
320.15840
] 318.80943 319.05154 || 319.24730 319.55651 320.25748 320.83072  321.16180 32216488 322.34723 323.12904
e e e LAl e
318.5 319.0 319.5 320.0 320.5 321.0 3215 322.0 3225 323.0
m/z

S&9



4-(2-amino-3,6,7,8-tetrahydropyrimido[4',5":3,4]cyclohepta[l,2-b]indol-1 1-yl) but-3-yn-1-o0l

(22).
TH NMR

AA-CS-7-011.1.fid
38000

36000

3.31CD30D

3.22
32T
3.20
272
271
271

L2.70

l2.64
2.63
2.62

L2 08

34000

8.75
8.74
8.74
8.74

—7.87
7.22
7.22
7.21
7.21
7.19
7.19
7.18
7.18
3.76
3.75
3.74

{
J
4
ﬁ
|

32000

30000

28000

26000

24000

22000

[~20000

18000

16000

14000

12000

~10000

8000

6000

4000

2000

F-2000

0.81—=
0.88—=
0.87

0.85

1.92—=
2.00=
1.95+,
1.957
1.92=

T T T T T T T T T T T T T T T T T T T T
45 4.0 3.5 3.0 25 2.0 15 1.0 0.5 0.0

5.0
f1 (ppm)

13C NMR

AA-CS-7-011.2.fid
23000

22000

21000

/12868
127.48
126.72
122.76

~116.61

_111.69

N\110.99
84.35
84.22
61.87

/3104

3051

—25.54

N\24.20

\

164.20
162.92
—156.40
145.50
—137.09

\
\

20000
19000
18000
17000
16000
15000
14000
13000
12000
11000
10000
9000

8000

7000

6000

[~5000

4000

3000

) 2000
‘ ' ‘ l l 1000

0

F-1000

F-2000

T T T T T T T T T
170 160 150 140 130 120 110 100 90
f1 (ppm)
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LC Chromatogram

MaxPeak: 100.00%
Ret Time: 0.731 min Q301616$1
DAD1 A, Sig=215,16 Ref=off (D:\DATE\0414\L240396R\007-D5F-A4-Q301616$1.D)
mAU 3§ 0.731
600 o
400
200 4
[ R R .
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATE\0414\L240396R\007-D5F-A4-Q301616$1.D)
mAU 7
200
100 3
0
: : : : | : : : : | : : : : | : : : :
0 . 1 1.5 min|
M()l Wt 318.37 MSD1 TIC, MS File (D:\DATE\0414\L.240396R\007-D5F-A4-Q301616%1.D) ES-API, Fast Scan, Frag: 100, "PQ
Exact Mass 318.17 E 0.744
# Time Area$% 1000000 -]
1 0.731 100.00 500000 -
0 : : : : | ; ; : : | : : ; ; | ; ; ; ;
0 0.5 1 1.5 min|
MSD2 TIC, MS File (D:\DATE\0414\L.240396R\007-D5F-A4-Q301616$1.D) ES-API, Fast Scan, Frag: 100, "NH
80000 4 0.743
60000 5
40000 4
20000 4
0 T T T T T T T T T T T T T T T T T T T
0 0.5 1 1.5 min|
ELS1 A, ELS1A, ELSD Signal (D:\DATE\0414\L240396R\007-D5F-A4-Q301616$1.D)
Lsu
10.75
10.5
10.25
10
f . ; ; ; | ; : : ; | : ; ; : | : : : :
0 . 1 1.5 min|
*MSD1 SPC, time=0.743 of D:\DATE\0414\L.240396R\007-D5F-A4-Q301616$1.D ES-API, Fast Scan, Frag: 100, "POS"
E 319.2
RT 0.744 502 320.2
e e N —
100 200 300 400 m/Z
*MSD2 SPC, time=0.749 of D:\DATE\0414\L240396R\007-D5F-A4-Q301616$1.D ES-API, Fast Scan, Frag: 100, "NEG"
E 317.2
50
RT 0.743 ] 3182 353.0
04 I It .
R e e e T e e e e |
100 200 300 400 500 m/Z
Inj.Date 4/14/2020 E Acg. Method C:\Users\ -> ->
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HRMS

AA-7-11 #5-100 RT: 0.02-0.43 AV: 96 NL: 2.34E9
T: FTMS + p ESI Full ms [150.0000-2000.0000]

319.15534
637.30363
26433119 | 10 o 502.67576 | 700.22448
: .39375
N " ? 478.32194 | 764.57438 43 45870 981.60224 109974829 1273.60048  1410.53304 1592.74985 1845.66044 1946.35583
T Y 1 T T } T T 7 T T T T T T 7 T T
200 300 400 500 600 700 800 900 1000 1100 1200 1400 1500 1600 1700 1800 1900 2000
m/z
AA-7-11 #5-100 RT: 0.02-0.43 AV: 96 NL: 2.34E9
T: FTMS + p ESI Full ms [150.0000-2000.0000]
100 319.15534
320.15833
317.33527
321.16174
317.68529  318.24467 319.05141 | 319.24714 320.05693 | 320.26309 322.16488 323.15038 324.15734 325.17820
e i LA e o e e B e e e e L e s e e e e e e L B e e B e e e B LA A e s o
317.5 318.0 3185 319.0 319.5 3200 3205 321.0 3215 322.0 3225 323.0 3235 324.0 324.5 325.0
m/z
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4-(2-amino-5,06,7,8-tetrahydropyrimido[4',5":3,4]cyclohepta[1,2-b]indol-1 1-yl)-2, 2-dimethylbut-
3-yn-1-0l (23).
'H NMR

AA-CS-7-008.1.fid F-38000
[~36000

34000

8.71
8.71
8.71
8.71
—7.84
7.23
7.22
7.22
7.22
7.21
7.20
7.19
7.19
7.18
51
3.31CD30D

|

RGNS EMEMEAE A AL

32000
~30000
28000
26000
24000
[~22000
20000
18000
16000
14000
12000
10000
8000

6000

4000

2000

[~-2000

2.18—=
2.19—=
2.21=
6.00—=

0.81—=
0.94—=
0.78
0.88
+41.92—=

T T T T T T T T T T T T T
45 4.0

w
o
°
°
°
°
>

5.0
f1 (ppm)

13C NMR

AA-CS-7-008.2.fid

45000

—165.55
—161.71
—153.74
—146.75
—137.26
,12881
127.50
127.36
122.93
~117.19
_111.95
111,29
93.36
83.91
72.09
40.44
35.17
31.23
30.76
26.23
25.47
2535

1
\
I
s
/
T

40000

35000

30000

25000

20000

15000

10000

L | el Ii“ . \ . J .

Fo

T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 920 80
f1 (ppm)
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LC Chromatogram

Ret_Time : 0.964 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\0312\L232517R\003-D2F-A2-Q158596$2.D)
mAU 0.964
800
600
400
200 1.251
e
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\0312\L232517R\003-D2F-A2-Q158596$2.D)
mAU -
400
200
0 [
Mol Wt 346'43 O T T T T ‘ T T T T J] T T T T 1‘ T T T \min
Exact Mass 346 21 MSD1 TIC, MS File (D:\DATA\0312\L232517R\003-D2F-A2-Q158596$2.D) ES-API, Scan, Frag: 100, "POS"
# Time Area% ] 0.979
————————————————— 1000000 4
1 0.964 98.28 ]
2 1.251  1.72 500000 3
] 1.258
04 T T T T T T T T = T T T T T T T T T T
0 . 1 1.5 min|
MSD2 TIC, MS File (D:\DATA\0312\L232517R\003-D2F-A2-Q158596$2.D) ES-API, Scan, Frag: 100, "NEG"
50000 0.978
40000
30000
20000
10000
= -7 Y
0 . 1 1.5 min|
ELS1 A, ELS1A, ELSD Signal (D:\DATA\0312\L232517R\003-D2F-A2-Q158596$2.D)
LSU
20
15
10 ] T T T T T T T T T T T T T T T T T T T
. 1 1.5 min
*MSD1 SPC, time=0.979 of D:\DATA\0312\L232517R\003-D2F-A2-Q158596$2.D ES-API, Scan, Frag: 100, "POS"
E 347.2
RT 0.979 50 3482
] 375.2
-
100 500 m/Z
*MSD1 SPC, time=1.255 of D:\DATA\0312\L232517R\003-D2F-A2-Q158596%$2.D ES-API, Scan, Frag: 100, "POS"
E 279.0
50 E
RT 1.258 ]
1 2800 347.2 558.2
- e e e
100 200 300 400 500 m/z
*MSD2 SPC, time=0.975 of D:\DATA\0312\L.232517R\003-D2F-A2-Q158596$2.D ES-API, Scan, Frag: 100, "NEG"
f 345.2
373.0
RT 0.978
! 34742‘ ‘381.0
———— e e e
200 300 400 500 m/
Inj.Date 3/12/2020 OA -15- Acg. Method C:\Chem32\-> ->
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HRMS

AA-7-8 #25-100 RT: 0.11-0.43 AV: 76 NL: 1.11E9
T: FTMS + p ESI Full ms [150.0000-2000.0000]

347.18676
317.24114 11.20507
5112050 693.36644
284.33129 537.19372
380.21387
764.57457
21320780 | JLpg 62527311 || T 92562253 1009.63381 109074877 1215.83159 135681587 155151582 166572000 184310223 1946.51203
T Y T { t Y T T 7 T T T T T T T T T T
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000
m/z
AA-7-8 #25-100 RT: 0.11-0.43 AV: 76 NL: 1.11E9
T: FTMS + p ESI Full ms [150.0000-2000.0000]
100 347.18676
348.18995
351.18154
349.19328 351.26466 352.18494
o 34627217 346.17878 347.05091 | 347.30465 348.07199 | 348.31171 349.04844 | 349.32628 350.06922 351.07188 351.67264 L 352.68055
L e e e e e e e L A e e e e e e I e e e e e e L L A e B B e e e e e S 1 SR
345.0 3455 346.0 346.5 347.0 347.5 348.0 348.5 349.0 349.5 350.0 350.5 351.0 3515 352.0 352.5 353.0
m/z
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5":3,4]cyclohepta[l,2-b]indol-11-yl)-2-methylpent-4-

’
s

ido[4

m

-3,6,7,8-tetrahydropyr

yn-2-ol (24).

TH NMR

-amino

5-2

8 2 2 g 3 8 2 2 g o e o o =
I g i i i i T i T g i ¥ i i !
L2t
6 H/
S6'T E1LS
%1
16'1
9P-OSWA 05 'Z =202
S,N%
e =122
€97
9T'E - 061
L1 mw.
8T'E
619
zt h/ - =81
14
YL
viL 580
ve'L 00T
mNNN
62— - =560
8T'8— - =480
28— =280
18 TT— -— =6L0
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13C NMR
AA-CS-7-006.2.fid

T T T T T T T T
160 150 140 130 120 110 100 20
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T
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LC Chromatogram

MaxPeak: 95.86% Q184300$1
Ret_Time: 0.749 min
DAD1 A, Sig=215,16 Ref=off (D:\DATA\03\0323\L234990R\007-D5B-A6-Q184300$1.D)
mAU ] 0.749
600
400
200
o+
0 0.5 1 1.5 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\03\0323\L234990R\007-D5B-A6-Q184300%1.D)
mAU
200
1004
MO] Wt 346.43 0 T T T T 0‘5 T T T T 4 T T T T 1‘5 T T T \min
Exact Mass 346 21 MSD1 TIC, MS File (D:\DATA\03\0323\L234990R\007-D5B-A6-Q184300$1.D) ES-API, Fast Scan, Frag: 100, "H
i o 7!
# Time Area% 1000000 0.760
oo ae |
: . 500000
2 0.749 95.86 250000
3 0.801 2.64
0 : ; ; ; : ; ; : ; : ; : : ; ; : : : :
0 0.5 1 15 min|
MSD2 TIC, MS File (D:\DATA\03\0323\L234990R\007-D5B-A6-Q184300$1.D) ES-API, Fast Scan, Frag: 100, "
0.761
100000
75000
50000
25000
e e e e e S S
0 0.5 1 1.5 min|
ELS1 A, ELS1A, ELSD Signal (D:\DATA\03\0323\L234990R\007-D5B-A6-Q184300$1.D)
LSU
13
12
1
10
: : : : : : : : ; ; : : : : : ; : : : :
0 . 1 1.5 min|
*MSD1 SPC, time=0.756 of D:\DATA\03\0323\L.234990R\007-D5B-A6-Q184300$1.D ES-API, Fast Scan, Frag: 100, "POS"
E 347.2
50 348.2
RT 0.760 ] 1572 1o
R N e
100 200 300 400 500 m/Z|
*MSD1 SPC, time=0.814 of D:\DATA\03\0323\L.234990R\007-D5B-A6-Q184300%1.D ES-API, Fast Scan, Frag: 100, "POS"
e 157.0
] 4452
RT 0.814 20
0 3] ‘158.2 446.4 ‘543.4
= T T T = T T E— T T T T T T T T T . — I T T
100 500 m/Z|
*MSD2 SPC, time=0.715 of D:\DATA\03\0323\L.234990R\007-D5B-A6-Q184300%$1.D ES-API, Fast Scan, Frag: 100, "NEG"
15 363.2
1 364.2
RT 0.717 §
05 ‘90.6 ‘ 376.9 425.8 477.2
L
100 400 500 m/z
*MSD2 SPC, time=0.762 of D:\DATA\03\0323\L.234990R\007-D5B-A6-Q184300%$1.D ES-API, Fast Scan, Frag: 100, "NEG"
15 345.2
10 381.2
RT 0.761
5 |347.2 “332-2
o+ e e
100 200 300 400 500 m/2
Inj.Date 3/23/2020 LT Acg. Method C:\Users\ -> ->
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HRMS

Target Compound Screening Report

Data File H2291549.d Sample Name
Sample Type Sample Position
Instrument Name Instrument 1 User Name
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time

IRM Calibration

Comment

H2291549

P1-D2

Denis V.Bylina

5/7/2021 7:51:06 PM (UTC+03:00)

Fast_Gradient_HRMS_pos_Lock_08272019.m

Sample Group Info.
C21H22N40 Stream Name Lc1
Py 5/7/2021 7:51:06 PM (UTC+03:00) c:c'|suilosr||tlon sw ?éggssseg)es TOF/6500 series Q-TOF B.08.00
TOF Driver Version  8.00.00 Tor Firmware 8.643
'ersion
Luar: Mass Range 1700
Comp d Table
Label Tgt Score Ma(:sprE':';o d Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 2: C21 H22 N4 O; 2.291 97.59 -0.91 C21 H22 N4 O 2.291 346.1794] 346.179]
Cpd 1: C21 H22 N4 O; 2.419 61.78 2 [C21 H22 N4 O 2.419] 346.1794 346.1801|
Tgt Mass N
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ::nd (_:|:|ds
(ppm) gorithm
347.1865 2.291 346.179 C21 H22 N4 O 346.1794 -0.91 Find By Formula
Compound Chromatograms
x10 2 |Cpd 2: C21 H22 N4 O; 2.291: +ESI EIC(347.1866, 364.2132, 369.1686) Scan Frag=175.0V H229 E
2 3.175 2
" n
\
08 I
\
0.6 1 ‘ ‘
0.4 ‘ ‘
2.291 ‘ |
0.2 \A“
0 _J\ _ 4354
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)
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5":3,4]cyclohepta[l,2-b]indol-11-yl)-3-methylpent-1-

!
)

ido[4

m

-3,6,7,8-tetrahydropyr

yn-3-ol (25).

TH NMR

-amino

1-(2

130
F120

F110

F100

90

80

70

60

50

40

F30

20

r10

F-10

121
614
961/
L6 H;
9P-OSWA 05 2
192
292
€974
91 €4
LT€]
sT¢)

LT19—
1L
s
L
€TL
wm.hx
LT,
26°L—
L2°8~
0,8
.8

19T1—

H2301631

“ooe
/662
76T
/66T

=L1¢C

=T€¢

=881

=160
=660

M/wmo

5260
S

H\N T

=680

50000
45000

40000

35000

30000

25000

20000

15000

10000
5000
o

° 156—

6962~
~ ¥8'0€-T

61 Hm\
~ 1828

82'69—

16°58—

16—

IS TIT
~ 00211
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13C NMR
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S99



LC Chromatogram

MaXPeak : l 0 O * O O % $ H H Iu ”IHHl ” ’ ’IN “ I‘ ”III”
Ret Time: 2.135 min DADT A, Sig=215,16 Ref=off (D:\DATA\0325\L235656R\011-D5B-A9-Q227419$1.D)
mAU 1 2135
200
100
ol e ————————
1 2 3 4 min|
DADT B, Sig=254,16 Ref=off (DADATA\0325\L2356568R\011-D5B-A9-Q227419$1.D)
mAU 4
1004
50
Mol Wt 346.43 ‘“"‘]‘“‘é““é““;‘;““é““‘min
Exact Mass 346.21 MSD1 TIC, MS File (D:\DATAW0325\L235658R\011-D5B-A9-Q227419%1.D) ES-API, Scan, Frag: 100, "POS"
# Time Area% 800000—% 2.151
“““““““““ 600000
1 2.135 100.00 400000
200000
-
1 2 3 4 5 min
MSD2 TIC, MS File (D:\DATAV0325\L235658R\011-D5B-A9-Q227419%1.D) ES-API, Scan, Frag: 100, "NEG"
60000 2153
40000
20000
0; T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
1 2 3 4 5 min|
ADC1 B, ELSD (D:\DATA\0325\[235658R\011-D5B-A9-Q227419%1.D)
mAué
60|
50+
40
—,———
1 2 3 4 5 min|
"MSDT SPC, time=2.152 of D:\DATA\0325\L235658R\011-D5B-A9-Q22741951.D ES-API, Scan, Frag: 100, "POS"
E 347.2
RT 2.151 507 3482
o+ ..
200 400 600 800 m/4
*MSD2 SPC, time=2.156 of DADATA0325\L235658R\011-D5B-A0-Q22741951.0 ES-API, Scan, Frag: 100, "NEG"
E 345.2
RT 2.153 502 346.2
o+ .. .
200 400 600 800 m/4
Inj.Date 3/25/2020 oA -10- Acg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File 5-2.d Sample Name EQNO
Sample Type Sample Position P1-A5
Instrument Name Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/18/2021 11:13:32 AM (UTC+03:00)
IRM Calibration
Comment
Sample Group Info.
MFC C21H22N40 Stream Name LC1
Acquisition Time a. . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/18/2021 11:13:32 AM (UTC+03:00) Version (B8058.0)
. " TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Ma(:sp’E“r;'or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C21 H22 N4 O; 2.329 95.9 -1.66 C21 H22 N4 O 2.329 346.1794 346.1788
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ;'Ind (_:t|:lds
(ppm) gorithm
347.186 2.329 346.1788 C21 H22 N4 O 346.1794 -1.66 Find By Formula

Compound Chromatograms

Cpd 1: C21 H22 N4 O; 2.329: +ESI EIC(347.1866, 364.2132, 369.1686) Scan Frag=175.0V 5-2.d
2 2.329 2

x10 2
1,

0.8 4
0.6 1
0.4 4

0.2 4
1.970 3.136 3.829

0

04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)

MS Zoomed Spectrum

S101



5":3,4]cyclohepta[l,2-b]indol-11-yl)-3-ethylpent-1-

!
)

ido[4

m

-3,6,7,8-tetrahydropyr

yn-3-ol (26).

TH NMR
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LC Chromatogram

MaxPeak: 100.00% Q184057$1
Ret_Time: 2.443 min
DAD1 A, Sig=215,16 Ref=off (D:\DATA\03\0317\L233584R\013-D6F-A6-Q184057$1.D)
mAU 2.443
200
100
o+
0 1 2 3 4 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\03\0317\L233584R\013-D6F-A6-Q184057$1.D)
mAU
100
50
0
L
Mol Wt 360.45 ; 1 7 I T I -
Exact Mass 360 23 MSD1 TIC, MS File (D:\DATA\03\0317\L233584R\013-D6F-A6-Q184057$1.D) ES-API, Scan, Frag: 100, "POS"
# Time Area% 600000
””””””””” 400000
1 2.443 100.00 ]
200000 3
0 e e e e e o e L e e e B s s B B
0 1 2 3 4 5 min|
MSD2 TIC, MS File (D:\DATA\03\0317\L233584R\013-D6F-A6-Q184057$1.D) ES-API, Scan, Frag: 100, "NEG"
30000% 2.464
20000
10000
04 B e e e e B e e e B o e S s s s
0 1 2 3 4 5 min|
ADC1 A, ELSD (D:\DATA\03\0317\L233584R\013-D6F-A6-Q184057$1.D)
mV 7
40
35
30
— 77—
1 2 3 4 5 min|
*MSD1 SPC, time=2.461 of D:\DATA\03\0317\L.233584R\013-D6F-A6-Q184057$1.D ES-API, Scan, Frag: 100, "POS"
E 361.2
RT 2.460 50
] 363.2
0- i ! ! ! ey | ! ! | ! ! ! | ! ! ! |
800 m/2
*MSD2 SPC, time=2.465 of D:\DATA\03\0317\L.233584R\013-D6F-A6-Q184057$1.D ES-API, Scan, Frag: 100, "NEG"
E 359.2
RT 2.464 507;
U S S
200 400 600 800 m/7
Inj.Date 3/17/2020 LT -12- Acg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File H2289575.d Sample Name H2289575
Sample Type Sample Position P1-A1
Instrument Name  Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 5:49:49 PM (UTC+03:00)
;':M Calibration _ DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
atus
Comment
Sample Group Info.
MFC C22H24N40 Stream Name LC1
Acquisition Time 40, . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 5:49:49 PM (UTC+03:00) Version (B8058.0)
- - TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range
Max. 1700
Comp d Table
Label Tgt Score Ma(::Emr;ur Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C22 H24 N4 O; 2.419 67.71 -0.18 C22 H24 N4 O 2.419 360.195 360.1949
Tgt Mass "
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tot Mass Error RT Diff. Find Cpds
(ppm) Igorithm
361.2026 2.419 360.1949 C22 H24 N4 O 360.195 -0.18 Find By Formula
Compound Chromatograms
x10 2 Cpd 1: C22 H24 N4 O; 2.419: +ESI EIC(361.2023, 378.2288, 383.1842) Scan Frag=175.0V H228 E
1 2 2419 2
) 3.636
0.8 “
|
3.803
06 - ‘\ \ 1
| i
04 Ayl
.4 2.765 [ W \‘ ‘/\} ‘
Moo\ a A ALV LV
0.2 WM N LA A !
0 b T

0.4 0.6

MS Zoomed Spectrum

08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)
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10-(4-fluorophenyl)-6, 7-dihydro-5H-pyrimido[5,4-c]carbazol-2-amine (7).
'H NMR

H1799969.1.fid f-4000
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[~3600

2.50 DMSO-d6
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18.50
18.50
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2.99
28

2.85
2.84

3400

3200

[~3000

2800

7.40

1738

7.29

7.27

7.26

— 618

2600

2400

2200

2000

1800

1600

1400

F1200

1000

800

600

400

200

(

Fo

I
x
F

0.92
0.98
2.03
1.87—=

sH
o m --200
o o

~

;

. 10.95= r—A
10.98= —
»|0.93

1.93

o
S
o
°
©
©
°
o
I3
°

75 70 65
f1 (ppm)

13C NMR

H1799969_C13.1.fid
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LC Chromatogram

MaXPeak: 100 - OO% $ Hl”)‘l’ H)l )’ H |HH|‘H|||H
Ret Time: 1.093 min DADT A, Sig=215,16 Ref=off (D\D\07_29B\1177654D\035-2-057849251.D)
mAU 1.093
U NH 400
= 200
N / 0
—m————
NN 0.5 1 15 min|
DAD1 B, Sig=254,16 Ref=off (D\D\07_29B\1177654D\035-2-057849251 D)
H,N
b
=l T
Mol Wt 330.36 T T T T 0‘5 T T T T 1‘ T T T T 1‘5 T T T ;_nm
Exact Mass 330.15 MSD1 TIC, MS File (D:\D\07_29B\1177654D\035-2-0578492%1.D) ES-API, Scan, Frag: 100, "POS"
# Time  Area% 600000% 1.107
1 1.093 100.00 4000004
200000
01 T T T T T T T T T T T T T T T T T T T
0.5 1 15 min|
MSD2 TIC, MS File (D:\D\07_29B\1177654D\035-2-0578492%1.D) ES-API, Scan, Frag: 100, "NEG"
= 1.108
40000 4
20000
- -
. 1 15 min|
ADC1 A, ELSD (D:\D\07_29B\1177654D\035-2-057849251.D)
— —
0.5 1 15 min
*MSD1 SPC, time=1.105 of D:\D\07_29B\1177654D\035-2-057849251.D ES-API, Scan, Frag: 100, "POS"
E 331.2
RT 1.107 504
L N —
100 400 500  m/4
*MSD2 SPC, time=1.109 of D:\D\07_29B\1177654D\035-2-057849251.D ES-API, Scan, Frag: 100, "NEG"
E 329.0
RT 1.108 50
04 113.2 |3312 3652 14430
— e
100 200 300 400 500 m/3
Inj.Date 7/29/2019 N Vial 2 =7- Acqg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File H1799969.d Sample Name H1799969
Sample Type Sample Position P1-B4
Instrument Name Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 7:02:37 PM (UTC+03:00)
IRM Calibration DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
Status
Comment
Sample Group Info.
MFC C20H15FN4 Stream Name LC1
Acquisition Time . . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 7:02:37 PM (UTC+03:00) Version (B8058.0)
. - TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Ma(:sprE':')ror Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C20 H15 F N4; 2.482 94.69 -0.37 C20 H15 F N4 2.482 330.1281 330.128
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. Find (_Zpds
(ppm) Algorithm
331.1352 2.482 330.128 C20 H15 F N4 330.1281 -0.37 Find By Formula
Compound Chromatograms
x10 2 Cpd 1: C20 H15 F N4; 2.482: +ESI EIC(331.1354, 348.1619, 353.1173) Scan Frag=175.0V H1799 E
1 2 2.482
0.8
0.6
0.4
0.2 1
0

04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)

MS Zoomed Spectrum
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11-(4-fluorophenyl)-5,6,7,8-tetrahydropyr

TH NMR
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LC Chromatogram

Ret_Time: 1.043 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\07\23\L176391R\006-D2F-A5-0541244$1.D)
mAU 1.043
600
400
200
0 : : : : ; : : : : ; : : : : ; : : : :
0 0.5 1 1.5 mi
DAD1 B, Sig=254,16 Ref=off (D:\DATA\07\23\L176391R\006-D2F-A5-0541244$1.D)
mAU ]
400;
200
F ]
0 —
MO] Wt 344.38 0 T T T T 0‘5 T T T T 1‘ T T T T 1‘5 T T T :'nln
Exact Mass 344 17 MSD1 TIC, MS File (D:\DATA\07\23\L176391R\006-D2F-A5-0541244$1.D) ES-API, Scan, Frag: 100, "POS"
# Time Area% 1 1.056
----------------- 1000000
1 1.043 100.00 ]
500000 3
04 T T T T T T T T T T T T T T T T T T T
0 0.5 1 1.5 mi
MSD2 TIC, MS File (D:\DATA\07\23\L176391R\006-D2F-A5-0541244$1.D) ES-API, Scan, Frag: 100, "NEG"
40000 1.057
30000
20000
10000
0 f T T T T T T T T T T T T T T T T T T T
0 0.5 1 1.5 min|
ADC1 A, ADC1A, ELSD (D:\DATA\07\23\L176391R\006-D2F-A5-0541244$1.D)
uv g
154
104
(e ——.""— g L - .-
. 1 1.5 mi
*MSD1 SPC, time=1.055 of D:\DATA\07\23\L176391R\006-D2F-A5-0541244$1.D ES-API, Scan, Frag: 100, "POS"
E 345.2
RT 1.056 504 346.0
o+
100 200 300 400 500 m/7
*MSD2 SPC, time=1.059 of D:\DATA\07\23\L176391R\006-D2F-A5-054124431.D ES-API, Scan, Frag: 100, "NEG"
E 3432
RT 1.057 502 344.2
0L, R T R T T T e T
100 200 300 400 500 m/7
Inj.Date 7/23/2019 LB <invalid> -11- Acg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File
Sample Type Sample
Instrument Name
Acq Method

IRM Calibration
Status

Comment
Sample Group

H1790409.d

Instrument 1
Fast_Gradient_HRMS_pos_Lock_08272019.m

Sample Name
Position

User Name
Acquired Time

DA Method

Info.

H1790409
P1-B5
Denis V.Bylina

5/7/2021 7:08:41 PM (UTC+03:00)

Fast_Gradient_HRMS_pos_Lock_08272019.m

MFC C21H17FN4 Stream Name LC1
Acquisition Time na. . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 7:08:41 PM (UTC+03:00) Version (B8058.0)
TOF Driver Version ~ 8.00.00 VOF Firmware 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Ma(:sprE':')ror Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C21 H17 F N4; 2.509 95.81 0.28 C21 H17 F N4 2.509 344.1437 344.1438
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ‘F\'Irg‘dmfg::'s‘
(ppm)
345.1511 2.509 344.1438 C21 H17 F N4 344.1437 0.28 Find By Formula
Compound Chromatograms
x10 2 Cpd 1: C21 H17 F N4; 2.509: +ESI EIC(345.1510, 362.1776, 367.1329) Scan Frag=175.0V H1790 E
2 2.509
1 4

0.8

0.6

0.4

0.2 1

2.983
0 T T T T T T T T T T T T T T T T T T T T T T T T
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5

MS Zoomed Spectrum

Counts (%) vs. Acquisition Time (min)
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12-(4-fluorophenyl)-6,7,8,9-tetrahydro-5H-pyrimido[4',5":3,4]cycloocta[ 1,2-b]indol-2-amine

(9).
'H NMR

H1785735.1.fid

11.28
8.09
18.06
[7.67
766
7.66
7,65
7 64
7,64
7,36
(7.35
(7.33
7,33

4724
\7.22
7.22
7.21

—6.30

e

733
r7.24

]
]

3.01
3.00
2.53

2.50 DMSO-d6

—1.74

1900

1800

F1700

1600

F1500

1400

F1300

F1200

F1100

1000

900

800

700

[~600

500

400

300

200

100

F-100

0.91—=
©41.924

13C NMR

H1785735_C13.1.fid

162.32
162.23
162.11
160.18
158.08
141.28
138.67
138.64
135.10
130.78
128.53
128.46
128.43
/120 42
—~-118.59
115.45
115.29
110.67
109.58

B e N

{
b

£ 1.84=

~11.76—=

3093
2766

o

2677

T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90
f1 (ppm)

16000

15000

14000

13000

12000

11000

10000

9000

8000

[~7000

6000

[~5000

4000

3000

2000

1000

~-1000
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LC Chromatogram

MaxPeak: 100.00%
Ret_Time: 1.169 min

0521269$1

mAU
600

400
200

DAD1 A, Sig=215,16 Ref=off (D:\DATA\0718\L175406R\005-D6B-A4-0521269$1.D)

1.169

Mol Wt 358.41

3
>
c

600
400
200

0.5 1 1.5
DAD1 B, Sig=254,16 Ref=off (D:\DATA\0718\L175406R\005-D6B-A4-0521269$1.D)

in

358.19

Area%

Exact Mass

# Time

1 1.169 100.00

1500000
1000000
500000

0

o

0.5 1 1.5 mi
MSD1 TIC, MS File (D:\DATA\0718\L175406R\005-D6B-A4-0521269$1.D) ES-API, Scan, Frag: 100, "POS"
1.182

min|

150000
100000
50000

0

0.5 1 1.5
MSD2 TIC, MS File (D:\DATA\0718\L175406R\005-D6B-A4-0521269$1.D) ES-API, Scan, Frag: 100, "NEG"
1.183

0.5 1 1.5
ELS1 A, ELS1A, ELSD Signal (D:\DATA\0718\L175406R\005-D6B-A4-0521269$1.D)

RT 1.182 50

0 0.5 1 1.5
*MSD1 SPC, time=1.179 of D:\DATA\0718\L175406R\005-D6B-A4-0521269%$1.D ES-API, Scan, Frag: 100, "POS"

359.2

360.2

T
100

RT 1.183

400 500
*MSD2 SPC, time=1.183 of D:\DATA\0718\L175406R\005-D6B-A4-0521269%1.D ES-API, Scan, Frag: 100, "NEG"

357.2

358.2
‘ . 393.2

T T T
300 400 500 m/z|

Inj.Date 7/18/2019

LT <invalids> 13 Acqg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File H1785735.d Sample Name H1785735
Sample Type Sample Position P1-A7
Instrument Name Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 6:26:15 PM (UTC+03:00)
,ISRM Calibration _ DA Method Fast_Gradient HRMS_pos_Lock_08272019.m
tatus
Comment
Sample Group Info.
MFC C22H19FN4 Stream Name LC1
Acquisition Time e . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 6:26:15 PM (UTC+03:00) Version (B8058.0)
: " TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Comp d Table
Label Tgt Score Mizls,sp’E“r;'or Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C22 H19 F N4; 2.572 96.64 -0.12 C22 H19 F N4 2.572 358.1594 358.1593
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ;'Ind (_:t;:‘ds
(ppm) gorithm
359.1668 2.572 358.1593 C22 H19 F N4 358.1594 -0.12 Find By Formula
Compound Chromatograms
2 |Cpd 1: C22 H19 F N4; 2.572: +ESI EIC(359.1667, 376.1932, 381.1486) Scan Frag=175.0V H1785 E
x10
1 2 2.572
0.8
0.6
0.4
0.2 1
0

04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)

MS Zoomed Spectrum
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10-(1-methyl-1H-pyrazol-4-yl)-6, 7-dihydro-5H-pyrimido[5,4-c]carbazol-2-amine (12).
'H NMR

H1799968.1.fid {-3800

3600

3400

11.56
8.07
7.90
7.89
7.33
7.33
7.31
7.31
84
2.82
2.50 DMSO-d6

3200

—3.88
2.99
297
2.96

845
735
~N6.21
Yz 86
|

3000
[~2800
2600
2400
2200
2000
1800
1600
1400
F1200
1000

800

r 600

(400

f-200
T
o
(=)
—

-

F-200

0.93=
0.96—=
0.95,
2.00~=
1.99=
3.04=
2,007

#1200

T
7.0

°
IS
°
o
o
S
°
©
©
°
o
»
°
~

6.5
f1 (ppm)

13C NMR

H1799968_C13.1.fid

32000

30000

39,52 DMSO_d6

144.56
127.01
125.12
125.00
123.28
119.33
116.96
112.88
111.62
108.81

3858

28000

162.64
\160.09
_153.49
,135.79
-135.15
_-23.59

~-21.66

{
\
|
{

(-26000
{-24000
(22000
t-20000
{18000
(16000
14000
12000
10000
t-8000
F-6000
f-4000
! | (-2000

uin .

F-2000

T T T T T T T T T T T T T T T T T
70 160 150 140 130 120 110 100 90 80
f1 (ppm)
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LC Chromatogram

MaxPeak: 100.00% $
Ret_Time: 0.885 min DAD1 A, Sig=215,16 Ref=off (D:\D\07_29B\1177654D\034-1-0578496$1.D)
mAU 0.885
1000
750
500
250
0 - - - . | . . - - | - - - - | - -
0.5 1 1.5 mil
DAD1 B, Sig=254,16 Ref=off (D:\D\07_29B\1177654D\034-1-0578496$1.D)
mAU 3
600
400
200
0
Mol Wt 31636 T : e -
EXZlCt Mass 316 16 MSD1 TIC, MS File (D:\D\07_29B\1177654D\034-1-0578496$1.D) ES-API, Scan, Frag: 100, "POS"
# Time  Area$% ] 0-900
_________________ 600000
1 0.885 100.00 400000
200000 3
0 . . : . : : : : - . . . . . : - - .
0.5 1 1.5 mil
MSD2 TIC, MS File (D:\D\07_29B\1177654D\034-1-0578496$1.D) ES-API, Scan, Frag: 100, "NEG"
40000 0.900
30000
20000
10000
or--- - | .
. 1 1.5 mil
ADC1 A, ELSD (D:\D\07_29B\1177654D\034-1-0578496$1.D)
mV J
200
100
1 T T T T T T T T T T T T T T T T T T
0.5 1 1.5 min|
*MSD1 SPC, time=0.904 of D:\D\07_29B\1177654D\034-1-0578496$1.D ES-API, Scan, Frag: 100, "POS"
317.2
RT 0.900
159.0 | 3192
-—————F—————f—+——+——+——————— "
100 250 350 m/7
*MSD2 SPC, time=0.900 of D:\D\07_29B\1177654D\034-1-0578496$1.D ES-API, Scan, Frag: 100, "NEG"
315.0
RT 0.900
l317.2 352.2
7 T T T T T T T T T T T T . T T T T T T T T T T T T
100 200 300 400 500 m/7
Inj.Date 7/29/2019 N Vial 1 -7- Acg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File H1799968.d Sample Name H1799968
Sample Type Sample Position P1-A2
Instrument Name Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 5:55:50 PM (UTC+03:00)
:.':M Calibration _ DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
atus
Comment
Sample Group Info.
MFC C18H16N6 Stream Name LC1
Acquisition Time cc. . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 5:55:50 PM (UTC+03:00) Version (88058.0)
: . TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range 1700
Max.
Compound Table
Label Tgt Score Ma(:spIE':-)ro " Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C18 H16 N6; 2.092 77.64 4.59 C18 H16 N6 2.092] 316.1436) 316.1451
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ;:nd F?‘ds
(ppm) gorithm
317.1522 2.092 316.1451 C18 H16 N6 316.1436 4.59 Find By Formula
Comp d Chr grams
x10 2 Cpd 1: C18 H16 N6; 2.092: +ESI EIC(317.1509, 334.1775, 339.1329) Scan Frag=175.0V H17999 E
1 2 2.297 2
0.8 1
0.6 1
0.4
0.2
0 B

04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)

MS Zoomed Spectrum
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5":3,4]cyclohepta[l,2-b]indol-2-

’
’

(13).

TH NMR

11-(1-methyl-1H-pyrazol-4-yl)-5,6,7,8-tetrahydropyrimido[4
amine
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LC Chromatogram

o, | 052637882 I
Ret_Time: 0.916 min N

DAD1 A, Sig=215,16 Ref=off (D:\DATE\JUL\2007\L175824R-PART2\010-|
0.916

mAU

400

200

min|

0.5 1 1.5
DAD1 B, Sig=254,16 Ref=off (D:\DATE\JUL\2007\L175824R-PART2\010-D5B-A6-0526378%2.D)
mAU

N W

o o

S o
n

N—nN

/ 100

—

Mol Wt 330.39 : : : : 0}5 : : : : T : : : : 1.‘5 : : : r‘nin
Exact MaSS 330 18 MSD1 TIC, MS File (D:\DATE\JUL\2007\L175824R-PART2\010-D5B-A6-0526378%2.D) ES-API, Scan, Frag: 10
# Time Area% 0.928

_________________ 400000
1 0.916 100.00 300000
200000

100000
0

T T T T T T T T T T T T T T T T T T T
. 1 1.5 min|
MSD2 TIC, MS File (D:\DATE\JUL\2007\L175824R-PART2\010-D5B-A6-0526378%2.D) ES-API, Scan, Frag: 10

40000

o
AT T IR T I i

30000 0.930
20000
10000
— -
. 1 1.5 min|
ADCT A, ELSD (D:\DATE\JUL\2007\L175824R-PART2\010-D5B-A6-0526378%2.D)
mV 3
703
60
50 4
404
Nt —_—
0.5 1 1.5 min|
*MSD1 SPC, time=0.929 of D:\DATE\JUL\2007\L175824R-PART2\010-D5B-A6-0526378%2.D0 ES-API, Scan, Frag: 100, "POS"
E 331.2
RT 0.928 504 332.2
E 166.0
-
100 200 300 400 500 m/z
*MSD2 SPC, time=0.933 of D:\DATE\JUL\2007\L175824R-PART2\010-D5B-A6-052637852.D ES-API, Scan, Frag: 100, "NEG"
E 329.0
RT 0.930 50
0] ) 3310 3660
e e e e e e e
100 200 300 400 500 m/z
Inj.Date 7/19/2019 Y <invalids> -7- Acg. Method C:\Chem32\-> ->
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HRMS

Target Compound Screening Report

Data File H1787160.d Sample Name H1787160
Sample Type Sample Position P1-B2
Instrument Name Instrument 1 User Name Denis V.Bylina
Acq Method Fast_Gradient_HRMS_pos_Lock_08272019.m Acquired Time 5/7/2021 6:50:30 PM (UTC+03:00)
;RM Calibration _ DA Method Fast_Gradient_HRMS_pos_Lock_08272019.m
tatus
Comment
Sample Group Info.
MFC C19H18N6 Stream Name LC1
Acquisition Time N, . Acquisition SW 6200 series TOF/6500 series Q-TOF B.08.00
(Local) 5/7/2021 6:50:30 PM (UTC+03:00) Version (B8058.0)
. - TOF Firmware
TOF Driver Version  8.00.00 Version 8.643
Tune Mass Range
Max. 1700
Comp d Table
Label Tgt Score Ma(:sp::';o " Tgt Formula Obs. RT Ref. Mass Obs. Mass
Cpd 1: C19 H18 N6; 2.154 77.33 -2.38 C19 H18 N6 2.154] 330.1593] 330.1585
Tgt Mass -
Obs. m/z Obs. RT Obs. Mass Tgt Formula Tgt Mass Error RT Diff. ::;gr‘u:t?l‘::
(ppm)
331.1661 2.154 330.1585 C19 H18 N6 330.1593 -2.38 Find By Formula
Comp d Chrc ams
x10 2 Cpd 1: C19 H18 N6; 2.154: +ESI EIC(331.1666, 348.1931, 353.1485) Scan Frag=175.0V H17871 E
1] 2.154 2
0.8
0.6 1
3.000
0.4 4.371
0.2 4
0 o T T T T T T T T T T T T T T T T T T T T T T T T
04 06 08 1 12 14 16 18 2 22 24 26 28 3 32 34 36 38 4 42 44 46 48 5
Counts (%) vs. Acquisition Time (min)

MS Zoomed Spectrum
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12-cyclopropyl-6,7,8,9-tetrahydro-5H-pyrimido[4°,5:3,4]cycloocta[ 1,2-b]indol-2-amine (30).

TH NMR

AA-CS-3-026.1.fid o
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LC Chromatogram

o o 0713828 N AR

RetiTime : 1.083 min DAD1 A, Sig=215,16 Ref=off (D:\DATA\09\06\L187149R-PART1\SAl
mAU 1.083
600
400
200
o+ —_—-—
0.5 1 min|
DAD1 B, Sig=254,16 Ref=off (D:\DATA\09\06\L187149R-PART1\SAMPL000004.D)
mAU
50
NH, 0
-50
MO] Wt 304.39 T T T T . T T T T 4 T T T T 1‘5 T T T \rnln
Exact Mass 304 2 MSD1 TIC, MS File (D:\DATA\09\06\L187149R-PART1\SAMPL000004.D) ES-API, Scan, Frag: 100, "POS"
# Time Area% 1.100
_________________ 1000000
1 1.083 100.00 750000
500000
250000
0 —

min|

. 1 1.5
MSD2 TIC, MS File (D:\DATA\09\06\L187149R-PART1\SAMPL000004.D) ES-API, Scan, Frag: 100, "NEG"

. 1 1.5 min|
ADC1 A, ELSD (D:\DATA\09\06\L187149R-PART1\SAMPL000004.D)
mV 7
401
30
: : : : : : : : : . ; : ; ; ; ; ; ; ;
. 1 1.5 min|
*MSD1 SPC, time=1.099 of D:\DATA\09\06\L187149R-PART1\SAMPL000004.D ES-API, Scan, Frag: 100, "POS"
E 305.2
RT 1.100 50 306.2
o ..
100 200 300 400 500 m/Z
*MSD2 SPC, time=1.103 of D:\DATA\09\06\L187149R-PART1\SAMPL000004.D ES-API, Scan, Frag: 100, "NEG"
E 303.2
50
RT 1.100 ] ‘304_0 ‘341_2
ot e
100 200 300 400 500 m/Z
Inj.Date 9/6/2019 LB P2-B-03 -3- Acg. Method C:\CHEM32\-> ->
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HRMS

AA-3-26 #760-807 RT: 3.28-3.49 AV: 48 NL: 1.44E9
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
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AA-3-26 #760-807 RT: 3.28-349 AV: 48 NL: 144E9
T: FTMS + ¢ ESI Full ms [150.0000-2000.0000]
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