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General information and methods

All chemicals were obtained from commercial sources and were used without further purifications.
Reactions were monitored via TLC, prepared using silica gel for TLC with binder and fluorescence
indicator GF254. The chromatography separation was carried out using 60—120 mesh-sized silica
gel. Melting points were determined on a melting point apparatus and are uncorrected. 'H and '*C
NMR spectra were recorded on 400, 500, and 600 MHz and 100, 125, and 150 MHz NMR
spectrometers. Chemical shifts (5 scale) are reported in parts per million (ppm). TMS was used as
an internal reference; The 'H and '3C spectra are referenced for CDCl; at 7.26 and 77.16 ppm
respectively. 'H NMR spectra are reported in the order: multiplicity, coupling constant (J value)
in hertz (Hz), and no. of protons; signals were characterized as s (singlet), d (doublet), t (triplet),
m (multiplet), and bs (broad). IR spectra were recorded on an IR spectrophotometer. HRMS
spectra were recorded using ESI and APCI (TOF) mode. The crystal structure was determined
using a single crystal XRD diffractometer. Complete crystallographic data of 3g (CCDC no.
2291148) for the structural analysis have been deposited with the Cambridge Crystallographic
Data Centre, Copies of this information may be obtained free of charge from the Director,
Cambridge Crystallographic Data Centre, 12 Union Road, Cambridge CB2 1EZ, UK, (fax: +44-
1223-336033, e-mail: deposit@ccdc.cam.ac.uk or via: www.ccdc.cam.ac.uk).

Figure S1. ORTEP diagrams of compound 3g
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Table S1. Crystal data and structure refinement for compound 3g

Entry Identification code Compound 3g
01 Empirical formula C,oH;sNO
02 Formula weight 285.3
03 Temperature 297K
04 Wavelength 0.71073
05 Radiation type MoK\a
06 Radiation system Fine-focus sealed tube
07 Crystal system Monoclinic
08 Space group P21/n
09 Cell length a=16.9016 (15)

b=8.6430 (8)
c=21.0199 (8)
10 Cell angle =90
B=108.891 (3)
=90
11 Cell volume 2905.2 (5)
12 Density 1.305
13 Completeness to theta 99.4
14 Absorption correction multi-scan
15 Refinement method Full-matrix least-squares on
F2
16 Index ranges -10<=h<=10,
-24<=k<=24,
-13<=1<=13
17 Reflection number 3415
18 Theta (max) 25.02
19 Theta (min) 2.57
20 Cell formula units Z 4
21 CCDC no 2291148
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TH NMR (400 MHz, CDCl;) spectrum of compound 1bc
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BC{TH} NMR (100 MHz, CDCl;) Spectrum of compound 1bc
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HRMS spectrum of compound 1bc
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'H NMR (400 MHz, CDCl3) Spectrum of compound 1bd
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BC{TH} NMR (100 MHz, CDCl;) Spectrum of compound 1bd
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'H NMR (400 MHz, CDCl;) Spectrum of compound 1b

0.0

0.5

{ 5
=
n
\IJ\\ -
_” o
i ~
n
. N
—
i
| o
! ™
wn
N ™
T
zZ
78€8'c — — Fso'z
o
i
O | sm
| <+ 8
=
— . 2
vm.m\ = M
¥6'9 = ) W
96'9 "
66'9 -
66'9 N
o
S
89€6'9 .
§TH6°9 TeiN = N
pgse9| LT R
STl = in
1$96'9 ozs = i S
7686'9 < E
£466'9 . a i
ses _ ~
9922, 6c s~ -] N 1 20'T [ ™
ssvTL _ ~ w201
T09CZ _ _ = ZITT
vwvm.m\m n b ﬁ\oo.ﬁ in
e L a = 60
e
@mwm.m\ ) wm.:
8+85°L 8G°L — © o
GS09°L 19°/ ~ P ~ 0
2189, G99/ L \U
&LoL| 1oL~ —
SH89+£ 89, \\\m __” Lo
&L’ o h ®
<<
Z 2
NN
Y9 °
g o
Y
EE
< <€

S10



BC{'H} NMR (100 MHz, CDCl;) Spectrum of compound 1b
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HRMS spectrum of compound 1b
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TH NMR (500 MHz, CDCl;) spectrum of compound 3a
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3C{'H} NMR (125 MHz, CDC]l;) spectrum of compound 3a
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TH NMR (500 MHz, CDCI;) spectrum of compound 3b

0.0

0.5

1.0

.5

a8'c—

SP6~
e

ATK-SY-Q2-1H.1.fid — ATK-SY

A yJL N U

— /60°T
=ET'T

0'T
2CTT

M/am.m

60

- =860

=gz |

S50 |

Tt

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
f1 (ppm)

10.0

S16



3BC{'H} NMR (125 MHz, CDCl;) spectrum of compound 3b
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TH NMR (400 MHz, CDCl;) spectrum of compound 3¢
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13C{'H} NMR (100 MHz, CDCl;) spectrum of compound 3¢
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TH NMR (500 MHz, CDCI;) spectrum of compound 3d
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13C{'H} NMR (125 MHz, CDCl;) spectrum of compound 3d
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YF NMR (471 MHz, CDCl;) spectrum of compound 3d
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TH NMR (500 MHz, CDCl;) spectrum of compound 3e
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13C{'H} NMR (125 MHz, CDCl;) spectrum of compound 3e
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HRMS spectrum of compound 3e
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TH NMR (500 MHz, CDCI;) spectrum of compound 3f
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I3C{'H} NMR (125 MHz, CDCl;) spectrum of compound 3f
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Sample Name
Usar Name
Sample Type
ACT Method

ATK_SY_G7_POS

Sample
FULL SCAN-POSITIVE.m

HRMS spectrum of compound 3f

Position Pi-D&
Inj Vol 10
IRM Calibration Status  Success

Comment

Instrument Mame
InjPosition

Data Filename
Acquired Time

x10 ®
114

1.05
14
0.95
0.9
0.85
0.8
0.75
0.7 4
0.65
0.6
0.33
0.5
0.45
044
0.35
0.3
0.25

02

0.05

+ES| Scan (1t 0.446 min) Frag=175.0V ATK_SY_Q7_POS_010.d

3601593

3595 3596 3597 3398 3598

360 360.1 3602 3603 3604 3605 360.6 3607 360.8 3509
Counts vs. Mass-to-Charge (miz)
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Instrument 1

ATK_SY_Q7_POS_010.d
28-Feb-23 05:17:39 PM (UTC+05:30)
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'H NMR (400 MHz, CDCl;) spectrum of compound 3g

&, :
(@] -
s N T
;
T .
08'C— —| =ore|
96'9 1 i
96°9 1
86'9 1
00°Z 1 -
00°Z 1
ET°L B
€121
ST Lo
ST
97 1
9€°/ A
LE°LA om.w/ m g i e
MM.MQ %9 S 201 |
e foosy = T s o0
692} 00Z O
69°L\t €T, = —
Kn) .,.Ln/. - — mw - N
A S = TLos L — g
srLfsre ) ~ . o 3
e K4 - N 0T |
vee] oeey B 60
s A A o —— 00T [ o
or ¢4 8L ~
S K2 ).
[ 7AVA |5 2FARN == O Y 1
oszd 6021 = I ~ w o
28 RIVE £
2 K72 L 28
nwi €272 o _
s B2V% N e
g6z LA N |
ve's | 9L
9621 9L _ N o
962 08, = o ™ a
867/ 1 Nw.n/ MW Wuo.ﬂ.
86°L ] mw.h/ |n|u L m
16'8] /8L — . [ =
| ¢6g? 8.5// — [%%
= €62\ I
8 oo ——=_ ool _ «
¢ ‘LT o . -
3 os o0 o
= 86°L
| 86°L - .
s @ -
% €£°ST— —————————— =160
i ! B
&




3C{'H} NMR (150 MHz, CDCl;) spectrum of compound 3g
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HRMS spectrum of compound 3g

Sample Name SY 98 Paosition PF1-B1 Instrument Name Instrument 1

User Mame Inj Vol 10 InjPosition

Sample Type Sample IRM Calibration Status Success Data Filename SY_593_010.d

ACTD Method FULL SCAN-POSITIVE.m Comment Acquired Time 28-Aug-22 12:24:36 AM (UTC+05:30)

40 + [¥ES! Scan (e 0183 min) Frag=175.0v 5Y_38_0104
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274
284

2951 Me
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23]
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22

2.1
2]

2861226

\
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184 HO
1.74
164
1.54
‘._4_
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114

1
084
e
0.7 4
0.6 4
0.54
044
0.3 4
0.2

011

g L1 | 11 ! Ll
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Counts vs. Mass-to-Charge (miz)
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TH NMR (600 MHz, CDCI;) spectrum of compound 3h
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13C{'H} (150 MHz, CDCl;) NMR spectrum of compound 3h
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Sample Name
Usar Name
Sample Type
ACT Method

HRMS spectrum of compound 3h

ATK_SY_Q10_POS Position
Inj Vol

Sample IRM Calibration Status

FULL SCAN-POSITIVE.m Comment

P1-C5
10
Success

Instrument Mame
InjPosition

Data Filename
Acquired Time

X0 % +ES| Sean (it 0203 min) Frag=175.0V ATK_SY_Q10_POS_004.d

g

B854

320.0837

24

7.5+

74

£.5+

&4

2.9

=

4.5

44

3.5

34

2.5

3194 3196 319.8 3z

3202

3204

Counts vs. Mass-to-Charge (mifz)

S37
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3208

Instrument 1

ATK_SY_010_POS_004.d
28-Feb-23 05:06:43 PM (UTC+05:30)
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TH NMR (600 MHz, CDCI;) spectrum of compound 3i
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BC{'H} NMR (150 MHz, CDCl;) spectrum of compound 3i
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HRMS spectrum of compound 3i

Sample Name S5Y_1NA_SBR Position P1-AB Instrument Mame Instrument 1

User Name Inj Vol 10 InjPosition

Sample Type Sample IRM Calibration Status Success Data Filename SY_1MA_SBR_D06.d

ACQ Method FULL SCAN-POSITIVE.m Comment Acquired Time 28-Aug-22 12:17:11 AM (UTC+05:30)

x10 & [FES! Sean (rt 0.232 min) Frag=173.0¥ SY_1NA_JBR_00&.d

66
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E 4
5B+
564
34
a2

48
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44 HO
421

£ 4
38
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32
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28
261
24
22

24
181

Me

364.0336

Br

A/

141
12

0.8
0
04
0.2

363 3832 3634 3636 2633 364 842 3644 2646 3848
Counts vs. Mass-to-Change (miz)
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'H NMR (400 MHz, CDCl;) spectrum of compound 3j
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3C{'H} NMR (125 MHz, CDCl;) spectrum of compound 3j
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HRMS spectrum of compound 3j

Sample Name Sampledd Paosition P1-D10 Instrument Name GTOF

Usar Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

Sample Type Sample IRM Calibration Status Success Data Filename Q5.d

ACQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 22-May-23 11:37:31 AM (UTC+05:30)

w10 & +ES| Sean (it 0.390 min) Frag=140.0V 0 9.d
1.05
14
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0.85 4

0.8+

A/
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0.754
0.7 HO
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0.5

0.35
0.3 4
0.25 4

0.2

0.05 |

3304 3305 3306 3307 3308 3309 331 3311 3302 3313 3314 35 3316 33T 3BLE 3II 332
Counts vs. Mass-to-Charge (m/z)
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TH NMR (400 MHz, CDCI;) spectrum of compound 3k
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Sample Name
User Name
Sample Type Sample

ACT Method

ATK_SY_(322 RM_POS

FULL SCAN-POSITIVE.m

HRMS spectrum of compound 3k

Position P1-C3
Inj Vol 10
IRM Calibration Status ~ Success

Comment

Instrument Mame
InjPosition

Data Filename
Acquired Time

x10 *
4 ]

38
36
34
32

.
281
28
24

224

0.8 4
0.6
0.4

0.2 4

+ESI Scan (rt: 0.292 min} Frag=175.0V ATK_SY_022 RM_POS_003.d

2701278

%88 770 2702 2703 204 2S5 2706 2707 Z708

Counts vs. Mass-to-Change (miz)

269.8 270.1

546

Instrument 1

ATK_SY_()22 RM_POS_003.d

28-Feb-23 05:05:15 PM (UTC+05:30)



TH NMR (500 MHz, CDCI;) spectrum of compound 31
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13C{'H} NMR (125 MHz, CDCl;) spectrum of compound 31
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YF NMR (471 MHz, CDCl;) spectrum of compound 31
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Sample Name
User Name
Sample Type
ACQ Method

ATK_SY_Q28_POS

Sample
FULL SCAN-POSITIVE.m

HRMS spectrum of compound 31

Position P1-E2
Inj Vol 10
IRM Calibration Status Success

Comment

Instrument Mame
InjPosition

Data Filename
Acquired Time

x10 ®

725
? -
6.75 1
6.5
6.25 -
&
53.73
5.5
5.23
E -
473 1
4.5
4251
2]
375
15
3.25 4
1]
2.73
251
225
2 .
1.75
15
1.25 4
14
0.5 4
0.5
025

+ES| Scan (1t 0.202 min) Frag=175.0V ATK_SY_Q23_POS_016.d

2881184

Me

A/

287

2872 2874 2875 287.8 238 2882 2884 2886  28BE
Counts vs. Mass-to-Change (miz)

S50

269

Instrument 1

ATK_SY_28_P0s_016.d
28-Feb-23 05:27:12 PM (UTC+05:30)



TH NMR (400 MHz, CDCI;) spectrum of compound 3m
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3BC{'H} NMR (125 MHz, CDCl;) spectrum of compound 3m

T =
o
- N
0142 — o
~ ™M
- L 2
: TR
=3
o
“ -~
16°9L 1 I
oL 77 — "lu w
W LL / l_
- &
I
! bl
zeTTen Y ;
¥8'ECT 1 : L3
20°STT 1 .w =
CCO7] / \ M
§9°/LTT 4 /“\I 3 o
€0'6¢T L : =
72621 w
$9-6EF~t 2 g
€6°0€T Y : a
ov.ﬁmﬁ\\
/0°Z€T
ereet )/ - Y
61T 8ET
TS SHT o
88'6HT — -9
62 HST ~
3
i o
] g F =
2. =
% m
v : -R
< |
! M
& 3
= E M=
u ]
Q E =
: {
9 :
|
K !

T
200

S52



HRMS spectrum of compound 3m

Sample Name ATE-SY-026-POS_N Position P2-B1 Instrument Name Instrument 1

User Name Inj Vol 10 InjPosition

Sample Type Sample IRM Calibration Status ~ Success Data Filename ATK-SY-()26-P0OS_N_111.d

AC() Method FULL SCAN-POSITIVE.m Comment Acquired Time 27-Jan-23 10:03:30 PM (UTC+05:30)

w10 + |FESI Scan {rt 0.333 min) Frag=173.0V ATH-SY-Q26-PO3_N_111.d

7.75
75
725
74
675
65
£.25 - s
& N
575
55 Br
525

5

4735 4
4.3
425
44
3754
3.3
3251
3]
2.75 4
25
2254
2
1.75 4
1.3
1251
1
0.75 1
0.5
0.25 4
i} L L Ll | L L Il L
347 75 348 ME.5 343 3435 350 3505
Counts vs. Mass-to-Charge (miz)
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TH NMR (400 MHz, CDCI;) spectrum of compound 3n
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3BC{'H} NMR (100 MHz, CDCl;) spectrum of compound 3n
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Sample Name
Uzer Name
Sample Type
ACQ Method

Sample12

HRMS spectrum of compound 3n

Position Pi-All

SYSTEM (SYSTEM) Inj Vol 5

Sample

IRM Calibration Status Success

DIRECT MASS_POSITIVE_01_1.m Comment

Instrument Name
InjPosition
Data Filename

Acquired Time

%10 7
14
135
13
125
12
115
114
1.05
1_
0.95
09
0.85 {
08
0.75 {
07
0.65
06
055
05
045 |
04
0.35 {
03
0.25
02
0.15
0.1
0.05 |

+E51 Sean (rt: 0.205 min) Frag=140.0V 5¥-G25.d

" 2841401

Me

A/

Me

0

ko 2841817
—284,2302

542 2843 2844 2845 2845 2847
Counts vs. Mass-to-Charge (miz)
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TH NMR (500 MHz, CDCI;) spectrum of compound 30
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I3C{'H} NMR (125 MHz, CDC]l;) spectrum of compound 30
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Sample Name
User Name
Sample Type
ACT Method

HRMS spectrum of compound 3o

ATK-SY-(J18-POS_N Pasition P1-F3
Inj Vol 10
Sample IRM Calibration Status  Success

AULL SCAN-POSITIVE.m Comment

Instrument Name
InjPosition

Data Filename
Acquired Time

w10 & [FES! Sean [t 0,343 min) Frag=173.0 ATH-5Y-018-POS_N_102.d

0.95 4

0.5 Me

0.85 4

300.1378

AN
0.8 4 _
075 N
0.7 4
OMe
065
0E4
055

0.5

04
0.35 4

0.3

02
0.13 4
0.1 4

0.03 4

0 || [ESTPN] I I L

Counts vs. Mass-to-Change (miz)
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73EE 789 7882 2994 2996 2898 300 3002 3004 3006 3008 301

Instrument 1

ATK-SY-(18-POS_N_108.d
27-Jan-23 09:58:41 PM [UTC+05:30)



TH NMR (400 MHz, CDCI;) spectrum of compound 3p
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3C{'H} NMR (125 MHz, CDCI;) spectrum of compound 3p
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HRMS spectrum of compound 3p
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TH NMR (500 MHz, CDCI;) spectrum of compound 3q
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S64

13C{'H} NMR (125 MHz, CDCl;) spectrum of compound 3q
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'F NMR (471 MHz, CDCl;) spectrum of compound 3q

SY-Q27-19F.1.fid — $Y-QR7-19F
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Sample Name

Usar Name
Sample Type
ACT Method

HRMS spectrum of compound 3q

ATK_SY_G27_POS Position P1-D1

Sample

Inj Vol 10
IRM Calibration Status  Success

FULL SCAN-POSITIVE.m Comment

Instrument Mame
InjPosition

Data Filename
Acquired Time

x10 ¥

32
31

34
294
28+
274
264
25+
24
23
224
214

24
1.9
1 S .
17
16
1.5
14
1.3
12
114

14
0.9+
0.8
0.7
064
0.5 4
04
0.3
024
0.1+

0

+ESI Scan (it 0.339 min) Frag=175.0V ATK_SY_Q27_POS_005.d

304.1133

3026 3028 303 3032 3034 336 303IE  3M
Counts vs. Mass-to-Charge (miz)
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Instrument 1

ATK_SY_027_POS_005.d
28-Feb-23 05:09:23 PM (UTC+05:30)

HO



TH NMR (500 MHz, CDCl;) spectrum of compound 3r
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13C{'H} NMR (125 MHz, CDC]l;) spectrum of compound 3r
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HRMS spectrum of compound 3r

Sample Name ATK_SY_(20_POS Position P1-D7 Instrument Name Instrument 1

User Name Inj Vol 10 InjPosition

Sample Type Sample IRM Calibration Status Success Data Filename ATK_SY_20_POS 012.d

ACT Method FULL SCAN-POSITIVE.m Comment Acquired Time 28-Feb-23 05:20:4% PM (UTC+05:30)

+10 & [+¥ES! Scan {rt 0.473 min) Frag=175.0V ATK_SY_Q20_FOS_012.d
1.35 4
13
1254
124
1154 Me
114
1.05 N
14
0.85 N
05
0.85 4 HO
sy
0.75 4
074
065

30,0834

\

Cl

05|
0.55
0.5
0.45 -
04
0.35
03
0.25
0.2
0.15 1
0.1
0.05 -

3182 3194 3195 3196 320 2002 3704 3206 370.8 i
Counts vs. Mass-to-Change (miz)
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'H NMR (400 MHz, DMSO-dg) spectrum of compound 3s
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I3C{'H} NMR (125 MHz, DMSO-d;) spectrum of compound 3s

£r'9C¢ —

¢0°'6€
mﬁmm/
\

SE'6E

10

20

30

CTOC

A0

69°6€

58°6¢ 7
200

60

70

80

90

SO'6TT

Sb'TeT
89°221 1
9T |
€9'92T 1

10
f1 (ppm|
S71

110

oY JCt
21T A
61°£2T
8z’ LTT A}

an Q2T

120

JUSCFH

130

14qQ

150

16D

170

180

ATK-SY-Q32-13C.1.fld — ATK-SY-Q32713C

190



Sample Name
User Name
Sample Type
ACQ Method

Samplel3

SYSTEM (SYSTEM)

Sample

DIRECT MASS_POSITIVE_01_1.m

HRMS spectrum of compound 3s

Position

IRM Calibration Status

Inj Vol

Comment

P1-B1

5

Success

Instrument Name
InjPosition
Data Filename

Acquired Time

%10 &
1254
12
115
1.1
1.054
1_
0.95 4
0.9
0.85 4
0.8
0.75 4
0.7
0.65 4
0.6
0.55 4
0.5
0.45 4
0.4
0.351
0.3
0.25 4
0.2
0.154
0.1
0.05 4

0

+E5] Scan (rt: 0,220 min) Frag=140.0V 5v-032.d

320.1434

A/

3197 3198 3199 320 3201

3202

3203

3204

Counts vs. Mass-to-Charge (miz)

S72

3205

3206

3207

3208

3209

QTOF

SY-032.d
27-Jul-23 10:35:30 AM (UTC+05:30)



TH NMR (500 MHz, CDCl;) spectrum of compound 3t
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13C{'H} NMR (125 MHz, CDC]l;) spectrum of compound 3t
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19F NMR (471 MHz, CDCl;) spectrum of compound 3t

SY-Q42-19F.2.fid — BY-Q42r19F
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HRMS spectrum of compound 3t

Sample Name Sample25 Pasition P1-C3 Instrument Name QTOF

Usar Name SYSTEM (SYSTEM) Inj Vol 5 InjPaosition

Sample Type Sample IRM Calibration Status Success Data Filename BS.SYOd2.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 16-Jun-23 10:38:22 AM (UTC+05:30)

w10 § +ES| Sean (it 0.796 min) Frag=140.0V B3 5Y042 d

264
254
244
234
224
214 N

24

Me

3381340

\

184

03 o
02 =
o

0.1 ‘ |

—338.2288

3374 3375 3376 3377 3378 3379 336 33_1 3382 3383 334 3385 336 3347
Counts vs. Mass-to-Charge (miz)
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TH NMR (400 MHz, CDCI;) spectrum of compound 3u
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13C{'H} NMR (125 MHz, CDCl;) spectrum of compound 3u
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HRMS spectrum of compound 3u

Sample Name Sample22 Position F1-B11 Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

Sample Type Sample IRM Calibration Status Success Data Filename SY-46.d
ACTQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 13-Jul-23 113

«10 & +ES] Sean {rt 0.511 min) Frag=140.0V 5Y-046.d
29
28]
2.7
26
25 Me
244
2.3 AN
22
214 N

358.0539
400.0520

=
o
399.0670

3931019

by
0.1 || &
|

398 3982 398.4 3986 398.8 399 3992 199.4 2996 399.8 400
Counts vs. Mass-to-Charge (miz)
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TH NMR (500 MHz, CDCl;) spectrum of compound 3v
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I3C{'H} NMR (125 MHz, CDC]l;) spectrum of compound 3v
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Samplel4
SYSTEM [SYSTEM)
Sample

DIRECT MASS_POSITIVE_100_1500.m

HRMS spectrum of compound 3v

Position P1-B3
Inj Vol 5
IRM Calibration Status Success

Comment

Instrument Name
InjPosition
Data Filename

Acquired Timea

10 © [+ES! Sean (1t 0.833 min) Frag=140.0V SY-G36.d

3.8

3.6

34

321

34

25

26

24

22

24

1.8

1.6

144

1.24

14

0.5

0.6 4

0.4 4

0.2

0 T

354.1045

354.1282

o
L
-
-
Ty
()

354.04 354.08

354.08 41 354.12
Counts vs. Mass-to-Charge (m/z)
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35414
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QTOF

SY-()36.d
05-Sep-23 !



TH NMR (500 MHz, CDCI;) spectrum of compound 3w
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13C{'H} NMR (125 MHz, CDC]l;) spectrum of compound 3w
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HRMS spectrum of compound 3w

Sample Name Sample24 Position P1-C2 Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

Sample Type Sample IRM Calibration Status Success Data Filename SY-(45.d

ACTQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 13-Jul-23 11:45:29 AM (UTC+05:30)

w10 & +ES| Scan (rt 0.489 min) Frag=140.0V 5Y-045.d

9.5

34

* 350.1545

85
gl Me
75 A
7 ~
65
&4

OMe

3.5
54
45
4]
3.5
3]

25

350.1863

0 T T T = T T T T T T T T T T
3501 35011 35012 35013 35014 35015 35016 35017 350.18 35019 3502 3501 35022 35023
Counts vs. Mass-to-Charge (miz)
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'H NMR (400 MHz, DMSO-d;) spectrum of compound 3x
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I3C{'H} NMR (125 MHz, DMSO-d;) spectrum of compound 3x
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Sample Name ATK_SY_()30_POS
User Name

Sample Type Sample

ACT Method FULL SCAN-POSITIVE.m

HRMS spectrum of compound 3x

Position P1-ES
Inj Vol 10
IRM Calibration Status Success

Comment

Instrument Name
InjPosition

Data Filename
Acquired Time

w10 & [FES! Sean [t 0.331 min) Frag=173.0V ATK_SY_Q30_POS_019.4

3.8

36

34

3.2

34

28

26

24

22

0.8

0.6 4

041

0.2 4

3361383

T
335

3352

3354

1358

3358 36 3362
Counts vs. Mass-to-Change (miz)
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Instrument 1

ATK_SY_()30_POS_019.d
28-Feb-23 05:31:58 PM (UTC+05:30)
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TH NMR (500 MHz, CDCl;) spectrum of compound 4a
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3C{'H} NMR (125 MHz, CDC]l;) spectrum of compound 4a
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Sample Name
User Name
Sample Type
ACT Method

Sample3s

SYSTEM (SYSTEM)

Sample

DIRECT MASS_POSITIVE_100_1000.m

HRMS spectrum of compound 4a

Position P1-C3
Inj Vol 5
IRM Calibration Status =~ Success

Comment

Instrument Mame
InjPosition

Data Filename
Acquired Time

x10 7|

21

0.9
0.8
0.7
0.6 1
0.5
044
0.3 {
024

0.1

+ESI Scan {rt 0.183 min) Frag=140.0V positive 5Y-0139.d

* 280.1348

—280.1144

—280.2710

MeO

25004 260.06 28008 280.1

28012 280.14 28016 28018 2802 28022 280.24 28026 28028 2BD3
Counts vs. Mass-to-Charge (miz)
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TH NMR (500 MHz, CDCI;) spectrum of compound 4b
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BC{'H} NMR (125 MHz, CDCl;) spectrum of compound 4b
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SY-Q41-19F.1.fid — SY-Q41-19F

'F NMR (471 MHz, CDCl;) spectrum of compound 4b
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HRMS spectrum of compound 4b

Sample Name Sample24 Position P1-C2 Instrument Name QTOF

Usar Name SYSTEM (SYSTEM) Inj Vol 5 InjPaosition

Sample Type Sample IRM Calibration Status  Success Data Filename BS.SYdl.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 16-Jun-23 10:36:34 AM (UTC+05:30)

xio 7 +ES| Sean (it 0.343 min) Frag=140.0V BS . 3YQ41.d

164

1.55 4

OMe Me

1.35

1.3 AN
1254 P
1 N

2 MeO

2981238

0.85 4

0.75
0.74
0.85 4
064
0.55
0.5
0.45 4
044
0.35 4
0.3+
0.25 4
0.2
0.15 4
0.1 1
0.05 4

—258.1041
2881621
[-298.2593

1 298.15 2982 238.25 2963 238.35
Counts vs. Mass-to-Charge (m/z)

i

238 298.05 2
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TH NMR (500 MHz, CDCl;) spectrum of compound 4¢
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13C{'H} (125 MHz, CDCl;) NMR spectrum of compound 4¢
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Sample Name
User Name
Sample Type
ACQ Method

Sample23

HRMS spectrum of compound 4c¢

Position

SYSTEM (SYSTEM) Inj Vol

Sample

IRM Calibration Status

DIRECT MASS POSITIVE 01_1.m Comment

P1-C1
5

Success

Instrument Name
InjPosition

Data Filename
Acquired Time

x10 © |
234
284
274
264
254
244
234
224

214
2

+ESI Scan (it 0.427 min) Frag=140.0V 5Y-Q48.d

358.0438

——358.0863

— 3581410

359.0468

- 350.0886

OMe Me

\
O s
MeO N

Br

360.0417

3582 3584 3586 3568

353

3592 3584 3596

Counts vs. Mass-to-Charge (miz)
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T
350

QTOF
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13-Jul-23 11:43:22 AM (UTC+05:30)



HRMS spectrum of reaction intermediate B

ATE_SY_0)22 RM_POS Position P1-C8 Instrument Name Imstrun
Inj Vol 10 InjPosition

Sample IRM Calibration Status Success Data Filename ATK_SY

FULL SCAN-POSITIVE.m Comment Acquired Time 28-Feb

410 & |+ES! Sean (rt: 0.807 min) Frag=175.0v ATK_SY_Q22 RM_POS_003.d
14
135
1.3
1251
12
1151
1.1
105
1
0.951
0.9
0.851
08
0751
0.7
0651
06
0.5
051
045
0.4
0351
0.3
025
02
0151
0.1
0.051

0 . —t . : : : . . . .
1389 13895 139 138.05 1391 138.15 1382 13825 139.3 13835
Courts vs. Mass-to-Charge (miz)

139.0004
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ATK_SY_Q22 RM_POS

Sample

FULL SCAN-POSITIVE.m

HRMS spectrum of reaction intermediate D

Position P1-C8
Inj Vol 10
IRM Calibration Status Success

Comment

Instrument Name
InjPosition
Data Filename

Acquired Time

x10 3

5.8
5.6
5.4-
5.2

54
4.8-|
4.6
44
4.2

4
3.8
36|
34|
3.2

34
2.8
2.6
2.4
22

2]
1.8
156
1.4
1.2

14
0.8
0.6
0.4
0.2

+ESI Scan (1t 0.857 min) Frag=175.0V ATK_SY_Q22 RM_POS_003.d

168,9920

T
168.5

T
168.6

T
168.7

T
168.8

T T T T T
1689 169 1691 169.2 169.3

Counts vs. Mass-to-Charge (m/z)
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T
169.4

T
169.5

T
169.6

Instrument 1

ATK_SY_Q22 RM_
28-Feb-23 05:05::



HRMS spectrum of reaction intermediate H

ATK_SY_Q22 RM_POS Position P1-C8 Instrument Name Instrument 1
Inj Vol 10 InjPosition

Sample IRM Calibration Status Success Data Filename ATK_SY_Q22 RM

FULL SCAN-POSITIVE.m Comment Acquired Time 28-Feb-23 05:05

x10 2 [*ESI Scan (i 0.192 min) Frag=175.0V ATK_SY_Q22 RM_POS_003.d

8.5
8.251

105.9540

105.9347

wn=0
)

3.75
3.25

2.75
2.5+
2254

175
1.5
1.25

0.75
0.5
0.25 ‘

T T T T T T T T T
105.86 105.88 105.9 105.92 105.94 10556 105.98 106 106.02
Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of intermediate L of compound 3k

ATK_SY_Q22 RM_POS Position P1-CB

Sample

Inj Vol 10

IRM Calibration Status SuCcess

FULL SCAN-POSITIVE.m Comment

Instrument Mame
InjPosition
Data Filename

Acquired Time

«10 4
25
24
2.3
22
21

24
19
1.8
1.7
16
1.5
1.4
1.3
124
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.24
0.1

0

+E51 Sean (rt: 0.907 min) Frag=175.0 ATK_SY_G22 RM_POS_003.d

320.1436

Me

SMe

1
3197 3198 3199 320 3201 3202 3203 3204
Counts vs. Mass-to-Charge (m/z)

3205

5102

3208

320.7

3208

3209

Instrument 1

ATK_SY_Q22 RM_PX
28-Feb-23 05:05:15



