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Acetazolamide o \gs»/s“,m.z
(N

Mass Spectrum
MW =222.0 g/mol

N O

Intensity Spectrum RT 0.46 - 0.76 {18 scans} - Background Subtracted 0.11 - 0.18
2019_7_2_Cao1-XC-189_Scan2_is2.datx 2019.07.02 15:10:08 ;
APCI - Max: 2.3E7

%A 220.9; JM-H}-

256.9; [M+CI]-
50—
|
— 258.92 sz]-
2411 1860
o I B e e e e B AN e o i B e s S
200 220 240 260 280 300
HPLC
*MWD1 A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2019-11-19 19-01-50002-0201.D - CAO1\TEST1 2019-11-19 19-01-50'001-0101.D)
mAU | R
1200 | T
1000 |
800 |
600 -
400 |
200 |
0 5
2 B 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
i [min] [min] [mAU*s] [mAU]

1 3.457 BV 0.0275 15.71164 8
2 3.546 W 0.0526 8.35287 2.4018¢6 0.0772
3 7.774 BV 0.0971 1.07917e4 1479.27307 99.7775



Compound 3
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Compound 3
Mass Spectrum
MW = 236.0 g/mol

Intensity Spectrum RT 0.18 - 0.35 {11 scans} - Background Subtracted 0.05 - 0.09
2019 11_19_AS-004A APCI LTLF_Scan1_is1.datx 2019.11.19 15:50:12 ;

APCI+ Max: BE7
%A 237.0; [M+HJ+
50—
— 33p4
o—1= T — I 0 i S
1 350 400
HPLC
MWD1 A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2020-02-07 11-12-39\003-0401.D)
mAU | N 2
] $ o
1600 - | A
] v8°’b‘
1400 |
1200 -
1000 |
800 -
600 -
400 - .
: b& &
200 5 “5§ &
{ > >
0 Dl
1 T T T
2 - 6 8 10 12 14 min

Signal 1: MWDl A, Sig=254,1¢ Ref=360,100

Peak RetTime Type Width Area Height Area
ki [min] [min] [mAU*s] [mAU]

SeSSif e aae [ = a——— it S jome—— |
1 3.497 MM 0.0410 43.69899 17.78201 0.5923
2 4.361 MM 0.1648 90.98032 9.19831 1.2331
3 8.672 MM 0.0687 7243.51904 1757.90405 98.1746

Totals : 7378.19836 1784.88437



Compound 4
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Compound 4
Mass Spectrum 0

ZT

o
S._&-NH,
3

%/
=z

MW = 250.0 g/mol

Intensity Spectrum RT 0.16 - 0.23 {5 scans} - Background Subtracted 0.05 - 0.09
2019 _11_19_AS-005A APCI LTLF_Scan1_is1.datx 2019.11.19 15:51:31 ;
APCI+ Max 5.2E7
%A 251.0; (M+H]+
50— '
— 195.2
— oy 2689
2 b &9 ﬁ
118643 279.0
o ﬁh)‘— s s _ch, Ry M&J
2 220 240 260 280 300 320 0
HPLC
*MWD1 C, Sig=220,16 Ref=360.100 (JK1\TEST1 2017-07-06 15-07-27041-0201.D - JK1\TEST1 2017-07-06 15-07-27061-0901.D)
mAU | E
2000 -| ;
1500 -
1000 -
500 -
0-
-500 - T i
2 4 6 8 10 12 14
Peak RetTime Type Width Area Height Area
% [min] [min] [mAU*s] [mAU]

1 9.553 BB D.0879 1.44415e4 2344.75171 100.0000

min



Compound 5 s Sowm,
[aats’

R 2 7 0% 3
:[' = AN - L2E+05
'H NMR (500 MHz, DMSO)  12.71 (s, 1H), 8.29 (s, 2H), 1.23 (s, 9H).
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Compound 5
Mass Spectrum H s %m
MW = 264.0g/mol 7 hd

Spectrum RT 0.95 - 1.03 {6 scans} - Background Subtracted 0.58 - 0.89

AS-004B_Scani_is1.datx 2018.10.23 09:59:35 ;
Intensity APCI + Max: 1.5E9

264.9;

%y ; [M+H}]+

6.0 :
127.0 180156 290 256.2 284.2 2

S O N M

*MWD1 C, Sig=220,16 Ref=360,100 (JKI\TEST1 2017-09-12 14-51-39\023-0501.D - JKI\TEST1 2017-09-12 14-51-39'071-0701.D)
mAU § v
! -
F K
&
1500
1000 -
| 2
500 .@:‘
| =
0+ % %
500 |
2 4 [ 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU)

romr = [mrmmf mrrm | mermmmes | | [
1 10.230 MM 0.0795 9609.22363 2014.44910 98.1991
2 11.348 MM 0.0400  44.51651 18.54683  0.4549
3 11.515 MM 0.0347 94.85516  45.61765  0.969
4 11.651 MM  0.0361 36.85370  17.00449  0.376



Compound 6
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o s od o ol a2 B33
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N—N °
L. 'HNMR (500 MHz DMS0) 6 12.97 (s, 1H), 8.29 (s, 2H),
5 2.47-2.45 (m, 2H), 1.64 -1)56 (m, 2H), 0.87 (t, J = 7.4 Hz, 3H).
Em)| [D@®
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Compound 6 R_s

o=0"

[e]
‘a-NH.
~ RS

Mass Spectrum 0
MW = 250.0 g/mol

Intensity Spectrum RT 0.95 - 1.03 {6 scans} - Background Subtracted 0.12 - 0.18

2019_5_24 Cao1-XC-154_Scan1_is1.datx 2019.05.24 18:07:30 ;
APCI + Max: 6.9E8

%A 251.0; [M+H]+
50—
— \
] \
] 0
2231 2893 501 25y H1
Y S N I N O H A R R L Y L L L L L | T
200 250 300 350 400 450 500 550 600
HPLC
*MWD1 A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2019-05-24 18-02-23\002-0201.D - CAO1\TEST1 2019-05-24 18-02-23\001-0101.D)
mAU
; §
! P
2000 Y@o'-
1500 -
1000
i &
1 N o <,
0 B *
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]
| —————— el | === | === | === |
1 9.465 MM 0.0589 9300.58301 2631.44800 95.9162
2 13.215 MM 0.0801 190.60754 32.58271 1.9657
3 14.749 MM 0.0545 205.38501 62.79972 2.118
Totals 9696.57556 2726.83043



Compound 7
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Compound 7 \/\“H »‘..S.T%c‘;wz
Mass Spectrum °
MW = 264.0 g/mol

Spectrum RT 0.79 - 0.84 {4 scans} - Background Subtracted 0.44 - 0.67

AS-005M_Scan1_is1.datx 2018.10.25 15:38:28 ;
Intensity APCI + Max: 1.1E9

50

R 021 163.9 84.0 g g
1 I 1%0 l 150 I 1 I 180 l 2(&0 I 2&0 l 2£0 I 260 I 2 0'

HPLC

mAU | §
| ¥

800 -

600 -

400 -

200

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]
D NS === ===, | |
1 10.306 vV 0.0604 4393.40186 1058.43591 100.0000

m/z

min
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Compound 8 o, o
HE S

Mass Spectrum

MW =278.0 g/mol

Spectrum RT 0.74 - 0.93 {12 scans} - Background Subtracted 0.30 - 0.56

AS-005L_Scani_is1.datx 2018.10.25 15:42:51 ;
Intensity APCI + Max: 1.7E9

%

279.0; [M+H]+

50
180.9
oo 100 2o g
T T T T T T T T T T T >
160 150 2bo 250 abo
HPLC
*MWD1 C, Sig=220,16 Ref=360,100 (JK1\TEST1 2017-12-01 13-49-27\041-0201.D - JK1\TEST1 2017-12-01 13-49-27\071-0301.D)
mAU §
1500
1000
500
0- -
-500 -
2 4 6 10 12
Peak RetTime Type Width Area Height Area
S [min] [min] [mAU*s] [mAU]

e D [ | R —— R t— | =
1 10.844 W 0.0579 7017.20166 1866.67554 100.0000

min
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Compound 9
Mass Spectrum
MW =292.0 g/mol

0]
HoN_ 7 0,
20g

S\ s
o »—NH
N-N

Spectrum RT 0.54 - 0.68 {9 scans} - Background Subtracted 0.18 - 0.44

AS-005N_Scani_is1.datx 2018.10.25 15:40:43 ;
intensity ~ APCI + Max: 1E9

1 1?,1 14?.0 § 213,1
T T T T

"1k

MWD1 A, Sig=254,16 Ref=360,100 (CAOTITEST1 2020-02-07 11-12-391006-0701 D)
mAU o
g
] 3 e
] §ﬁ
2000 -
1500 |
1000
! o o
500 & &
9 S| o
1 § & 2P
0- o e A
2 4 6 8 10 12 14 min

Signal 1: MWDl A, Sig=254,16 Ref=360,100

Peak RetTime Type Width Area Height Area
i [min] [min] [mAU*s] [mAU]

S iy et e je=ssaaaass e |
1 3.499 MM 0.0638 109.88451 28.69182 0.6020
2 11.392 MM 0.0723 39.34745 9.07049 0.2155
3 11.600 MM 0.1172 1.81055e4 2574.85400 99.182



Compound 10 H o
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Compound 10 Hos_ Sonm,
Mass Spectrum A\ﬁ R
MW = 248.0 g/mol

Spectrum RT 0.68 - 0.81 {8 scans} - Background Subtracted 0.47 - 0.63
DF1-293_Scan1_is1 2018.10.31 13:17:15 ;

Intensity APCI + Max: 2.8E8
%, 181.0
249.1; [M+H]+
50
BB 1
168112 2202 1 277.1
o |:...|,...|.H.,...y]....|,...|.H‘(,....|.::.|,”.|.:..,....T....,.H.|...,,T....IH..|...*.|...H) m/z
100 120 140 160 180 200 220 240 260 280

‘MWD1 C. Sig=220.16 Ref=360.100 (JK1\TEST1 2018-01-09 10-27-09\025-0601.0 - JK1\TEST1 2018-01-05 11-09-33\061-0501.D)
mAU 3 )

! &

] T..¢
1250 { &

] ko
1000 -
750 -
500 -
250 -

0 . —
-250 -
-500 -
750 -
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]

1 9.253 MM

0.0789 ©850.89795 1447.02051 100.0000



Compound 11
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Compound 11 H s O wm
Mass Spectrum Q\\(N S
MW = 262.0 g/mol

Intensity Spectrum RT 0.26 - 0.39 {8 scans} - Background Subtracted 0.04 - 0.09
2019 11_19_JK5-VRE-001_Scani_is1.datx 2019.11.19 18:30:38 ;
APCI+ Max:2E7
263.0; [M+H]+

345.2; [M+2CH3ICN+H]+

HPLC
‘MWD1 C, Sig=220.16 Ref=360.100 (JK1\TEST1 2018-02-27 16-14-511021-0201.D - JK1\TEST1 2018-02-27 16-14-511061-1001.D)
mAU | 3 »
] : o
| I
] | <&
200 - ¥
] \
-200
-400
-600
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]

e TR R | === | === | === |
1 11.133 MM 0.0566 1725.99084 508.44470 100.0000
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Compound 12
Mass Spectrum

MW = 276.0 g/mol

Intensity

Spectrum RT 0.49 - 0.67 {11 scans} - Background Subtracted 0.11-0.19

2019 _11_19_AB2-001_Scan1_is1.datx 2019.11.19 18:28:43 ;
APCI+ Max:9.9E7
277.0; E/I+H]+

1591
1212

23%.2 39
Lodrw T B

HPLC

T e '350””""'460””"”'560'""'J”'ebo

*MWD1 C. Sig=220.16 Ref=360.100 (JK1\TEST1 2018-01-19 13-34-321021-0301.D - JKI\TEST1 2018-01-19 13-34-321071-0401.D)
mAU |

1750@
1500
1250
1000 -

750 |

2 a

Peak RetTime Type Area
i [min] [mAU*s]

e e (e [F=ssssa==s e Jrsesmm=s |
1 10.498 MM 0.0715 8271.¢6 .22363 99.5681

12.311 MM 0.0377 35. 0.4319
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Compound 13
Mass Spectrum
MW = 290.0 g/mol

Spectrum RT 1.39 - 1.51 {8 scans}

WA-028 2nd purification_Scan1_is1 2019.11.18 19:09:28 ;
Intensity APCI + Max: 3E8

1809
2910: M+H]+

123.1

0 ]

0
111 1490 1829 sz 9
1114401 i: |

1bo BN

HPLC

*MWD1 A, Sig=254,16 Ref=360,100 (AN\TEST1 2019-11-18 15-06-22\002-0201.D - AN\TEST1 2019-11-18 15-06-221001-0101.D)

mAU -

1750

2 4 6

Peak RetTime Type Width Area
i [min] [min]

8 10 12 14 min

Height Area
[mAU*s] [mAU]

0.0445 6063.04590 2270.67041 100.0000



Compound 14 H
N s 9

WA-016.8.fid 2
H1 standard parameters, BEFO probe.

828
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1 13 12 1 10 9 8 7 6 5 a 3 2 1 0 A
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C13 standard parameters, cryoprobe. g g 3 8 5 g8
Use "abs13c” to flatten spectrum baseline. T vl T 5| T T T
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Compound 14 Oﬁr”
Mass Spectrum s 2
MW = 304.0 g/mol o g

Spectrum RT 1.70 - 1.74 {3 scans}
. 2019 11_4 17 57 43 WAO16 Product Scan1_is1 2019.11.04 17:58:15 ;
Intensity APCI+ Max: 1.6E8

305.1; [M+HJ+
306.2
225.1 307.1
1.0
1301 2070 256.3
100 300 400 500
HPLC
MWD1 A, Sig=254,16 Ref=360,100 (AN\TEST1 2019-11-17 16-33-38'002-0201.D)
i ©
mAU 3 {9
;| - O
1 F A
vxo's'
1500 -
1000 -
500 -
0
2 4 6 8 10 12 14
Signal 1: MWDl A, Sig=254,16 Ref=360,100
Peak RetTime Type Width Area Height Area
i [min] [min] [mAU*s] [mAU]
oot N e Fesponnd lamiozsrag ancce e B e e b |
1 11.416 MM 0.0460 7207.33252 2608.87769 100.0000

Totals : 7207.33252 2608.87769

min
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Compound 15 y
Mass Spectrum NYS o

| 7 - 2
MW = 304.0 g/mol ° "whss "

Spectrum RT 1.02 - 1.14 {8 scans} - Background Subtracted 047 - 0.61

WAO017 Scan1_is1 2020.02.07 13:29:55 ;
Intensity APCl + Max: 13E9

305.0
50 1809
125.1 18260 b
25 170.1 279.0 .0 NS nz
Y I f T oo T T T L T T T 1 L =7
1%0 200 250 300 3o abo
HPLC
*MWD1 A, Sig=254,16 Ref=360,100 (AN\TEST1 2019-11-17 16-33-381003-0301.D - AN\TEST1 2019-11-17 16-33-38\001-0101.D)
o~
mAU j % .@?’
2500 - T »
1 3
2000 - ¥
1500 -
1000 - K
500 - 8 %
i ), @
0 ¢
3 : . )
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
i [min] [min] [mAU*s] [mAU]
s e e S S paetemey | === |m—————= |
1 11.572 MM 0.0612 1.14158e4 3110.40039 96.7724
2 13.835 MM 0.0374 380.74075 169.5c664 3.2276

Totals : 1.17965e4 3279.96703
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Compound 16
Mass Spectrum 0
MW =

284.0 g/mol

Spectrum RT 0.70 - 0.81 {7 scans} - Background Subtracted 0.44 - 0.61
AS-005B_Scan1_is1.datx 2018.10.23 10:04:52 ;

Intensity APCI + Max: 1.7E8
284.9; [M+H}+
5
2 67.00
149.0 0 256.2 7
I"l T T ? | E— T T 2®gl T T * Sﬁl 26719 LN ]Ig 202
150 2o 2ho abo
HPLC
*MWD1 A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2020-02-07 11-12-391002-0201.D - CAO1\TEST1 2020-02-07 11-12-39'001-0101.D)
mAU 1 g8 o
-
1000 - &
800 -
600
400 | &
i '9?3
200 § &
] &
0 o
2 4 6 8 10 12 14
Peak RetTime Type Width Area Height Area
i [min] [min] [mAU*s] [mAU]
el R e B |—==mmmmm - e [ I
1 3.491 MM 0.0432 33.58823 12.95092 0.6092
2 10.288 MM 0.0715 5479.50342 1276.92065 99.3908

Totals 5513.09164 1289.

min



Compound 17 N S, &N,

E (s)
12.95

—8.29

F(s)
8.29
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]

046
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0.17
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Compound 17 Hos %
Mass Spectrum <~ % &« ©

MW = 262.0 g/mol

Intensity Spectrum RT 0.53 - 0.74 {13 scans} - Background Subtracted 0.05-0.12

2019 6_2_16_Cao1-XC-160_Scan1_is1.datx 2019.06.02 16:40:53 ;
APCI+Max: T2E8

%A 262.9; [M+H]+
50—
] 135.0
—4211
AL g e i
Y IL 1 LI 1 In7i?’1;9 I%- 1 21;:;9 1 1 1 1 1 I I 1 I I>"r
150 200 2 3bo 350 abo
HPLC
*MWD1 A, Sig=254,16 Ref=360,100 (CAOT\TEST1 2019-06-02 16-45-48\002-0201.D - CAO1\TEST1 2019-06-02 16-45-48\001-0101.D)
mAU | %
2000 - T
1500 - ‘
1000 | A
i ( Q&2
500 - § Il © ﬁ?'
4 ~ >
] ] 0 &
0 K. [\ =
. 2 4 000006 000008 10 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]

e et e | ==mmmmeme |===mmmmmm | ===mmmns
1 3.448 W 0.0518 11.15211 2.84341 0.1571
2 9.599 w 0.0447 7030.23828 2364.56885 99.0527
3 9.870 MM 0.0314 56.07973 29.75411 0.7901
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Compound 18 H

o
Mass Spectrum Q/\cf,f 8-,
MW = 276.0 g/mol N oo

Spectrum RT 1.12 - 1.21 {6 scans}

WAO18 Scan1_is1 2019.11.08 16:25:33 ;
Intensity APC| + Max: 1.9E9

1808 277 7p6H+

HPLC

‘MWD1 A, Sig=254,16 Ref=360,100 (AN\TEST1 2019-11-17 16-33-381004-0401.0 - AN\TEST1 2019-11-17 16-33-381001-0101.D)
mAU
§ P

1750 - T s
1500 - &
1250 =
1000 -
oot 5
250 3 -2

0 I\

2 4 I T T S
Peak RetTime Type Width Area Height Area
B [min] [min] [mAU*s] [mAU]
S e [m=a] sanesas [SeesEaams ARSI R e |

1 10.4%50 MM 0.0421 5397.64258 2135.76855 98.8606
2 11.023 MM 0.0430 62.209¢68 24.11418 1.1394

Totals : 5459.85226 2159.88274

min



450

400

350

300

250
-200
150
100
50
Lo

5%
L

53

68—

WBTL—

Compound 19

B

Fuz
80T
907

Feor

=01z

Hlnou

[~85000

80000

[~76000

(~70000

66000

[~60000

55000

50000

~45000

40000

[~35000

~30000

25000

[~20000

15000
~10000
5000

wrz—

"wee—

59—

PO —

1ol —
orel—

ulb—

-10

T
100
1 (ppm)

T T
120 10

T
130

T T
170 160

T
180




o

Compound 19 b s O
Mass Spectrum OﬁgN Cre
MW = 290.0 g/mol

Intensity Spectrum RT 0.16 - 0.26 {7 scans} - Background Subtracted 0.05 - 0.09

2019 _11_19_JK5-VRE-006_Scan1_is1.datx 2019.11.19 18:32:09 ;
APCIl+ Max:1.2E7

%A 291.0; M+HJ+
— 195.0
50—
|33
TR0 189 ;
] 2629 '|"-i 3385
f 1
e .“,.uLH, 0 bt o e, o R St b 8 b

200 250 300 350

HPLC

O R L W T Y

400 450

‘MWD1 C, Sig=220.16 Ref=360.100 (JK1\TEST1 2018-01-09 10-27-09'026-0701.D - JK1'TEST1 2018-01-05 11-09-331051-0501 D)

mAU

2 4 €
Peak RetTime Type Width Area Height
# [min] [min] [mAU*s ] [mAU]

o
A
N
%

o

$4:452

e e e | == e |
1 11.152 MM 0.0602 1567.51111 434.06131 100.0000

min



s (‘)‘S,NHZ
d VB

N-N

Compound 20
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Compound 20
MeOD-d4
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Compound 20 P S

Mass Spectrum O/\g N o

MW =304.1 g/mol

Intensity Spectrum RT 0.68 - 0.79 {7 scans} - Background Subtracted 0.04 - 0.07
2019 7_14_Cao1-XC-198_Scan1_is1.datx 2019.07.14 12:35:51 ;

APCI+ Max: 8.4E7
%‘\ 305.0; M+H]+

-
=)

50—
i,

|
. N 27:»-25#1

—r 7

HPLC

R R R R

mAU |
1000 -

-200 -

-600

-800 -

Peak RetTime Type Width Area Height

# [min] [min] [mAU*s] [mAU]

*MWD1 C. Sig=220,16 Ref=360,100 (JK1'TEST1 2017-11-10 15-59-461041-0201.D - JKI\TEST1 2017-11-10 15-59-46\071-0301.D)

:

10 12 14

e e B | mmmmmm e | === | = |
1 11.609 VW  0.0519 3701.54443 1056.79163 100.0000

min
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Compound 21
Mass Spectrum
MW =304.1 g/mol

R s Sonw
D~y
o N-N

Spectrum RT 0.70 - 0.75 {4 scans} - Background Subtracted 0.33 - 0.60
AS-005H_Scan1_is1.datx 2018.10.23 10:13:38 ;

Intensity APCI + Max: 4.7E8
%, 180.9
021070 1251 i - ol
I | I 1 I I | I I T I I =
160 150 200 2%
HPLC
‘MWD1 C, Sig=220.16 Ref=360.100 (JK1\TEST1 2017-08-29 10-55-101021-0201.D - JK1\TEST1 2017-08-29 10-55-10\071-0301.D)
mAU | 3
1200 1 %
1000 -
800 -
600 -|
400 -
! )
200 - )
: e
o4 ! B - .
200 - : . : .
2 4 6 8 10 12
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]
=mm| s e | == = | |
1 10.230 MM 0.0741 34.72152 7.81315

2 11.783 BB

0.0537 4700.41943 1314.10718

min



Compound 22 R s Sowm,
DMSO-d6 O Wi o

o

g a AZAHBEEEICERIRRRNGRFI R 2RI OCSS33588583
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Compound 22
MeOD-d4
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Compound 22 H o s 3w,
Mass Spectrum O\/\W T
MW =318.1 g/mol

Intensity Spectrum RT 0.56 - 0.65 {6 scans} - Background Subtracted 0.09 - 0.16
2019 4 9 Cao1-XC-106_Scan1_is1.datx 2019.04.09 13:49:16 ;

min

APCI+Max: 2 4E7
%A 180.8
50— 319.0; [M1+H]+
- 1 éﬁg 3308
o Mo 1&%% \_;.25?’1 N 36?'..2 = P, _" m
260 360 460 550 660
HPLC
‘MWD1 C, Sig=220.16 Ref=360.100 (JK1\TEST1 2018-01-09 10-27-091024-0501.D - JKI\TEST1 2018-01-05 11-09-331061-0501.D)
mAU - N A
I ) o
! § S
1500 &'y
1000 - ‘
500 |
o]
500 -
! g
2 4 6 8 10 12 14
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]

e e e e | ===mmmmmm | ====m=m= |
1 12.322 MM 0.0560 5864.70117 1746.27307 100.0000



Compound 23

—13.02
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i

—
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Compound 23 H s 9

N s-NH32
Mass Spectrum Q\/\Yg T
MW =312.0 g/mol

Intensity Spectrum RT 0.42 - 0.53 {7 scans} - Background Subtracted 0.05 - 0.09
2019 6_4_Cao1-XC-162_Scan1_is1.datx 2019.06.04 13:59:23 ;
APCI+Max: 5.8E8
%A 313.0; (M+H}+

— k3

o g 22820 NP 33T e S S D PV » o
' 260 ! 33)0 ' 460 ! 560 ' Gbo ' 760

HPLC
*MWD1 A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2019-06-04 12-44-39002-0201.D - CAO1\TEST1 2019-06-04 12-44-39\001-0101.D)
mAU %
2000 - @
1500 -
1000 - ‘
500 | o
] < g
\ + &
0 JL =
2 -4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]

e e e |-==mmmmmm- |-----mm- |
1 10.952 BB 0.0446 6903.95264 2394.15552 98.2328
2 14.415 MM 0.0977 124.19798 21.17730 1.7672



Compound 24

—7.84
3.17
3.16
3.15
313
2.46
1.89
1.87
1.86

—-3.87

H NMR (500 MHz, DMSO) 5 7.84 (s, 2H), 3.87 (s, 2H), 3.24-3.12
2.53-2.44 (m, 2H), 1.87 (t, J = 6.6 Hz, 3H).
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Compound 24 Hos S
Xy
Mass Spectrum O‘/\‘g NN O

MW =291.1 g/mol

Intensity Spectrum RT 0.32 - 0.47 {10 scans} - Background Subtracted 0.00 - 0.07

2019 3 3 18 Cao1-XC-75_Scani_is1.datx 2019.03.03 18:21:35 ;
APCI+Max: 3.8E7

%A 292.0; [M+H]+
] 169.0
50—
| \ \
|
— 1 L_o ‘41
— 1 30 ﬁsz‘lﬁafz
(v i e B e e e L B o e B T A e e e i
200 400 600 800 1,000
HPLC
‘MWD A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2019-03-01 17-37-27\002-0201.D - CAO1\TEST1 2019-03-01 17-37-27'001-0101.D)
mAU | ©
8001 i
200 - ‘
1 o ®
@ 8
0 A Al (o
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]

e e |====]==mmmmm |==mmmmmmme |===mmmmmem e |
1 3.302 w 0.1443 78.16506 6.83861 2.8666
2 3.431 W 0.0430 2638.26074 932.05353 96.7549
3 7.903 BB 0.0725 10.32100 1.89704 0.3785



Compound 25 H s
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Compound 25
Mass Spectrum
MW = 305.1 g/mol

o
N_s §-NH,
N_

@“&

Intensity Spectrum RT 0.46 - 0.63 {11 scans} - Background Subtracted 0.12-0.18
2019 4 3 Cao1-XC-95_Scan1_is1.datx 2019.04.03 13:56:24 ;

APCI+Max: 1.8E8

%A 306.1; [M+H]+
50—
B A
| _18ps 11 2 3913 611.1
L T ——
200 300 400 500 600 700
HPLC
*MWDT A, Sig=254,16 Ref=360,100 (CAOT\TEST1 2019-04-01 12-03-35\002-0201.D - CAO1\TEST1 2019-04-01 12-03-35\001-0101.D)
mAU |
2000 -
1500 -
: o
500 - o
: g
04 il =
B 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min]) [mAU*s] [mAU]

1 3.445 VB
2 4.733 PM

0.0288 4588.11865 2574.66089 95.3158
0.0916 225.48001 41.00815 4.6842



Compound 26 No Sy §-NH,
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+ - <
14 13 12 1 10 9 8 7 6 5 4 ' 2 I 0 1
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EEE 2g %
REg €d o [38000
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n—n  © 126000
fn 124000
\) 122000
O-
120000
118000
116000
114000
112000
110000
18000
L6000
| L4000
l l [ 12000
|
e l N Lo
L2000

T T T T T T T T T T

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)



Compound 26 M5 O
Mass Spectrum Oﬁf, NN O
MW = 307.0 g/mol

Intensity Spectrum RT 0.61 - 0.79 {11 scans} - Background Subtracted 0.04 - 0.07

2019 4 3 Cao1-XC-94_Scan1_is1.datx 2019.04.03 13:54:38 ;
APCI+Max: 7.9E7

%A 308.1; [M+H]+

159.0

‘ 180.9 lﬁz
— 140.14 z 236.1
o =t h. T‘.?_DJL | 1.11%1]-0 ; 3f] ] i .

HPLC
MWD A, Sig=254,16 Ref=360,100 (CAOT\TEST1 2019-04-10 18-40-581004-0401.D - CAO1\TEST1 2019-04-10 18-40-581001-0101.D)
mAU | by
2000 -
1500 -
1000 4 QDP
500 - A
! 8 &
0 o
2 4 6 8
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]

———|m———— e e | =mmmmmm—me | === | ==mmmme- |
1 2.867 MM 0.0614 174.04378  47.21126  3.6259
2 3.441 W 0.0274 4625.93213 2644.58740 96.3741

_min



Compound 27 H s

HaC”

8.16
3.41
—2.54

265
\2.46
226

340000

320000

300000

280000

260000

240000

220000

200000

180000

160000

140000

120000

100000

80000

60000

40000

20000

F-20000

50 45
f1 (ppm)

70 65 60 55 40 35

—170.51
163.73
163.53

<
—60.40

—~53.91
~51.81

—45.08

25000

20000

15000

10000

5000

100 90
f1 (ppm)

170 160 150 140 130 120 110



Compound 27 R s Sonm,
Mass Spectrum QA‘S NN O
MW = 320.1 g/mol HsC”

Intensity Spectrum RT 0.47 - 0.81 {20 scans} - Background Subtracted 0.02 - 0.09

2019 3 3 Caol1-XC-72_Scanl_is1.datx 2019.03.03 18:19:15 ;
APCI+Max: 6.9E7

%A 321.1; [M+H}+
50—
] 169.0 ‘
-1 % 71 241;21 §3€:1 4051 6412
Nl LY
200 400 600 800 1,000
HPLC
MWD1 A, Sig=254.16 Ref=360,100 (CAO1\TEST1 2019-02-27 14-55-06\002-0201.D)
Al 4 g 8
600 - T o
500 «
400 - '
300 -
1 & &
e Ea
0- N il ) —
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU)

1 2 0

2 2 0.0320 3.56110 1.85750 0.1970
3 2.944 MM 0.0445 11.25579 4.21717 0.6226
4 3 0.0392 1742.87451 740.59814 96.4024
5 3 0.0320 23.35868 12.16491 1.2920



Compound 28 ~ Hoos S,
v~ %

(o}

5

—8.28
3.52
3.51

'H NMR (500 MHz, DMSO) & 8.28 (s, 1H), 3.54-3.46 (m, 4H), 2.71-2.61 (m, 4H), 2.

[ :
\

° NH \k(_s-’?/ i})/NHQ

¢

A(s)
8.28

36000

(5, 4H).

D (s)
2.36

B (m)
3.51

C (m)
2.65

H A

34000
32000
30000
28000
26000
24000
22000
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16000
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r-2000
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26000

—32.80
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18000
16000
14000
12000
10000
8000
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2000
-0

~-2000

110 90 80
f1 (ppm)

190 170 150 130

7
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Compound 28 :
Mass Spectrum e S T

MW =321.1 g/mol

Intensity Spectrum RT 0.25 - 0.33 {6 scans}
2019 4 15_Cao1-XC-115_Scan1_is1.datx 2019.04.15 17:47:36 ;
APCl+Max: 8.4E6
% 235.0
30
322.1; [M+H]+
20 ’I
158.1 |
|
10 159.0
|
123.1 [RTATY 9 297.1 |
- l,m "‘ l MM,I ) | | mh,& .n
0 I I | | I I T | I [ T [ I I | | T | I
150 200 250 300 350
HPLC

*MWD1 A, Sig=254,16 Ref=360,100 (CAOT\TEST1 2019-04-16 13-44-541002-0201.D - CAO1\TEST1 2019-04-16 13-44-54\001-0101.D)

mAU -
! :

1500 -
1000 -
500 -
01 J
T
2 4 6
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]

=== R B | == | == | ==mmmmee !
1 3.436 W 0.0311 4652.25195 2353.36841 99.2778
2 8.472 BV 0.0835 11.12431  1.78959  0.2374
3 11.397 BV 0.1680 22.71927 1.86705 0.4848

| '8.472

| . 11.397

_min



Compound 29 N

-3.31
—2.95
—2.46
1.02
1.01
0.99

—
'"H NMR (500 MHz, DMSO) 6 8.28 (s, 1H), 7.88 (s, 2H), 2.97 (q, /= 7.2 Hz, 2H),
1.01 (t, J=7.2 Hz, 3H).

D (s)
7.88

C(s) Al B (1)
8.28 2.97 1.01

b

r2E+05

2E+05

-2E+05

-2E+05

r2E+05

r1E+05
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80000

60000

40000

20000
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r-20000

9.5 8.

[V}
Q
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o
n
19
[V}

—172.15
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A

—15.17
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12000
11000
r10000
9000
8000
7000
6000
5000
4000
3000
2000
1000
-0
r-1000

190 170 150 130 110
f1 (ppm)

90 80 70 60 S50 40 30 20 10



Compound 29

Mass Spectrum
MW = 208.0 g/mol

Intensity

HPLC

%A

Spectrum RT 0.95 - 1.12 {11 scans} - Background Subtracted 0.07 - 0.18

2019_2_21_Cao1-XC-68_Scan1_is1.datx 2019.02.21 19:04:22 ;
APCI + Max: 1.3E8

209.0; [M+H]+

50—
1 e ¥
- 26@.0
o L L IL LI [ T T [ I [ | I N I | ) i
150 200 250 300 350 450 500
*MWD1 A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2019-02-22 16-04-04003-0301.D - CAO1\TEST1 2019-02-22 16-04-041001-0401.D)
mAU f
350 - )
3 ‘
: \
250
200 | l
150 - \
3 |
B JI. g :
50 - S || ¥ -
i N © ™~ -
= DA I - o e hils -
T
2 4 8 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]
| = |====| === | === | === | === |
1 2.027 VB 0.0500 13.09933 3.82122 0.5770
2 2.436 BB 0.0734 2197.51514 410.77835 96.7900
3 3.493 VB 0.0391 7.20370 2.70368 0.3173
4 7.867 BV 0.0257 16.97244 10.04303 0.7476
5 7.943 W 0.0534 12.95494 3.93640 0.5706
3 7.990 VB 0.0714 17.69786 3.30752 0.7795
7 11.178 BB 0.0421 4.95117 1.85865 0.2181



Compound 30
Ol

o
NS NH,
N o

=] o [ ) oo T ISy

o (=)} @ o W) o e -0 0 0 L G

% = PRI S =333 S F1EHS

P WY gy nE===S
"H NMR (500 MHz, DMSO) 5 8.36 (t, J = 5.8 Hz, 1H), 7.92 (s, 2H), 2.82 (t, J = [1E+05
6.3 Hz, 2H), 1.64-1.71 (m, 4H), 1.58-1.63 (m, 1H), 1.44-1.36 (m, 1H), 1.20-1.09 L 1E+05
(m, 3H), 0.91-0.80 (m, 2H).

I | | ( LE+05
[ G (o)

Q\/ ﬁ F1E+05
NH__-S S—NH, 1.14

|I : r90000
B (s) (}.J/O

7.92 1.62 180000
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r60000

50000
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r30000
r20000
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75 6.5 55 45
f1 (ppm)
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r7000
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| ! | 2000
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0
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~-2000

25.58
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—37.59
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f1 (ppm)
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Compound 30

Mass Spectrum i s ©
MW = 276.1 g/mol b )—$-NH,
S

Intensity Spectrum RT 0.46 - 0.51 {4 scans} - Background Subtracted 0.23 - 0.28

2019_11_18_Cao1-XC-288 APCI LTLF_Scan1_is1.datx 2019.11.18 16:58:54 ;
APCI + Max: 2.5E8

%A 277.0; M+H]+
50—
] 1
— 195.0
Y | — ﬁ T ?Qzl T T 2? - ﬂ T T 1 T T T T T » I
260 2&0 360 3%0 4&0
HPLC
*MWD1 A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2019-11-18 16-15-08\002-0201.D - CAO1\TEST1 2019-11-18 16-15-08'001-0101.D)
mAU &
500 - T
400 -
300 -
100 - g §
0- & =
1 T v - r T v v v T v v v T r v r T v v v - v r v v v
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
El [min] [min] [mAU*s] [mAU]
e o f==s] Saasmas  aasindahemesmmies e je—————
1 3.430 BV 0.0727 24.9628 5.13490 1.2
2 3.463 W 0.0215 21.19434 15.93033 1.098
3 11.295 w 0.0474 1838.34619 605.57916 95.242
4 11.991 VB 0.0474 45.67251 15.06705 2.3662

Totals : 1930.17592 641.71144



Compound 31

7.21
—4.16
3.31
—2.46

H NMR (500 MHz, DMSO) 5/8.88 (s, 1H), 7.88 (s, 2H), 7.32-7.19 (m,

5H), 4.16 (s, 2H).

f

|

C (m)
7.25

D (s)
8.88

B (s)
7.88

} Q\/Nn\giz/ﬂ)—wz

A(s5)
4.16
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5.16=
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Fr1E+05
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!
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b
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r-5000
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Compound 31 QH
Mass Spectrum N

s. 9
MW = 270.1 g/mol Nl\N/>_§_NH2
0

Intensity Spectrum RT 0.70 - 0.83 {8 scans} - Background Subtracted 0.25 - 0.32

2019_11_17 Cao1-XC-284 APCI LTLF_Scan1_is1.datx 2019.11.17 19:56:03 ;
APCI+ Max: 2.3E8
%A 270.9; [M+H}+

159.0 2230 22 %
1 % w0 ke oy
I 2%0 L 36

0
I1AOI LI I2J)0I LI

HPLC
‘MWD1 A, Sig=254,16 Ref=360,100 (CAO1\TEST1 2019-11-18 10-15-531003-0301.D - CAO1\TEST1 2018-11-18 10-15-531001-0101.D)
mAU % A
E ! A
400 - = 9
i g
20
100
i &
-100 - 2 &
i ,_Ys°
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
i [min] [min]) [mAU*s] [mAU]
e e—————— = m—————— | ———m——— |m——————— |rmm————— I
1 10.249 MM 0.0452 1974.73901 727.99048 95.4606

2 11.070 MM 0.0504 93.90431 31.07440 4.5394

Totals : 2068.64333 759.06488

OI LI IS%OI LI I46OI LI I4§0I LI I56UI LI Isgol LI 16!)0
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Compound 33
Mass Spectrum " %0 b
MW =221.0 g/mol

Spectrum RT 0.39 - 0.51 {8 scans} - Background Subtracted 0.12 - 0.33

WA-022 product 2nd_Scan1_is1.datx 2019.11.1211:10:22 ;
Intensity APCI + Max: 8. 6E7

%, 2200
105.0
119.0
ET[M-}
1p6.1
P A VOO PNI PO /NG O = N Oy
1(l)0 1&0 1A0 1&0 1&0 260 220 2&0

HPLC
*‘MWD1 A, Sig=254,16 Ref=360,100 (AN\TEST1 2020-01-30 18-01-351002-0201.D - AN\TEST1 2020-01-30 18-01-35001-0101.D)
o
mAU - % %\'.5
2000 - $ 0
] Y‘b
1500 -
|
? \
1000 ) ‘
1 &
500 - Q 2
1 N &°
0- & .
2 -4 6 8 10 12 14
Peak RetTime Type Width Area Height Area
“ [min] [min] [mAU*s] [mAU]
oot e e (=] e B s e B e oo o |
7.233 MM 0.044¢ 21.82893 8.15010 0.1930
2 8.679 MM 0.0755 1.12913e4 2491.54492 99.8070

Totals : 1.13131e4 2499.69502

min



Compound 34 Q
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Hy e N
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Compound 34 oo N Sy 5oNH,
Mass Spectrum A
MW =221.0 g/mol

Spectrum RT 0.53 - 0.61 {6 scans} - Background Subtracted 0.32 - 0.47
DF1-304_Scan1_is1 2018.11.19 14:40:24 ;

Intensity APCI + Max: 1.3E9
% 179.9
50
222.0; [M+H]+
1 ;
J-0 162.9 0 204.0; [M-H20+H]+
P ,,,lllﬁ,%gllll,,) m/z
100 120 140 160 180 200 220 240
HPLC
‘MWD C, Sig=220,16 Ref=360.100 (DF1\TEST1 2018-11-19 14-35-221002-0201.D - DF1\TEST1 2018-11-19 14-35-221001-0301.D)
1 =
mAU ] % qe%
1500 — - é}q
1 |
1000 ‘|Y50° qb‘% J\,\q.
i o
i [ < Q
500 - - £ ¥
] N @ - &
1 \ | ot
0 - . — N — A D¢ e -
500 -
T
2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height Area
B [min] [min] [mAU*s] [mAU]

99.08105 1849.76953 97.573¢
69.94794 60.78107 1.9062
46.37718 26.85616 0.5202

1 7.874 MM 0.0784 86
2 2.845 MM 0.0466 1
3 11.703 MM 0.0288



Compound 35
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Compound 35
Mass Spectrum
MW = 214.0 g/mol

i
[o)

Q
HyC
o

Intensity Spectrum RT 0.86 - 0.98 {8 scans} - Background Subtracted 0.11 - 0.16
2018 10_4_Caol1-XC-18_Scan1_is1.datx 2018.10.04 14:47:46 ;
APCI+ Max: 2.8E8
%A 215.0; [M+H]+
50—
] 159.0 215.0
—] 2 429.0; PM+H]+
ST 176.0 1983 yNHa: 2870 45.1 .
0 L Y P A I — 6....)
200 300 400 500 600
HPLC
MWD1 A, Sig=254,16 Ref=360,100 (XC1\TEST1 2018-10-24 15-08-32\002-0201.D)
mAU § q,bf'-’
| T
2000 — 3
i ‘vseP
1500 -
1000 -
3 [ s
500 | & S
3 o —_
0 e = et bt
S O 2 - 6 I e 10 1 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU]
Samsfesantan e e Jeossaases |Semssnam |Esea I
1 7.880 MM 0.1191 1.96245e4 2746.80664 97.4781
2 10.247 w 0.2512 316.44168 16.18145 1.5718
3 11.702 wW 0.0682 70.67263 14.40988 0.3510
4 11.833 W 0.1053 120.59345 14.91707 0.5990
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