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Table S1. Calculated physicochemical properties of the compounds (ACD Labs/Percepta®)

Molecular No No of No of
clogP cpKa TPSA
Compound weight of hydrogen  hydrogen
) (basic) (A?
(Da) rings donors acceptors
(E)-7a 294.37 2.13 3.37 2 82.51 1 6
7b 308.4 2.44 3.37 2 82.51 1 6
(E)-Tc 280.35 1.75 2.46 2 82.51 1 6
(2)-T¢ 280.35 1.75 2.46 2 82.51 1 6
7d 306.38 1.75 3.37 3 82.51 1 6
Te 320.41 2.28 3.11 3 82.51 1 6
(E)-7f 356.44 3.26 3.29 3 82.51 1 6
7g 370.47 3.57 3.29 3 82.51 1 6
crude 7h 342.42 2.89 2.38 3 82.51 1 6
7i 370.47 2.94 3.72 4 82.18 2 6
7i 384.5 3.15 3.72 4 82.18 2 6
3a 277.34 1.93 3 73.91 1 5
3b 291.37 2.28 3 73.91 1 5
3c 263.32 1.55 3 73.91 1 5
3d 289.35 1.86 4 73.91 1 5
3e 303.38 2.26 4 73.91 1 5
3f 339.41 3.26 4 73.91 1 5
3g 353.44 2.94 4 73.91 1 5
3h 325.39 2.49 4 73.91 1 5
3i 351.42 3.62 5 73.91 1 5
3j 365.45 3.77 5 73.91 1 5
(E)-9a 368.45 2.96 1.49 4 82.51 1 6
(E)-9b 430.52 4.11 1.41 5 82.51 1 6
10a 351.42 3.56 - 5 73.91 1 5
10b 413.49 491 - 6 73.91 1 5

*ACD/Labs Percepta, version: 2019.1.0; https://www.acdlabs.com/products/percepta/ Accessed: Jan 08, 2025
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Figure S1. Kinetic solubility of the compounds (PBS pH 7.4, 1-10% DMSO, 2 h, 37 °C; n =
3).
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Figure S2. GI PAMPA permeability of the compounds with a minimal kinetic solubility of
10 uM. (membrane PC:chol 4:1; 1% DMSO, donor pH 6.5, acceptor pH 7.4; 4 h, 37 °C; n = 3).
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Figure S3. GI PAMPA membrane retention of the compounds with a minimal kinetic solubility

of 10 uM. (membrane PC:chol 4:1; 1% DMSO, donor pH 6.5, acceptor pH 7.4; 4 h, 37 °C; n=3)

Experimental procedures and characterization of compounds (E)-7a, 7b, (E)-7¢, (£)-Tc,

7d, (E)-7f, 7g, 7i, 7j, (E)-9a, (E)-9b, 3a—d, 3f, 3g, 3i, 3j, 10a, 10b

2,4-Dimethyl-8-[(2E)-2-(1-methylpropylidene)hydrazino]-2H-1,2,3-benzothiadiazine 1,1-
dioxide [(E)-7a]. Prepared according to the general procedure, using 5a and 6a as the starting
materials. Yield: 121.0 mg (99%), crude 7a, mixture of £ and Z isomers in a 96:4 ratio
(according to LC—MS). Pure (E)-7a was obtained by purification using flash chromatography
(hexane-EtOAc). Yield: 115.0 mg (94%), yellow powder. Mp 99-100 °C (EtOH). 'H NMR
(600 MHz, DMSO-ds): 9.04 (br s, 1H), 7.81 (d, J = 8.5 Hz, 1H), 7.72 (m, 1H), 7.20 (d, J =
7.7 Hz, 1H), 3.38 (s, 3H), 2.44 (s, 3H), 2.34 (q, J = 7.4 Hz, 2H), 1.88 (s, 3H), 1.10 (t, /= 7.4
Hz, 3H). *C{'H} NMR (150 MHz, DMSO-ds): 153.0, 149.9, 141.2, 134.6, 129.2, 116.7 (2C),
113.3, 34.8,31.5,20.4, 15.1, 10.8. IR (KBr): 3363, 1570, 1472, 1301, 1151; HRMS (EI) m/z:
M** calcd for C13H19N4O2S 295.1229; found: 295.1228.

8-[2-(1-Ethylpropylidene)hydrazino]-2,4-dimethyl-2 H-1,2,3-benzothiadiazine 1,1-dioxide
(7b). Prepared according to the general procedure, using 5a and 6b as the starting materials.
Yield: 106.5 mg (83%), yellow crystals. Mp 94-95 °C (EtOH). 'H NMR (600 MHz, DMSO-
ds): 9.20 (br s, 1H), 7.82 (d, J = 8.4 Hz, 1H), 7.73 (m, 1H), 7.20 (d, J= 7.7 Hz, 1H), 3.38 (s,
3H), 2.44 (s, 3H), 2.35 (q, J = 7.3 Hz, 2H), 2.27 (q, J = 7.7 Hz, 2H), 1.11 (t,J = 7.3 Hz, 3H),
1.10 (t, J = 7.7 Hz, 3H). *C{'H} NMR (150 MHz, DMSO-ds): 157.1, 149.8, 141.3, 134.7,
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129.2,116.7,116.6, 113.2, 34.8,29.2,22.3,20.4, 10.7,9.3. IR (KBr): 3355, 1570, 1475, 1297,
1150; HRMS (EI) m/z: M™* calcd for C14H20N40,S 308.1301; found: 308.1306.

2,4-Dimethyl-8-[(2E)-2-propylidenehydrazino]-2H-1,2,3-benzothiadiazine 1,1-dioxide
[(E)-Tc]. Prepared according to the general procedure, using Sa and 6c¢ as the starting materials.
Yield: 85 mg (74%), crude 7¢, mixture of £ and Z isomers in a 2:1 ratio (according to LC—MS).
Pure (E)-7¢ was obtained by purification using flash chromatography (hexane—EtOAc). Yield:
55 mg (48%), colorless crystals. Mp 90-91 °C (EtOH). '"H NMR (600 MHz, DMSO-ds): 9.40
(brs, 1H), 7.77 (d, J= 8.6 Hz, 1H), 7.69 (m, 1H), 7.57 (t,J=5.0 Hz, 1H), 7.18 (d, /= 7.6 Hz,
1H), 3.36 (s, 3H), 2.43 (s, 3H), 2.29 (m, 2H), 1.08 (t, /= 7.4 Hz, 3H). 3C{'H} NMR (150 MHz,
DMSO-ds): 149.9, 148.8, 141.0, 134.4, 129.3, 117.0, 116.6, 113.2, 34.8, 25.5, 20.4, 10.9. IR
(KBr): 3324, 1599, 1472, 1333, 1311, 1156; HRMS (EI) m/z: M™" caled for Ci12Hi6N4+O2S
280.0998; found: 280.0993.

2,4-Dimethyl-8-[(2Z)-2-propylidenehydrazino]-2H-1,2,3-benzothiadiazine 1,1-dioxide
[(Z)-Tc]. Prepared according to the general procedure, using Sa and 6c¢ as the starting materials.
Yield: 85 mg (74%), crude 7¢, mixture of £ and Z isomers in a 2:1 ratio (according to LC-MS).
Pure (Z)-7¢ was obtained by purification using flash chromatography (hexane—EtOAc). Yield:
26 mg (23%), pale yellow crystals. Mp 110-111 °C (EtOH). 'H NMR (600 MHz, DMSO-ds):
9.32 (brs, 1H), 7.80 (d, J= 8.4 Hz, 1H), 7.75 (m, 1H), 7.27 (d, /= 7.6 Hz, 1H), 6.74 (t,J=5.1
Hz, 1H), 3.38 (s, 3H), 2.45 (s, 3H), 2.23 (m, 2H), 1.14 (t, J = 7.5 Hz, 3H). BC{'H} NMR
(150 MHz, DMSO-ds): 149.9, 147.6, 140.8, 134.7, 129.2, 117.5,116.8, 113.8, 34.8,20.4, 19.9,
10.3. IR (KBr): 3337, 1601, 1477, 1292, 1157; HRMS (EI) m/z: M** calcd for C12H16N4O2S
280.0998; found: 280.0993.

8-(2-Cyclopentylidenehydrazino)-2,4-dimethyl-2 H-1,2,3-benzothiadiazine 1,1-dioxide
(7d). Prepared according to the general procedure, using 5a and 6d as the starting materials.
Yield: 117.5 mg (92%), yellow crystals. Mp 121-122 °C (EtOH). 'H NMR (600 MHz, DMSO-
ds): 8.84 (br s, 1H), 7.75 (d, J = 8.5 Hz, 1H), 7.70 (m, 1H), 7.18 (d, /= 7.5 Hz, 1H), 3.37 (s,
3H), 2.44 (s, 3H),2.42 (t, J= 7.3 Hz, 2H), 2.28 (t,J = 7.3 Hz, 2H), 1.84 (m, 2H), 1.73 (m, 2H).
BC{'H} NMR (150 MHz, DMSO-dc): 161.8, 149.8, 141.1, 134.6, 129.2, 116.6, 116.5, 113.1,
34.8,32.8,27.2,24.7,24.6,20.4. IR (KBr): 3337, 1598, 1473, 1297, 1154; HRMS (EI) m/z:
M** calcd for C14H1sN4O2S 306.1150; found: 306.1145.

8-[(2E)-2-(3,4-Dihydronaphthalen-1(2H)-ylidene)hydrazino|-2,4-dimethyl-2H-1,2,3-
benzothiadiazine 1,1-dioxide [(E)-9a]. Prepared according to the general procedure, using Sa

and 8 as the starting materials. Yield: 145.5 mg (95%), yellow crystals. Mp 180—-181 °C (EtOH).

S5



'H NMR (600 MHz, DMSO-ds): 9.46 (br s, 1H), 8.12 (m, 1H), 8.05 (d, J = 8.5 Hz, 1H), 7.80
(m, 1H), 7.28 (m, 3H), 7.21 (m, 1H), 3.41 (s, 3H), 2.76 (m, 2H), 2.63 (t, J = 6.4 Hz, 2H), 2.47
(s, 3H), 1.92 (m, 2H). 3C{'H} NMR (150 MHz, DMSO-de): 150.0, 146.6, 140.7, 139.5, 134.8,
132.5, 129.3, 128.8, 128.7, 126.6, 124.3, 117.5, 117.1, 114.1, 34.8, 28.9, 24.8, 21.3, 20.4. IR
(KBr): 3346, 1572, 1473, 1311, 1293, 1104; HRMS (EI) m/z: M"* calcd for CioH20N40,S
368.1307; found: 368.1296.

2-Methyl-8-[(2E)-2-(1-methylpropylidene)hydrazino|-4-phenyl-2H-1,2,3-
benzothiadiazine 1,1-dioxide [(E)-7f]. Prepared according to the general procedure, using Sb
and 6a as the starting materials. Yield: 110.0 mg (93%), crude 7f, mixture of £ and Z isomers
in a 9:1 ratio (according to LC-MS). Pure (£)-7f was obtained by purification using flash
chromatography (hexane—EtOAc). Yield: 100.3 mg (84%), yellow crystals. Mp 123-124 °C
(EtOH). '"H NMR (600 MHz, DMSO-ds): 9.11 (br s, 1H), 7.84 (d, J = 8.5 Hz, 1H), 7.66 (m,
1H), 7.58 (m, 2H), 7.54 (m, 3H), 6.74 (d, J = 7.6 Hz, 1H), 3.49 (s, 3H), 2.35 (q, /= 7.4 Hz,
2H), 1.92 (s, 3H), 1.11 (t,J = 7.4 Hz, 3H). 3C{'H} NMR (150 MHz, DMSO-d): 153.4,152.7,
141.4,134.9,134.5,130.0, 129.1 (2C), 128.9 (2C), 128.8, 118.5,117.0, 114.0,35.3,31.5, 15.1,
10.8. IR (KBr): 3359, 1592, 1469, 1315, 1299, 1151; HRMS (EI) m/z: M™" caled for
Ci8H20N402S 356.1310; found: 356.1304.

8-[2-(1-Ethylpropylidene)hydrazino|-2-methyl-4-phenyl-2 H-1,2,3-benzothiadiazine 1,1-
dioxide (7g). Prepared according to the general procedure, using Sb and 6b as the starting
materials. Yield: 108.0 mg (88%), yellow crystals. Mp 160-161 °C (EtOH). 'H NMR
(600 MHz, DMSO-ds): 9.26 (br s, 1H), 7.85 (d, J = 8.5 Hz, 1H), 7.66 (m, 1H), 7.58 (m, 2H),
7.55 (m, 1H), 7.54 (m, 2H), 6.74 (d, J=8.5 Hz, 1H), 3.50 (s, 3H),2.37 (q, /= 7.3 Hz, 2H), 2.31
(q,J=7.7Hz, 2H), 1.13 (t, J=7.7 Hz, 3H), 1.12 (t, J= 7.3 Hz, 3H). 3C{'H} NMR (150 MHz,
DMSO-de): 157.4, 152.7, 141.4, 1349, 134.5, 130.0, 129.1 (2C), 128.9 (2C), 128.7, 118.5,
116.9,113.9,35.3,29.2,22.4,10.1,9.3. IR (KBr): 3367, 1594, 1471, 1317, 1299, 1152; HRMS
(EI) m/z: M"* caled for C19H22N40,S 370.1463; found: 370.1465.

8-(2-Cyclopentylidenehydrazino)-2-methyl-4-phenyl-2 H-1,2,3-benzothiadiazine 1,1-

dioxide (7i). Prepared according to the general procedure, using Sb and 6d as the starting
materials. Yield: 114.6 mg (94%), yellow crystals. Mp 151-152 °C (EtOH). 'H NMR
(600 MHz, DMSO-ds): 8.91 (br s, 1H), 7.78 (d, J = 8.5 Hz, 1H), 7.64 (m, 1H), 7.58 (m, 2H),
7.55 (m, 1H), 7.54 (m, 2H), 6.73 (d,J=7.7 Hz, 1H), 3.49 (s, 3H), 2.44 (t, J="7.1 Hz, 2H), 2.32
(t,J=7.1 Hz, 2H), 1.86 (m, 2H), 1.74 (m, 2H). C{'H} NMR (150 MHz, DMSO-ds): 162.1,
152.7,141.3,134.9,134.5,130.0,129.1 (2C), 128.9 (2C), 128.8,118.5,116.8,113.8,35.2,32.9,
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27.3,24.7,24.6. 1R (KBr): 3343, 1591, 1469, 1348, 1153, 1106, 692; HRMS (ESI) m/z: [M+H]"
caled for C19H21N4O3S 369.1380; found: 369.1381.

8-(2-Cyclohexylidenehydrazino)-2-methyl-4-phenyl-2 H-1,2,3-benzothiadiazine 1,1-
dioxide (7j). Prepared according to the general procedure, using Sb and 6e as the starting
materials. Yield: 116.4 mg (92%), yellow crystals. Mp 175-176 °C (EtOH). 'H NMR
(600 MHz, DMSO-dg): 9.26 (br s, 1H), 7.83 (d, J = 8.6 Hz, 1H), 7.64 (m, 1H), 7.58 (m, 2H),
7.55 (m, 1H), 7.54 (m, 2H), 6.73 (d, J = 7.7 Hz, 1H), 3.49 (s, 3H), 2.35 (m, 4H), 1.67 (m, 4H),
1.62 (m, 2H). BC{'H} NMR (150 MHz, DMSO-de): 155.2, 152.7, 141.5, 134.9, 134.5, 130.0,
129.1 (2C), 128.9 (2C), 128.8,118.4,116.8,113.9, 35.3, 34.9, 26.7, 26.1, 254, 25.2. IR (KBr):
3367, 1593, 1472, 1299, 1152, 733; HRMS (EI) m/z: M"" calcd for C20H22N40,S 382.1463;
found: 382.1467.

8-[(2E)-2-(3,4-Dihydronaphthalen-1(2H)-ylidene)hydrazino]-2-methyl-4-phenyl-2 H-
1,2,3-benzothiadiazine 1,1-dioxide [(E)-9b]. Prepared according to the general procedure,
using 5b and 8 as the starting materials. Yield: 145.0 mg (95%), orange crystals. Mp 235—
236 °C (EtOH). 'H NMR (600 MHz, DMSO-ds): 9.53 (br s, 1H), 8.15 (m, 1H), 8.09 (d, J =
8.5 Hz, 1H), 7.74 (m, 1H), 7.61 (m, 2H), 7.57 (m, 1H), 7.56 (m, 2H), 7.29 (m, 1H), 7.28 (m,
1H), 7.22 (m, 1H), 6.83 (m, 1H), 3.52 (s, 3H), 2.78 (m, 2H), 2.68 (t, J = 6.5 Hz, 2H), 1.94 (m,
2H). BC{'H} NMR (150 MHz, DMSO-ds): 152.8, 146.9, 140.9, 139.6, 134.8, 134.7, 132.5,
130.1,129.1 (2C), 128.9 (3C), 128.8,128.7,126.6, 124.4,119.3, 117.5, 114.6, 35.3, 28.9, 24.9,
21.3. 'TH NMR (600 MHz, CDCl3): 9.63 (br s, 1H), 8.18 (m, 1H), 8.07 (d, J= 8.4 Hz, 1H), 7.62
(m, 2H), 7.52 (m, 1H), 7.48 (m, 3H), 7.25 (m, 2H*, overlapping with the solvent signal), 7.16
(m, 1H), 6.81 (d, J=7.8 Hz, 1H), 3.61 (s, 3H), 2.81 (m, 2H), 2.72 (t, J = 6.6 Hz, 2H), 2.03 (m,
2H). BC{'H} NMR (150 MHz, CDCl3): 153.1, 146.0, 141.3,139.2, 135.3,133.4,132.9, 129.6,
129.4, 129.1 (2C), 128.5 (3C), 128.4, 126.5, 124.4, 119.0, 117.2, 114.9, 35.4, 29.6, 25.1, 21.6.
IR (KBr): 3329, 1589, 1465, 1315, 1153, 1105, 721; HRMS (EI) m/z: M caled for
C24H22N40,S 430.1463; found: 430.1467.

2,4,7,8-Tetramethyl-2,9-dihydro[1,2,3]thiadiazino[5,6-g]indole 1,1-dioxide (3a). Prepared
according to Method A, using crude 7a as the starting material. Yield: 70 mg (65%). Prepared
according to Method B, using 5a and 6a as the starting materials. Yield: 102.0 mg (47%), yellow
crystals. Mp 188-189 °C. 'H NMR (600 MHz, DMSO-ds): 11.35 (br s, 1H), 7.87 (d, J = 8.4 Hz,
1H), 7.42 (d, J = 8.4 Hz, 1H), 3.40 (s, 3H), 2.51 (s, 3H), 2.44 (s, 3H), 2.23 (s, 3H). 3C{'H}
NMR (150 MHz, DMSO-dg): 150.1, 138.9, 133.3, 125.4, 122.4, 120.8, 116.6, 114.9, 107.8,
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34.5,20.7,11.7, 8.2. IR (KBr): 3373, 1304, 1185, 1153, 1123; HRMS (EI) m/z: M"* calcd for
Ci13H15N302S 277.0879; found: 277.0883.

8-Ethyl-2.4,7-trimethyl-2,9-dihydro[1,2,3]|thiadiazino[5,6-g]indole 1,1-dioxide  (3b).
Prepared according to Method A, using crude 7b as the starting material. Yield: 88.0 mg (92%).
Prepared according to Method B, using 5a and 6b as the starting materials. Yield: 61.0 mg
(50%), off-white crystals. Mp 190-191 °C. '"H NMR (600 MHz, DMSO-d¢): 11.32 (br s, 1H),
7.89 (d, J=8.4 Hz, 1H), 7.43 (d, J = 8.4 Hz, 1H), 3.41 (s, 3H), 2.85 (q, J = 7.5 Hz, 2H), 2.51
(s, 3H), 2.25 (s, 3H), 1.20 (t, J = 7.5 Hz, 3H). *C{'H} NMR (150 MHz, DMSO-ds): 150.1,
144.7, 133.4, 125.4, 122.6, 121.0, 116.6, 115.1, 107.0, 34.6, 20.7, 19.1, 14.7, 8.1. IR (KBr):
3388, 3363, 1303, 1186, 1123; HRMS (EI) m/z: M"" calcd for C14H1sN30,2S 292.1120; found:
292.1110.

2,4,7-Trimethyl-2,9-dihydro[1,2,3]thiadiazino[5,6-g]lindole 1,1-dioxide (3¢). Prepared
according to Method A, using crude 7c¢ as the starting material. Yield: 42.5 mg (46%). Prepared
according to Method B, using 5a and 6c¢ as the starting materials. Yield: 33.0 mg (30%), yellow
crystals. Mp 192-193 °C (EtOH). 'H NMR (600 MHz, DMSO-ds): 11.42 (br s, 1H), 8.01 (d,
J=8.4 Hz, 1H), 7.48 (d, J = 8.4 Hz, 1H), 7.44 (br s, 1H), 3.42 (s, 3H), 2.53 (s, 3H), 2.34 (s,
3H). BC{'H} NMR (150 MHz, DMSO-ds): 149.9, 132.4, 128.9, 126.3, 123.8, 122.0, 116.5,
115.5, 111.6, 34.6, 20.7, 9.3. IR (KBr): 3377, 1305, 1187, 1140, 1081; HRMS (ESI) m/z:
[M+H]" caled for Ci12H13N30,S: 263.0723; found: 263.0727.

2,4-Dimethyl-7,8,9,10-tetrahydro-2 H-cyclopenta[b][1,2,3]thiadiazino[5,6-g]indole 1,1-
dioxide (3d). Prepared according to Method A, using crude 7d as the starting material. Yield:
30.2 mg (33%). Prepared according to Method B, using 5a and 6d as the starting materials.
Yield: 30.0 mg (25%), yellow crystals. Mp 198-199 °C (decomp). 'H NMR (600 MHz, DMSO-
de): 11.51 (br s, 1H), 7.80 (d, J=8.4 Hz, 1H), 7.42 (d, /= 8.4 Hz, 1H), 3.41 (s, 3H),2.91 (t, J =
7.2 Hz, 2H), 2.81 (t, J = 7.0 Hz, 2H), 2.50 (s, 3H), 2.50 (m, 2H). *C{'H} NMR (150 MHz,
DMSO-ds): 151.9,150.1, 130.5, 128.2,122.8, 120.4, 119.6, 117.1, 115.8, 34.6, 28.4,26.2, 23.9,
20.6.1R (KBr): 3373,1310, 1136, 1102; HRMS (EI) m/z: M** calcd for C14H15sN30,S 289.0885;
found: 289.0884.

2,7,8-Trimethyl-4-phenyl-2,9-dihydro[1,2,3|thiadiazino[5,6-g]indole  1,1-dioxide (3f).
Prepared according to Method A, using crude 7f as the starting material. Yield: 6.07 mg (70%).
Prepared according to Method B, using 5b and 6a as the starting materials. Yield: 75.0 mg
(67%), yellow crystals. Mp 122123 °C (EtOH). '"H NMR (600 MHz, DMSO-dg): 11.50 (br s,
1H), 7.80 (d, J = 8.5 Hz, 1H), 7.61 (m, 2H), 7.55 (m, 3H), 7.00 (d, J = 8.5 Hz, 1H), 3.52 (s,
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3H), 2.47 (s, 3H), 2.21 (s, 3H). '3C{'H} NMR (150 MHz, DMSO-ds): 153.1, 139.4, 135.7,
133.4, 129.8, 129.3 (2C), 128.8 (2C), 125.5, 122.2, 120.0, 118.3, 115.7, 108.0, 35.0, 11.7, 8.2.
IR (KBr): 3389, 1357, 1312, 1123, 696, 592; HRMS (EI) m/z: M** caled for CisH;7N30,8
339.1041; found: 339.1034.

8-Ethyl-2,7-dimethyl-4-phenyl-2,9-dihydro[1,2,3|thiadiazino[5,6-g]indole 1,1-dioxide
(3g). Prepared according to Method A, using crude 7g as the starting material. Yield: 71.0 mg
(75%). Prepared according to Method B, using Sb and 6b as the starting materials. Yield:
70.0 mg (60%), yellow crystals. Mp 133-134 °C (EtOH). 'H NMR (600 MHz, DMSO-ds):
11.47 (brs, 1H), 7.82 (d, J= 8.5 Hz, 1H), 7.61 (m, 2H), 7.55 (m, 3H), 7.01 (d, J = 8.5 Hz, 1H),
3.53 (s, 3H), 2.88 (q, J = 7.6 Hz, 2H), 2.24 (s, 3H), 1.23 (t, J =7.6 Hz, 3H). BC{'H} NMR
(150 MHz, DMSO-ds): 153.2, 145.1,135.7,133.5,129.8, 129.2 (2C), 128.8 (2C), 125.5, 122.3,
120.2,118.3,116.0, 107.2,35.0, 19.1, 14.7, 8.0. IR (KBr): 3367, 1360, 1309, 1124; HRMS (EI)
m/z: M"" calcd for C1oHi9N3032S 353.1198; found: 353.1196.

2-Methyl-4-phenyl-7,8,9,10-tetrahydro-2 H-cyclopenta|b][1,2,3]thiadiazino[5,6-g]indole
1,1-dioxide (3i). Prepared according to Method A, using crude 7i as the starting material. Yield:
43.0 mg (45%). Prepared according to Method B, using 5b and 6d as the starting materials.
Yield: 41.0 mg (35%), yellow crystals. Mp 150-151 °C (EtOH). 'H NMR (600 MHz, DMSO-
de): 11.65 (br s, 1H), 7.74 (d, J = 8.4 Hz, 1H), 7.60 (m, 2H), 7.55 (m, 3H), 7.00 (d, /= 8.4 Hz,
1H), 3.52 (s, 3H), 3.94 (m, 2H), 2.80 (m, 2H), 2.51 (m, 2H). 3C{'H} NMR (150 MHz, DMSO-
de): 153.1,152.4,135.7,130.6,129.8,129.3 (2C), 128.8 (2C), 128.2,122.6,119.8,119.6, 118.8,
116.7, 35.0, 28.4, 26.2, 23.9. IR (KBr): 3438, 1347, 1316, 1135, 1105, 694; HRMS (EI) m/z:
M calcd for Ci19H17N30,S 351.1041; found: 351.1042.

2-Methyl-4-phenyl-2,7,8,9,10,11-hexahydro|[1,2,3]thiadiazino[6,5-a]carbazole 1,1-dioxide
(3j). Prepared according to Method A, using crude 7j as the starting material. Yield: 63.5 mg
(66%). Prepared according to Method B, using S5b and 6e as the starting materials. Yield:
81.0 mg (67%), yellow crystals. Mp 190 °C (decomp). 'H NMR (600 MHz, DMSO-dc): 11.52
(br s, 1H), 7.78 (d, J = 8.4 Hz, 1H), 7.60 (m, 2H), 7.55 (m, 1H), 7.54 (m, 2H), 7.00 (d, J =
8.4 Hz, 1H), 3.52 (s, 3H), 2.85 (m, 2H), 2.68 (m, 2H), 1.86 (m, 2H), 1.82 (m, 2H). ¥C{'H}
NMR (150 MHz, DMSO-ds): 153.1, 142.2,135.7,131.9,129.8, 129.3 (2C), 128.8 (2C), 126.0,
122.0, 120.1, 118.3, 116.0, 110.7, 35.0, 23.4, 22.7, 22.6, 20.4. IR (KBr): 3385, 1305, 1163,
1123, 697; HRMS (EI) m/z: M™* calcd for C20H9N302S 365.1198; found: 365.1195.

2,4-Dimethyl-2,13-dihydrobenzo|a][1,2,3|thiadiazino[5,6-i]carbazole 1,1-dioxide (10a).
Prepared according to Method A, using crude (E)-9a as the starting material. Yield: 76 mg
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(80%), yellow crystals. Mp 223-224 °C (EtOH). 'H NMR (600 MHz, DMSO-ds): 12.31 (br s,
1H),9.12 (d, /= 8.0 Hz, 1H), 8.74 (d, /= 8.0 Hz, 1H), 8.38 (d,/=8.0 Hz, 1H), 8.11 (d, /= 7.6
Hz, 1H), 7.82 (d, J=8.0 Hz, 1H), 7.75 (d, /= 8.0 Hz, 1H), 7.70 (m, 1H), 7.66 (m, 1H), 3.50 (s,
3H), 2.62 (s, 3H). BC{'H} NMR (150 MHz, DMSO-d¢): 150.2, 138.1, 133.2, 129.7, 128.8,
128.1, 126.8, 126.2, 124.8, 124.6, 123.9, 121.9, 121.5, 119.3, 117.9, 117.1, 115.9, 34.8, 20.8.
IR (KBr): 3366, 1313, 1137,801; HRMS (EI) m/z: M** calcd for C19Hi5sN30,S 349.0889; found:
349.0883.

2-Methyl-4-phenyl-2,13-dihydrobenzo|a][1,2,3]thiadiazino[S,6-i]carbazole 1,1-dioxide
(10b). Prepared according to Method A, using crude (E)-9b as the starting material. Yield:
80 mg (84%), orange crystals. Mp 259-260 °C (EtOH). '"H NMR (600 MHz, DMSO-d): 12.48
(brs, 1H),9.13 (d, /= 8.0 Hz, 1H), 8.66 (d, J= 8.3 Hz, 1H), 8.34 (d,J=8.5 Hz, 1H), 8.11 (d,
J=28.0 Hz, 1H), 7.82 (d, J = 8.5 Hz, 1H), 7.72 (m, 1H), 7.70 (m, 2H), 7.67 (m, 1H), 7.60 (m,
1H), 7.59 (m, 2H), 7.30 (d, J = 8.3 Hz, 1H), 3.62 (s, 3H). *C{'H} NMR (150 MHz, DMSO-
de): 153.0,138.4,135.5,133.3,130.0,129.8,129.3 (2C), 128.9 (2C), 128.8,128.2,126.9, 126.3,
124.6,123.9,123.8,122.0,121.5,119.5,119.2,117.0, 116.9,35.2. IR (KBr): 3453,2923, 1315,
1299, 1135, 797, 727, 693; HRMS (EI) m/z: M*" calcd for C24H17N302S 411.1047; found:
411.1037.
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"H NMR spectrum of 5a
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Standard 1H
142437

PGY0668_1

Pusztail Gyongyver
2024.04.11. (EKP)

Current Data Parameters

NAME 142437
EXPNO 21
PROCNO 1

F2 - Acguisiticon Parameters
Date_ 20240411
Time 18.08 h
INSTRUM spect
PROBHD 2145856_0002 {
PULPROG zg30

TD 655636
SOLVENT DMSO

NS 16

DS 2

SWH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.7262976 sec
RG 196.07

DW 41.600 usec
DE 25.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUCL 1H

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

sF 600.0000031 MHz
WDwW EM
5SB 0

1B 0.30 Hz
GB 0

PC 1.00
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3C NMR spectrum of 5a
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Standard 13C
142437

PGY06638 1

Pusztal Gyongyver
2024.04.11. (KF)

Current Data Parameters

NAME 142437
EXPNO 22
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240411
Time 19.16 h
INSTRUM spect
PROBHD 2145856_0002 |
PULPROG zgpg30

TD 65536
SOLVENT DMSQO

NS 2048

DS 4

SWH 36231.883 Hz
FIDRES 1.105709% Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFOl 150.8852070 MHz
NUC1 13C

Pl 9.90 usec
PLW1l 71.00000000 W
SFO2 600.0024000 MHz
NUC2 1H
CEDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 32.90000153 W
PIW1Z2 0.70370001 w
PIWL3 0.35339001 W
F2 - Processing parameters
ST 32768

SF 150.8701591 MHz
WDW EM

S55B 0

LB 1.00 Hz
GB 0

pC 1.40

<)
BRUKER
(>
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IR spectrum of 5a

142437 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 cm-1
PGY0668_1 KBr 4/11/2024 Number of Scans: 16
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HRMS spectrum of Sa

Spectrum Plot Report

3 Agilent

MName PGYDG58_1, Pusztai

Gyongywer
Inj. Vol. {ul) 0.5
Data File 142437.D

Rack Pos.

Plate Pos.
Method (Acg)

DIP_70eV.M

Instrument

IRM Status
Comment

72504 with DIP Operator MM
Success

Acg. Time (Local) 4/16/2024 2:29:07 PM
(UTC+02:00)

«102 JC9 H12 N4 02 5: +EI Scan (rt: 1.932-2.399 min, 29 scans) Frag=70.0V 142673.0 Subtract

1.47
1.357
1.37
1.257
1.21
s G
114 Formula: C9HI2 N4 02 S

Diff (ppm): 0.78
1.051

17
0.95
0.9
0.85+
0.8
0.754
0.7
0.657
0.6
0.55
0.57
0.45
0.4
0.354
0.37
0.254
0.29
0.157 51.0229 £5.0385
0.19

il |I.. I||l

77.0385

145,

1310603
91.0541 117.0570

760

167

160.0868

240.0677

179.0275

D161

210.0457 995 0566

40 S0 &0 70

1 |I:

104.04%4
! I.| |||| |J.II| |I

‘, " .'|||J"I. |H

T L
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T T
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Counts (%) vs. Mass-to-Charge (myz)

T T T T T T T T
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"H NMR spectrum of 5b

Standard 1H

22T9538  INLT o 528 3 g 143047
- © MmN n 5 MM 0 ™ =0 o < PGYO747_1
20NN @ 000N 0 0 o n - T
SRR E sewd - oo N 7 Pusztal Gyongyver
\§§q/b) \\L/ \|/ ‘ 2024.09.13. (KP)
Current Data Parameters
NAME 143047
EXPNO 21
PROCNO 1
F2 - Acqguisitien Parameters
Date_ 20240913
Time 22.52 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 133.88
DW 41.600 usec
DE 25.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
SFOL 600.0037050 MHz
NUCL1 1H
P1 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
51 65536
SE 600.0000016 MHz
WDwW EM
SSB 0
LB 0.30 Hz
GB 0
¥ PC 1.00
L JL
T T T T T T T T T T T T T T T T T T 1 (—.>()
80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 ppm BRUKER
& 4 o e
S| (< < < @
—lelsl+= - o o
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3C NMR spectrum of 5b
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Standard 13C
143047

PGY0747 1

Pusztal Gyongyver
2024.09.13. (KP)

Current Data Parameters

NAME 143047
EXPNO 22
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240914
Time 0.01 h
INSTRUM spect
PROBHD 2145856_0002 |
PULPROG zgpg30

TD 65536
SOLVENT DMSQO

NS 2048

DS 4

SWH 36231.883 Hz
FIDRES 1.105709% Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFOl 150.8852070 MHz
NUC1 13C

Pl 9.90 usec
PLW1l 71.00000000 W
SFO2 600.0024000 MHz
NUC2 1H
CEDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 32.90000153 W
PIW1Z2 0.70370001 w
PIWL3 0.35339001 W
F2 - Processing parameters
ST 131072

SF 150.8701603 MHz
WDW EM

S55B 0

LB 1.00 Hz
GB 0

pC 1.40

<)
BRUKER
(>
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IR spectrum of 5b

143047 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 cm-1
PGY0747 1 KBr 9/13/2024 Number of Scans: 16
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HRMS spectrum of Sb

: Agilent

Spectrum Plot Report

Name

Inj. Vol

Data File 143047msqtof_dip.D  Method (Acg) DIP_70eV.M Comment Acq. Time (Local) ?ﬂ%zuy 1:08:58 PM

x102

1
0.957
0.5
0.857
0.8
0.757
0.7
0.657
0.6
0.557
0.57
0.457
0.4
0.357
0.3
0.251
0.2
0.157
0.1
0.057

PGYO747_1, Pusztai  Rack Pos. Instrument 72504 with DIP Operator MM
Gyongyver
{ul) 0.5 Plate Pos. IRM Status Success

+02:00)

C14 H14 N4 02 St +EI Scan (rt: 0.40-0.45 min, 4 scans) Frag=70.0V 143047msqtof_dip.D

* 241 0428
mfz gcm%ﬁz.m?
myz:302.0827
Formula:C14 H14 N4 02 5§
Diff (ppon):1.73 * 3020827

152.0613 * 184.0335

207.0908

165.0691

2221018

139.0536 272.0605
119,058 ‘ ‘ 195 0907 ‘ ‘ ‘ r 23?-[1"‘3
|||.|| |. allll | I l ||| A LJ] || Lol L || L ] L

W 1 L] L] T L *T I 1 L] T T L) 1 T L] T
50 &0 70 80 S0 100 110 120 130 140 150 180 170 1BO 190 200 210 220 230 240 250 260 270 280 290 300 310
Counts (%) vs. Mass-to-Charge (myz)
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"H NMR spectrum of 7e
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W

O IO O 2 Standard 1H
gebreddeg S 142693

T MmN HOWIN OO S

MEmn Mmoo oo . PGY0537_1A
N e R <

Pusztal Gyongyver
2024.04.19. (KP)

X

Current Data Parameters

NAME 142695
EXFNC 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240419
Time 12.55 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000026 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00

JU A i,

! 1 r C><)
PP BROKER
(>
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3C NMR spectrum of 7e
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Standard 13C
142695

PGYO537_1A
Pusztal Gyongyver
2024.04.22. (KP)

Current Data Paramsters

NAME 142695
EXPNO 22
PROCNO 1

F2 - Acquizition Parameters
Date_ 20240422
Time 21.44 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 32768

SF 150.8701601 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 7e

142695 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0537_1A KBr 4/23/2024 Number of Scans: 16
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HRMS spectrum of 7e

Sample: PGY0537 1A Lab code: Nsz - 28997
Submitter: Pusztai Gyongyve Project:  Other
N W L.I2-1_2Nmin i T5-2 TH
.1%5_ I:rl;rn -
LT
20 -
124
104
L5
»E I!ﬁl! ) |
o B 310 313 7 325 330 3EE ez
Meas. m/z lonFormula m/z |err| [ppm]
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"H NMR spectrum of (E)-7h
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Standard 1H
144031

PGY0841_1A
Pusztal Gyongyver

-0.0001

\V 2024.12.13. (KP)

Current Data Parameters

NAME 144031

EXFNC 11

PROCNO 1

F2 - Acquisition Parameters

Date_ 20241213

Time 20.15 h

INSTROM spect

PROBHD 7145856_0002 (

PULPROG zg30

TD 65536

SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz

FIDRES 0.366798 Hz

20 2.72629786 sec

RG 196.07

DW 41.600 u=ec

DE 25.00 usec

TE 2%5.0 K

Dl 1.00000000 sec

TDO 1

SFO1 600.0037050 MHz

NUC1 18

Pl 11.50 usec

PLW1 28.00000000 W

F2 - Processing parameters

ST 65536

SE 600.0000015 MHz

WDW EM

55B 0

LB 0.30 Hz

GB 0

PC 1.00
Y|
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3C NMR spectrum of (E)-7h
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Standard 13C
144031

PGY0841 1A
Pusztal Gyongyver
2024.12.13. (KP)

Current Data Paramsters

NAME 144031
EXPNO 12
PROCNO 1

F2 - Acquizition Parameters
Date_ 20241213
Time 21.24 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701603 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of (£)-7h

144031 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 cm-1
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3Z00 3600 3400 3200 3 2R00 2600 400 2200 2000 1900 1800 1700 1600 1500 1400 1300 1200 1i0d 1000 900 00 Tield 2111 500
g | 1 1 1 1 | 1 1 1 1 1 L 1 1 1 ] . 1 1 | L 1 1 1 1 | 1 | 1 1 1 1 1 |
g -
a" .
£
3
ES
E
:
[
; -
a -
- = W e = e = = -
% 3z 3iE ZEEESEBE 0 EE OB :  sEmmy guis
I 1 L] L] 1 I 1 L L I 1 1 Ll L L] 1 1 I L L] I T L 1 L 1 I L] I T L 1 Ll 1 I
3Z00 3600 3400 3200 3 2R00 0 2600 400 2200 2000 1900 1800 1700 1600 1500 1400 13000 1200 1i0d 1000 Q00 00 Tileld G 500

Wavenumber cm-

104}

GH

S25



HRMS spectrum of (£)-7h

Spectrum Plot Report

-5 Agilent

Name

Inj. Vol.

Data File

xlll}z_

1.1+
1.057
14
0.957
0.9
0.857
0.8
0.757
0.7
0.654
0.6
0.557
0.5
0.457
0.4
0.357
0.3
0.254
0.249
0.154
0.1
0.057

PGYOB41_1A4, Pusztai Rack Pos. Instrument
Gyongywer
(ul) 0.5

144031_gtof_dip.D

Plate Pos.
Method (Acq)

IRM Status

DIP_70eV.M Comment

72504 with DIP

Success
Acq. Time (Local)

Operator MM

2025 11:33:10 AM
(UTC+01:00)

C17 H1B Né 02 S: +EI Scan (rt: 0.69-0.76 min, 5 scans) Frag=70.0V 144031_gtof_dip.D Subtract

myz (Calc):342.1156
m/z:342.1152

Diff (ppm):2.1

152.0620 184.0344

77.0386

Formula:C1 7H1BN402S * 41

0436

281.
267.p591

* 3421152

r}'q.;rzga.r??ét

0 [ R—

T T T T T T T T T
50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350

Counts (%) vs. Mass-to-Charge (m/z)
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"H NMR spectrum of (Z)-7h

5
w© WMo HEOwN®m o 0Oo — <o r~ o™ o oo oy O [=]
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™ [eeRecTne SRR RN ToINTo NTo BNTo o B CR= N ol n ™ [Te B\ RaVEN ol BaN| — .
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T T T T
8 7 2 1 ppm
(=] N[O [ w0 [{s] (=] [{s]
< <=2 < < o <
— —|—|wn o (] o [w]

Standard 1H
144038
PGY0792_1A
Pusztal Gyongyver
2024.12.17. (KP)

Current Data Parameters

NAME 144038
EXFNC 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20241217
Time 13.20 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000028 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00

Co<)
BRUKER
(>
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3C NMR spectrum of (Z)-7h

— 152.719
—— 147.863

oo Wy O oW ™
M O W= oo o
oW W OO0 m
S T T OM@®eo O
b M o B sa Yo B o\ B o B o —
— o HAAAAAAA A

— 117.031
—— 114.468¢

<

T

— 39.699

—— 35.292
— 19.985

— 10.297

nlydndniniy

T T T T
150 140 130 120

T
100

Standard 13C
144038

PGY0D792_1A
Pusztal Gyongyver
2024.12.18. (KP)

Current Data Paramsters

NAME 144038
EXPNO 12
PROCNO 1
F2 - Acquizition Parameters
Date_ 20241218
Time 18.21 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 2048
D3 4
SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07
DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c
Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072
SF 150.8701601 MHZ
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40
BRUKER
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IR spectrum of (£)-7h

144039 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0792_1B KBr 12/17/2024 Number of Scans: 16
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HRMS spectrum of (Z)-7h

Spectrum Plot Report

Agilent

Name

Inj. Wol.

Data File

x10?

1.1
1.054
1
0.957
0.9
0.B57
0.8
0.757
0.7
0.65
0.6
0.557
0.57
0.457
0.4
0.357
0.34
0.25
0.2
0.157
0.17
0.057

PGYD792_1B, Pusztai Rack Pos.
Gyongyver

{ul) 0.5

Plate Pos.

144039_gtof dip.D  Method (Aog) DIP_70eV.M

72504 with DIP

Success

Operator MM

Acq. Time (Local)

2025 11:12:37 AM

(UTC+01:007)

C17 H1B N4 02 S: +EI Scan (rt: 7.31-7.44 min, 9 scans) Frag=70.0V 144039 _gtof dip.D Subtract

S

Formula:C17H18N4025

Diff (ppm):1.74

77.0386

50 60 70 80

a0

184,

D344

241.0434

342,

325,
287.0726

P_QB_r??’B
|l

1151

. L will.

T T T T T L
100 110 120 130 140 150 180 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350
Counts (%) vs. Mass-to-Charge (myz)
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"H NMR spectrum of 3e

Standard 1H

-
[=] N W T T OO NN T 0 O Q

© [SRCE] ToHTOAmO AT A o0 =] 142501

o O o M AT O NN 0T T o005 (=]

> - o 0~ GOV O GO OO LN . PGYO676_1A

. . oL T =) —

© ~ - e R R Rl s i M e ! Pusztal Gyongyver

2024.03.01. (KP)

——3.5398

4
X
ya
\

Current Data Parameters
NAME 142501
EXFNC 21
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240302
Time 2.36 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000142 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00

L LLAE_____L




3C NMR spectrum of 3e

@ 3 o 98 am 3 oo ~ Do o o
E g £ 5 B3 3dz: SEY: 2 25goc
3 28 5 a3 554 Kt G dhdds
5 0" 8 83 437 cr £ dddgs
VLT \V N

) . — l
{50 140 130 120 110 100 e 8 70 80 50 40 30 20 ppm

Standard 13C
142501

PGYO676_1A
Pusztal Gyongyver
2024.03.01. (KP)

Current Data Paramsters

NAME 142501
EXPNO 22
PROCNO 1

F2 - Acquizition Parameters
Date_ 20240302
Time 3.45 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 32768

SF 150.8701265 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 3e

142501 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0676_1A KBr 3/1/2024 Number of Scans: 16
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HRMS spectrum of 3e

Spectrum Plot Report

Agilent

Name PGY0D676_1A, Pusztai

Gyongyver
Inj. Vol. (ul) 0.5
Data File 142501.D

Rack Pos.

Plate Pos.
Method (Acg)

Instrument

IRM Status

DIP_70eV.M Comment

72504 with DIP

Success

Operator MM

Acg. Time (Local) 3/5/2024 10:57:51 AM
{{I C+01:00)

x107 JC15 HI7 N3 02 5: +EI Scan (rt: L387-1.571 min, 12 scans) Frag=70.0V 142501.0 Subtract

1.9

1.8

1.7

1.6

1.54

1.47

1.39

1.2

0.99

0.8+

0.7

0.6

0.54

0.4

0.3

63.0028
T T

83.5362

105.5547

s

T

167.0726
oil l4|]lm1.95 ..II PTeTh aally

* 2111104

195.[113

gl

211.h|]23
NI

miz (Cale): 303.1036
8

Diff (ppm): 0.82
Formula: C15 HI7 N3 02 5

303.1038

238.1338

ZEIJ.’J?HB

0 50 &0 70

T
80

T
90

T
100

L)
110

T
120

T T T T L) T T T T
130 140 150 160 170 180 130 200 210
Counts ve, Mass-to-Charge (m/z)

T
220

1 T T T 1 T T T T
230 240 250 260 270 280 290 300 310
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"H NMR spectrum of 3h
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2.21(

Standard 1H
143660
PGY0O765_1A
Pusztal Gyongyver
2024.10.09. (KP)

Current Data Parameters

NAME 143660
EXFNC 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20241009
Time 13.11 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 599.999%985 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00

Co<)
BRUKER
(>
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13C NMR spectrum of 3h

129.278

129.233
123.590

152.883
135.573
132.514
129.847
128.833
126.347
121.192

T——118.139

NN\

/

116.400
— 111.752

— 3%.700

—— 34.992

9.266
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T
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T
40

T
30

T
20

10

ppm

Standard 13C
143660

PGYOT765_1A
Pusztal Gyongyver
2024.10.09. (KP)

Current Data Paramsters

NAME 143660
EXPNO 13
PROCNO 1

F2 - Acquizition Parameters
Date_ 20241009
Time 20.21 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701601 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 3h

143660 Pusztai Gyongyver Kp BRUKER Alpha
Resolution: 2 cm-1
PGY"?GS_IA Kb 10/5/2024 MNumber of Scans: 16
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HRMS spectrum of 3h

Spectrum Plot Report

S Agilent

Name

Inj. Vol

PGY0765_1A, Pusztai Rack Pos. Instrument 72504 with DIP
Gyongyver
{ul) 0.5 Plate Pos. IRM Status Success

Data File 143660msaqtof_dip.D Method (Acg) DIP_70eV.M Comment

x10%

1.14
1.05
11
0.957
0.9
0.857
0.8
0.757
0.7
0.65
0.6
0.557
0.5
0.457
0.4
0.357
0.3
0.25
0.2
0.157
0.1
0.057

Operator

Acg. Time {Local)

MM

Kt

024 8:35:54
+02:00)

C17 H15 N3 02 5: +EI Scan (rt: 0.74-0.79 min, 4 scans) Frag=70.0V 143660msagtof_dip.D Subtract

A

Formula:C17 H15 N3 02 S
Diff {(ppm):1.82

54.0339 218.0965

B4.0512

[73.0470

108.5442

1300640 147 0660

207.0918
165.0608  189.0698

176.0620 231'13

55.5366

139.054

260.1186

272,

282.0580

16

325.0886

- T T rr QT 07T T T T T T T r T T T T r T T T T T T T ~—~°® T 7T
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 150 200 210 220 230 240 250 260 270 280 290 300 310 320 330

Counts (%) vs. Mass-to-Charge (m/z)
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"H NMR spectrum of (E)-7a

Standard 1H

o1
: %g‘ogg ga gmgagm ngo g 142698
~ o el @ e
-~ 4o mAO Ow o w0 m o —~ o @ o PGY0530_1C
S R e e R S N e o e R=R=] - b + ‘_G
. . . . o
=) [ S S S N — T usztal GLyongyver

_—3.3790
TT—3.3490

W 2024.04.23. (KP)

Current Data Parameters

v
AS
~

NAME 142698
EXPNO 11
PROCNO 1

F2 - Acqguisitien Parameters
Date_ 20240423
Time 16.28 h
INSTRUM spect
PROBHD 2145856_0002 ¢
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
Jite} 2.7262976 sec
RG 111.4

DW 41.600 usec
DE 25.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUCL 1H

P1 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
5T 65536

sE 600.0000005 MHz
WDwW EM
55B 0

LB 0.30 Hz
GB 0

BC 1.00

" JL — JAJL L

9 8 7 6 5 4 3 2 1 ppm BCRSZE_)R

3.05
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3C NMR spectrum of (E)-7a

——149.861
——141.228
——134.629
—128.210
—116.707

_——153.754
TT—153.013

——113.287

—39.700

——34.769

——31.463

——20.365

—15.063

—10.788

T T T T T
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T
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T
100

T
90

T
80

T
70

T
60

T
50

T
40

Standard 13C
142698

PGY0O530_1C
Pusztal Gyongyver
2024.04.23. (KP)

Current Data Parameters

NAME 142698
EXPNO 1z
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240423
Time 17.36 h
INSTRUM spect
PROBHD 2145856_0002 (
PULPROG zgpg30

D 65536
SOLVENT DMSO

NS 2048

DS 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13¢C

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
NUcCz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 32.90000153 W
PLW12 0.70370001 W
PLW13 0.35339001 W
F2 - Processing parameters
ST 32768

SF 150.8701599 MHzZ
WDW EM

S55B o]

LB 1.00 Hz
GB 4]

PC 1.40
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IR spectrum of (E)-7a

142698 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0530_1C KBr 4/23/2024 Number of Scans: 16
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HRMS spectrum of (£)-7a

Sample: PGY0530 1C Lab code: Nsz - 28996
Submitter: Pusztai Gyongyve Project:  Other
renz oflf, 1 1T™in &L
¥ 'BE-: 3?;;:311
e
2
2
14
: = = —= = = % % & -
Meas. m/z lon Formula  m/z |err| [ppm]
295.1228 C13H19N4025 295.1229 15
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"H NMR spectrum of 7b

Standard 1H

5 2223t os 2p £aIgndssns gIgy g lazssT

N NO MmN O O QWIS MO G N OO @ o PGYO538_1A

— L= ol e e | [seliie] [Tolb- o Bl 1o I so B 4o o Mot B o R | O - L

o PR R B B S D ¢  Pusztai Gyongyver

NV VSN ] e
Current Data Parameters
NAME 142657
EXPNO 11
PROCNO 1
F2 - Acqguisitien Parameters
Date_ 20240411
Time 21.02 h
INSTRUM spect
PROBHD 2145856_0002 ¢
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
Jite} 2.7262976 sec
RG 11%.07
DW 41.600 usec
DE 25.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUCL 1H
P1 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
5T 65536
sE 600.0000004 MHz
WDwW EM
55B 0
LB 0.30 Hz
GB 0
BC 1.00
L i aat L
9 8 3 2 1 ppm BCRSZE_)R

B
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3C NMR spectrum of 7b

= - ™ o @ — o
ey o~ w0 N ] g =N (=S =} o o o —
<] @ o 0 — [CRGIN S » — ™ O o]
. N . . . -~ o~ o @ m 0N
r~ o — el o W00 m . . N [ .o
e} Y R ™ IS — o o o O o
—~ — — — — — @ ™ o SN — &

T T T T T T T T T T T T T T T T

180 150 140 130 120 110 100 90 80 70 80 50 40 30 20 10 ppm

Standard 13C

142657

PGY0538_1A
Pusztal Gyongyver
2024.04.11. (EP)

Current Data Parameters

NAME 142857
EXPNO 12
PROCNOC 1

F2 - Acquisition Parameters
Date 20240411
Time 22.12 h
INSTRUM spect
PROBHD 2145856_0002 |
PULBROG zgpg30

TD 65536
SOLVENT DM3O

NS 2048

DS 4

SWH 36231.883 Hz
FIDRES 1.105709 Hez
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 2%5.0 K
D1 1.00000000 sec
D11 0.03000000 sec
DO 1
SFO1 150.8852070 MHz
NUCl 13cC

Pl 9.90 usec
PLW1 71.00000000 W
SFO2 600.0024000 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 32.%0000153 W
PLWl2 0.70370001 w
PLW13 0.35339001 W
F2 - Processing parameters
b 32768

SF 150.8701601 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

<)
BRUKER
(<D
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IR spectrum of 7b

142657 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 cm-1
PGY0538_1A KBr 4/11/2024 Number of Scans: 16
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HRMS spectrum of 7b

Spectrum Plot Report

T Agilent

Name

Inj. Viol. {ul) 0.5
Data File

k102

1.457
1.4
1.354
1.3+
1.25
1.2
1.159
1.11
1.05
1
0.957
0.5
0.85+
0.8
0.757
0.7
0.65
0.67
0.554
0.5
0.45
0.4
0.357
0.3
0.257
0.2
0.157
0.1
0.05

PGYD538_1A, Pusztai
Gyongywer

142657.D

Rack Pos.

Plate Pos.
Methad (Acq)

DIP_70eV.M

Instrument

IRM Status
Comment

72504 with DIP

Success

Operator

Acq. Time (Local)

MM

4/16/2024 2:01:53 PM
(UTC+02:00)

IC14 H20 N4 02 5: +EI Scan (rt: 1.455-1.922 min, 29 scans) Frag=70.0V 142680.0 Subtract

myz (Calc): 308.1301
myz: 308.1306

Formula: C14 H20 N4 02 5
Diff (ppm): 1.61

104.0493

119.0602

Il

135.9975

150.0133

179.0274

160.0868

192.0472
11— lll Ll ul

ol

225.0565

2121177

247.0854

Z?E.I]‘IIS

308.1306

T T
00 110

T
120

T
130

T
140

T
150

T T T T T T
160 170 180 190 200 210
Courts (35) ve. Mass-te-Charge (m/z)

T T T
220 230 240

T T
250 260

T
270

T
280

T T T
290 300 310
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"H NMR spectrum of (E)-7¢

Standard 1H

_

g TE8N3AnNRE =g 3958 483 g 143707

o ® 0O O - O o n o m oo o © 0 o PGYO790_1A

™ [l e o T T I s | [aelse] [Tolis Ji e\ la\) [=R o) - L

& S - o e A4 7 Pusztal Gyongyver

\N% v \\ V W 2024.10.24. (KP)

Current Data Parameters
NAME 143707
EXPNO 21
PROCNO 1
F2 - Acqguisitien Parameters
Date_ 20241024
Time 15.44 h
INSTRUM spect
PROBHD 2145856_0002 ¢
PULPROG zg30
TD 65536
SOLVENT DM3O
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 196.07
DW 41.600 usec
DE 25.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUCL 1H
P1 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
51 65536
SF 600.0000018 MHz
WDwW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00

.0 _JN.JL._JJ A L L JLL |

T T T T T T T T T T (—.>()
9 8 7 6 5 4 3 2 1 ppm BCRSZE_)R

_\_
2.98 ~
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3C NMR spectrum of (E)-T¢

_———149.879
T—148.822
——141.007
——134.415
—129.248

TT~—116.634

_—117.044

—113.226
——39.700
——34.766
——25.455
—20.427

——10.880

T T T T
150 140 130 120

Standard 13C
143707

PGYO790_1A
Pusztal Gyongyver
2024.10.24. (KP)

Current Data Parameters

NAME 143707
EXPNO 22
PROCNO 1

F2 - Acquisition Parameters
Date_ 20241024
Time 16.53 h
INSTRUM spect
PROBHD 2145856_0002 |
PULPROG zgpg30

TD 65536
SOLVENT DMSQO

NS 2048

DS 4

SWH 36231.883 Hz
FIDRES 1.105709% Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFOl 150.8852070 MHz
NUC1 13C

Pl 9.90 usec
PLW1l 71.00000000 W
SFO2 600.0024000 MHz
NUC2 1H
CEDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 32.90000153 W
PIW1Z2 0.70370001 w
PIWL3 0.35339001 W
F2 - Processing parameters
ST 131072

SF 150.8701603 MHz
WDW EM

S55B 0

LB 1.00 Hz
GB 0

pC 1.40

<)
BRUKER
(>
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IR spectrum of (E)-7¢

143707 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY"TQB_IA KBr 10/24/2024 Mumber of Scans: 16
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HRMS spectrum of (E)-7¢

Spectrum Plot Report

“o- Agilent

MName

Inj. Vol.

w102

1.14
1.054
1-
0.957
0.9
0.857
0.8
0.757
0.7
0.65
0.6
0.557
0.57
0.457
0.4
0.357
0.3
0.25
0.2
0.157
0.1
0.057
0

PGZ0790_1A, Pusztai  Rack Pos. Instrument

Gyongyver

{ul) 1 Plate Pos. IRM Status
Data File 143707qtof dip.s  Method (Acg) DIP_70eV_4min.M  Comment

72504 with DIP Operator MM

Success

Acq. Time {Local) Il}%ﬁl 25315%:16

C12 H16 N4 02 S: +EI Scan (rt: 0.25-0.30 min, 4 scans) Frag=70.0Vv 143707gtof_dip.D Subtract

myfz (Calc):280.0998
m,l'z:ESD.f}QQS
Formula:C12 H16 N4 02 S
Diff (ppm):1.36

179,

92.04%4

N275

219.r
236.0612
L 2o5pr || TR |

280.0993

584

T T T T T T L T T T T
50 60 70 80 90 100 1100 120 130 140 150 160 1¥0 18O
Counts (%) vs. Mass-to-Charge (m/z)

19 200

210 220 230 240 250 260 270 280 290 300
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"H NMR spectrum of (Z)-7¢

Standard 1H

0 SO oW [ ] [ lTe] — SO oS — 0 S g

o [leie i S ) — oy = m TN o o W0 (=] 143697

9 soeIfag RER ) R a3 I PGY0790_1B

o . Jrgrees - o IS NN g ? Pusztal Gyongyver

WV VN

Current Data Parameters
NAME 143697
EXPNO 11
PROCNO 1
F2 - Acqguisitien Parameters
Date_ 20241024
Time 19.40 h
INSTRUM spect
PROBHD 2145856_0002 ¢
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
Jite} 2.7262976 sec
RG 196.07
DW 41.600 usec
DE 25.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUCL 1H
P1 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
5T 65536
sE 600.000001% MHz
WDwW EM
55B 0
LB 0.30 Hz
GB 0
BC 1.00

JL 1 " Jl J Ljh JU JJLL

T T T T T T
9 8 7 2 1 ppm

£ E

<)
BRUKER
(>
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3C NMR spectrum of (£)-7¢

=) =] o @ ™o o
— w0 = — RN = o [ =
o [ [ [ [l o < o "o
H . . . F -~ =1 ™ o ™
& - o < > ~©m . . .. N
S < ™ o — o - o o o
— — — — — el ™ o —
. \ | L |
T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Standard 13C
143637

EGY0O790_1B
Pusztal Gyongyver
2024.10.24. (KP)

Current Data Parameters

NAME 143697
EXPNO 12
PROCNO 1

F2 - Acquisition Parameters
Date 20241024
Time 20.48 h
INSTRUM spect
PROBHD 2145856_0002 |
PULPROG zgpg30

D 65536
SOLVENT DMSO

NS 2048

DS 4

SWH 36231.8683 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MH=z
NUCl 13C

Pl 9.90 usec
PLW1 71.00000000 W
SFO2 600.0024000 MHz
NUC2 11
CPDPRG[2 waltzle
PCPD2 80.00 usec
PLW2 32.50000153 W
PLWlz 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701603 MHz
WDW EM

S35B 0

LB 1.00 Hz
GB 0

PC 1.40
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IR spectrum of (£)-7¢

143697 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0790 1B KBr 10/24/2024 Number of Scans: 16
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iz 555 $C ZE¥SE3 8 SEZoZ ZZ =3 FEFRESSETASES
1 L] ] 1 T L I 1 T L ] 1 1 L ] 1 T L] 1 1 L] 1 L] 1 L] 1 L 1 1] 1 ] 1 1 1 1
300 3IA00 3400 3200 30d0d 2800 2600 2400 2200 2000 1900 1800 1T 1600 150 1400 1300 1200 1100 1000 900 By 1] (511 A

Wavenumber cm-
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HRMS spectrum of (£)-7¢

Spectrum Plot Report

- Agilent

Name

Inj. Wol.

®10?

1.14
1.054
14
0.957
0.9
0.857
0.8
0.757
0.7
0.654
0.6
0.557
0.57
0.457
0.4
0.357
0.3
0.254
0.2
0.157
0.1
0.057

PGZ0790_1B, Pusztai Rack Pos. Instrument 72504 with DIP Operator MM

Gyongywer

{ul) 1 Plate Pos. IRM Status Success
Data File 143697gtof_dip.D Method (Acg) DIP_70eV_4min.M Comment

Acq. Time {Local) |]SH2{1 2‘:@33151%1"':1?

C12 H16 N4 02 5 +EI Scan (rt: 1.18-1.25 min, 5 scans) Frag=70.0V 143657qtof_dip.D Subtract

myz (Calc):280.0098
m,.'z:EBﬂ-.&Qﬂ

Formula:C12 H16 N4 02 S 179.0277
Diff (ppm):2.11

54.0338

L D

280.0995

219.rsa?
236.0612
. | Eﬁl _w3p0 )

-t T T T T T T 1 1T 1
50 &0 0 B8O S0 100 110 120 130 140 150 160 li:'ﬂ 11'10 1'|3[l ZEIH]
Counts (%) vs. Mass-to-Charge (m/z)

T 1 I L] I T 1 T 1
210 2200 230 240 250 260 270 280 290 300
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"H NMR spectrum of 7d

o ~H O ©w Sy [ A T R e R S
@ N DO~ O~ o o 0w YwD®mNO A ® S
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oo r~ e e el R N R e R 1
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s f_tﬁ rﬂ H r®o1 rmm
< e o < 2= 2=
- A=} S o) w3l ed [aN1aY]

Standard 1H
143739

PGY0808_1

Pusztal Gyongyver
2024.10.21. (DA)

Current Data Parameters

NAME 143739
EXFNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20241021
Time 17.52 h
INSTRUM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 18

DS 2

SWH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.7262976 sec
RG 111.4

DW 41.600 u=ec
DE 25.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 1H

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000012 MHz
WDW no

S5B 0

LB 0 Hz
GB 0

PC 1.00
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3C NMR spectrum of 7d

a = S8 q Sow o N oA o
i & 3 §a  sss EE S
VI AV
" . J
1(I30 1%0 1‘&0 1CI%0 12IO 11|0 1CI)0 9|0 8|0 7|0 SIO 5|0 4|0 3|0 2|0 ppm

Standard 13C

143739

PGY0808_1

Pusztal Gyongyver
2024.10.21. (DA)

Current Data Paramsters

NAME 143739
EXPNO 12
PROCNO 1

F2 - Acquizition Parameters
Date_ 20241021
Time 19.01 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701608 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 7d

143739

Pusziai Gybngyver

DA

BRUKER Alpha

PGY0808_1

EBr

10/24/2024

Resolution: 2 cm-1
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HRMS spectrum of 7d

Spectrum Plot Report

Bt

- Agilent

Name

Inj. Vol

{uf)

Data File

xlﬂz_

1.14
1.054
1-
0.957
0.5
0.857
0.8
0.757
0.7
0.65]
0.6
0.557
0.57
0.457
0.4
0.357
0.3
0.25
0.2
0.157
0.1
0.057

PGYDDB08_1, Pusztai Rack Pos. Instrument 72504 with DIP Operator
Gyongyver

0.5 Plate Pos. IRM Status Success

143739msaqtof_dip2.D Method (Acg) DIP_70eV_4min.M Comment Acq. Time (Local)

MM

})&OA 2024 1:41:44
(UTC+02:00)

C14 H18 N4 02 S: +EI Scan (rt: 0.43-0.46 min, 3 scans) Frag=70.0V 143739msagtof_dip2.D Subtract

my/z (Calc):306.115
m/z:306.1145

Formula:C14 H18 N4 02 5§ 179.0272
Diff (ppm):0.02

2450741

211}.}1453 225-]355" 263.0843
Ll ||. " 1 1 |F

.

306.

1145

70 80 90 100 110 120 130 140 150 160 170 180 190 200 2i0 220 230 240 250 260 270 280 290 300 310

Counts (%) vs. Mass-to-Charge (myz)
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"H NMR spectrum of (E£)-9a

—9.4577

8.1292
8.1192

NV

2.7704
2.7609
2.7515
2.6375
2.6270
2.6164
2.5040
2.4684
1.9270

1.9074

-0.0002

e

__“_
1.93 —

Standard 1H
143519

PGY0782_1

Pusztal Gyongyver
2024.09.17. (DA)

Current Data Parameters

NAME 143519
EXFNC 21
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240918
Time 10.56 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000025 MHz
WDW EM

55B 0

LB 0.30 Hz
GB 0

PC 1.00

Co<)
BRUKER
(>
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3C NMR spectrum of (E)-9a

o~ m [s)laTe} oW W W0 oo ™~ o
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Standard 13C

143519

PGY0782_1

Pusztal Gyongyver
2024.09.17. (DA)

Current Data Parameters

NAME 143519
EXPNO 22
PROCNQ 1

F2 - Acquisition Parameters
Date_ 20240918
Time 12.05 h
INSTRUM spect
PROBHD %2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

DS 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1
CPDPRG[2 waltzlég
PCPD2 80.00 usec
PLW2 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 W
F2 - Processing parameters
ST 131072

SE 150.8701594 MHz
WDW EM

S5B o]

LB 1.00 Hz
GB 0

PC 1.40
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IR spectrum of (£)-9a

143519 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0782 1 KBr 9/17/2024 Number of Scans: 16
AR00 3600 3400 3I00 3000 ZR00 2600 2400 2200 2000 1900 1500 1700 1600 1500 1400 1300 1200 1100 1000 900 LT 700 (711 00
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Wavenumber em-1
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HRMS spectrum of (£)-9a

Spectrum Plot Report

Agilent

Name

Inj. Vol.

Data File

¥10?

1.14
1.054
1-
0.957
0.9
0.857
0.8
0.757
0.7
0.65
0.6
0.557
0.57
0.457
0.4
0.357
0.3
0.254
0.2
0.157
0.1
0.057

PGYD782_1, Pusztai  Rack Pos.

Gyongyver

{ul) 0.5 Plate Pos.

143519msqgtof_dip.0  Method (Acg)

Instrument 72504 with DIP
IRM Status Success

DIP_70eV.M Comment

Operator

Arg. Time (Local)

MM

‘363[8'2024 1:27:33 PM
(UTC+02:00)

C19 H20 N4 02 5: +EI Scan (r: 7.33-7.41 min, & scans) Frag=70.0V 143519msqtof_dip.D Subtract

m/z (Calc):368.1307
m/z:368.1296
Formula:C19 H20 N4 02 5
Diff (ppm):1.91

54.0337

115.0539
63.9612

89.0383

105.0331

=T r Tr r Tr rTr T r r rr r*TrTr r rr T T°T T T T T T T T T T 7T T T T T T T T T
50 &0 70 80 S0 100 110 120 130 140 150 160 170 180 150 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380 390

143.0725
160.0864

175,

269

225.0558 279.0575

2551217

237.0469

Counts (%) vs. Mass-to-Charge (myz)

307.0890

368.1256

Jmuu-L_ML
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"H NMR spectrum of (E)-7f

—9.1071
7.8494
7.8353
7.6771
7.6636
7.6499
7.5868
7.5771
7.5737
7.5461
7.5338
6.7513
6.7385

/
3

—3.4929
—3.3423

<

2.5034
2.3723
2.3599
2.3476
2.3352
—1.9188

1.1225
1.1101
1.0978

Standard 1H
144013

PGY0O791_1A
Pusztal Gyongyver
2024.12.12. (KP)

-0.0001

8 7 6 5 4 3 2 1 ppm

Current Data Parameters

NAME 144013

EXFNC 11

PROCNO 1

F2 - Acquisition Parameters

Date_ 20241212

Time 18.06 h

INSTROM spect

PROBHD 7145856_0002 (

PULPROG zg30

TD 65536

SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz

FIDRES 0.366798 Hz

20 2.72629786 sec

RG 196.07

DW 41.600 u=ec

DE 25.00 usec

TE 2%5.0 K

Dl 1.00000000 sec

TDO 1

SFO1 600.0037050 MHz

NUC1 18

Pl 11.50 usec

PLW1 28.00000000 W

F2 - Processing parameters

ST 65536

SE 600.0000031 MHz

WDW EM

55B 0

LB 0.30 Hz

GB 0

PC 1.00
JU[ AJ o |

Co<)
BRUKER
(>
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3C NMR spectrum of (E)-7f

Ry D ZOfEEe pEa S 5 o8 = 0
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150 140 130 120 410 100 90 80 70 80 50 40 30 20 Ippm

Standard 13C
144013

PGY0DT791_1A
Pusztal Gyongyver
2024.12.12. (KP)

Current Data Paramsters

NAME 144013
EXPNO 12
PROCNO 1

F2 - Acquizition Parameters
Date_ 20241212
Time 19.14 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701604 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of (E)-7f

144013 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY"T?I_IA KBr 12/1672024 MNumber of Scans: 16

3800 360 3400 3200 3000 2300 2600 2400 2200 2000 1900 1800 1700 leDO 1500 1400 1300 1200 110D 1000 SO0 E00  TO0 600 500
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g - E
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=
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28 g8 g 3C8F 3 EZE SECC EET ¢ seppsg nes
1 1 L L] 1 1 T T L] ] 1 1 L] L L] 1 1 T T L] 1 L] L] 1 L ] 1 L 1 1 L] 1 L] I 1
3R00  3e0d 3400 3200 3WE)  2R00 2600 240400 2200 20460 1900 1800 1700 1600 1500 1400 1300 1200 LIOD 10000 00 200 Ty 600 500

Wavenumber em-1
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HRMS spectrum of (E)-7f

Spectrum Plot Report

Agilent

Name

Inj. Wol.

PGZ0791_1A, Pusztai  Rack Pos. Instrument
Gyongywver
{ul) 0.5 Plate Pos. IRM Status

Data File 144013_gtof_dip2.D  Method (Acg) DIP_70eV.M Comment

x107

2.5
2.44
2.3
2.7
2.14

2_
1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

n
0.9
0.8
0.7
0.6
0.57
0.4
0.3
0.2
0.1

-

72504 with DIP

Success

Operator MM

Acq. Time {Local) I%HP 23531;20611;35

C18 H20 N4 02 S: +EI Scan (rt: 0.61 min) Frag=70.0V 144013 _gtof_dip2.D

myz (Calc):356.1310

m/z:356.1304

Formula:C18 H20 N4 02 S

Diff {ppm):0.79 * 3241

184.0335

0426

263.1287

* 3561304

295.[)3‘96
313.p953
i L ‘IEJ .

I

R I e e L L L L L L L L L L L L L L D - —
S0 60 70 B0 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 200 300 310 320 330 340 350 360 370

Counts vs. Mass-to-Charge (m/z)
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"H NMR spectrum of 7g

Standard 1H

™ NHOOoOmMmOoOOoO 0 Wm0 o ™ L S B B B T To BN e )} — O m oo N O S

=} N A~ 0N W mms ~ = Pl B I S e Ry o) © 1N o oD S 143537

© D SP - O Sp O [~ O M o n © W0 O MmN H A O o

™ 0@ W WM NWIN W~ T ™ MM Mmoo A A A A - PGYOQOTT77_1A

e P e il S i Sy - o I P N R R 7 Pusztal Gyongyver

| W V ‘ ‘ '\N% W ‘ 2024.09.23. (KP)
Current Data Parameters
NAME 143537
EXFNC 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20240924
Time 3.00 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 11%.07
DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18
Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536
SE 600.0000000 MHz
WDW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00

L ad [ g_JLJL J e, |

T T T T T T
9 8 7 3 2 1 ppm

o

mﬁ
0
10
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3C NMR spectrum of 7g

LA 5 oosT8en 289 o = o = -
n o © o wneo® - T @ o S 0 m © o
: 8 < frssss asg b B
S8 S oo A FA a3 = =
L NN L Y
. L s 1 ld . N
1é0 1%0 1;0 1é0 150 1;0 160 Qb 85 7b Sb 55 4b 36 26 16 ppm

Standard 13C
143537

PGYOT777_1A
Pusztal Gyongyver
2024.09.23. (KP)

Current Data Paramsters

NAME 143537
EXPNO 12
PROCNO 1

F2 - Acquizition Parameters
Date_ 20240924
Time 4.09 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701604 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 7g

143537 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGYO0777 1A KBr 9/23/2024 Number of Scans: 16
JR00 3600 3400 3200 3000 2800 2600 2400 22040 2000 1y 1B00 170D 1600 15000 1400 13000 1200 110 1000 900 Bie) 700 (0] 00
g 1 1 1 1 1 1 1 L 1 1 1 ] 1 1 | 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1
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HRMS spectrum of 7g

Spectrum Plot Report

43 Agilent

Name

Inj. Vol.

PGYO777_1A, Pusztai Rack Pos. Instrument
Gyongywer
{ul) 0.5 Plate Pos. IRM Status

Data File 143537msqgtof_dip.D  Method (Acq) DIP_70eV.M Comment

x102

1.14
1.05
1
0.957
0.97
0.857
0.8
0.757
0.7
0.651
0.6
0.551
0.57
0.457
0.4
0.357
0.3
0.254
0.2
0.151
0.17
0.057

72504 with DIP Operator MM

Success

Acg. Time (Local) 9/30/2024 2:17:15 PM
(UTC+02:00)

C19 H22 M4 02 S: +EI Scan (rt: 6.92-6.57 min, 4 scans) Frag=70.0V 143537msqtof_dip.D Subtract

my/z (Calc):370.1463
m/z:370.1465

Formula:C19 H22 N4 02 5 * 2410433
Diff (ppm):

370.

287.0713 309.r05?
il Ll Lyllﬁs

1465

RiN—

- r T T T T T T T T T T T T T T T T T T T T T T 1 T T T 1
50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380

Counts (%) ws. Mass-to-Charge (my/z)
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"H NMR spectrum of 7i

o M~ W AW T O r—~ o uwy - [an T N R e R B aiis B el AN o] 8
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() [l (v IR v IR to I To MiTo MiTo MTo N Te ] - - ™M W) =r = < M M o 0 0> o [~ [~ [ .
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B NI I
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9.0 85 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 0.5 ppm

CI

=N

Standard 1H
143675
PGY0O789_1A
Pusztal Gyongyver
2024.10.09. (KP)

Current Data Parameters

NAME 143675
EXFNC 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20241009
Time 15.56 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000016 MHz
WDW EM

55B 0

LB 0.30 Hz
GB 0

PC 1.00
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3C NMR spectrum of 7i

7 g ¢ =HELLE 8L D 2 me 928
: . 8G585sk  TREER g 0B H%8
¢ 5 T 92398 4494 g 88 533
I NN Iy
JL ‘
1f|50 1éO 14!-0 1CIJ>0 1éO 1 ‘IIO 1CI)0 9|0 BIO 7|0 SIO 5IO 4I0 3|0 Ippm

Standard 13C
143675

PGY0D789_1A
Pusztal Gyongyver
2024.10.09. (KP)

Current Data Paramsters

NAME 143675
EXPNO 12
PROCNO 1

F2 - Acquizition Parameters
Date_ 20241009
Time 17.05 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701607 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 7i

143675 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0789_1A KBr 10/9/2024 Number of Scans: 16
3800 3600 3400 3200 3000 2800 2600 2400 2200 2000 1900 1800 1700 1600 1500 1400 1300 1200 1100 1000 900 RO 700 600 SO0
g_ 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1
z
g_ |
e L
F
]
i
E g
g
&
a_
#_
A TN CEITIVINEN TSN INTE TSNS VI
o oem e Tz FE2EFILZIFCY BII0E DEZg o EES o 5 &
% & ; EAE & 1% SEEIFEAEE HAZCS ZEZE 2 U BRERAE CEF f= m
3800 3600 3400 3200 3000 2800 2600 2400 2200 2000 1900 1500 1700 1600 1500 1400 1300 1200 1100 1000 900 R0 700 600 S00

Wavenumber em-

(LG1]

R

T

50

S73



HRMS spectrum of 7i

Sample: PGY0789 1A

Lab code: Nsz- 29676

Submitter; Pusziai Gyongyve

Project;  Other

=z, +AF5, 1 30.1 38mingE18-333]
A=l Ny
uq:.].:m
4 -
3
2 -
11 B
3701407
371 353
o | | | Ll
T T I T ) L " L Li L L L
2 %4 18 7o w2 . ] wE e W m
Minta: 29676_PGYO789_1A
Spektrum: MS_1.32-1.3Bmin
Measured Intens Formula Theorstical  [pom] [rmmul
3e9.1381 100 Cl19H21M40251 365.1380 0.3 0.1
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"H NMR spectrum of 7j

9.2593
7.8328
7.8186

6.7347
6.7219
——3.4878
—3.3483
—2.5051
—2.3523
1.6745
1.6678
1.6203
1.6134

= Standard 1H

=] 143440

S PGY0O778_1

! Pusztal Gyongyver
2024.09.19. (KP)
Current Data Parameters
NAME 143440
EXFNC 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20240919
Time 15.53 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07
DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18
Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536
SE 600.0000018 MHz
WDW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00

1

T

ppm
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3C NMR spectrum of 7j

=3 5osrnesc g 6 da moro
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{60 150 140 130 120 110 100 9 8 70 60 50 40 30 pm

Standard 13C

143440

PGYOT778_1

Pusztal Gyongyver
2024.09.19. (KP)

Current Data Paramsters

NAME 143440
EXPNO 22
PROCNO 1

F2 - Acquizition Parameters
Date_ 20240919
Time 20.27 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701604 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 7j

143440 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0778_1 KBr 9/23/2024 Number of Scans: 16
JR00 3600 3400 3200 3000 2R00 2600 2400 2200 2000 1900 185000 1700 1600 1500 1400 1300 1200 1000 1000 900 Sy 700 6l 00
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HRMS spectrum of 7j

Spectrum Plot Report

-5 Agilent

Name PGYD778_1, Pusztai  Rack Pos. Instrument 72504 with DIP Operator
Gyongyver

Inj. Vol. {ul) 0.5 Plate Pos. IRM Status Success

D:ata File 143440msqtof_dip.D Method (Acg) DIP_70eV.M Comment Acq. Time (Local)

MM

s

2024 2:33:23 PM

+02:00)

x102 [C20 H22 N4 02 5: +EI Scan (rt: 2.71-2.85 min, 9 scans) Frag=70.0v 143440msgtof_dip.D' Subtract

- 241.0434

0.957
e 'z (Calc):382.1463

0.9 lw"llz: 82.1467

08541 Formula:C20 H22 N4 02 S
Diff (ppm):2.19

0.8
0.757
0.7
0.657
0.6
0.557
0.5
0.457
0.4
0.357
0.3
0.25 77.0387
0.2
0.157
0.1
0.057

&0 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Counts (%) vs. Mass-to-Charge (myz)

360

382.

1467

380
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"H NMR spectrum of (E£)-9b

Standard 1H

>
O AT AT ONAT N0 A MO ON TN N T O e M [=
A AN OWN®ND DMWY SN mO oA AD =] 144148
PO M NO©®OM 00N nonn Ao oNHOW T MmN o o
HHOOWHVWIN OB T T TN A A A ®© ® CE O 0000 - PGYOT788_ 1A
o —
@ @ 0 €0 [~ = P~ [~ [~ [~ [~ [~ [~ [~ [~ [~ [~ [~ [~ [~ 00 N N |

Pusztal Gyongyver
2025.01.21. (KP)

— 9.6302
8.1865
—— 3.6143
2.8185
2.8087

TESSwe==—

9 8 7 6 5 4 3 2 1 ppm

A e

Current Data Parameters
NAME 144148
EXFNC 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20250122
Time 4.10 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000134 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00

_*_jt L J | I L La JV ‘JL__,JkL,L___‘L*H,,“”JJh
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3C NMR spectrum of (E)-9b
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Standard 13C
144148

PGY0O788_1A
Pusztal Gyongyver
2025.01.21. (KP)

Current Data Paramsters

NAME 144148
EXPNO 12
PROCNO 1

F2 - Acquizition Parameters
Date_ 20250122
Time 5.19 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701254 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of (£)-9b

143667 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 cm-1
PGY0788 1A KBr 10/7/2024 Number of Scans: 16
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HRMS spectrum of (£)-9b

Spectrum Plot Report

-5.5- Agilent

MName PGYOT78E 1A, Pusztai  Rack Pos.
Gyongywer

Inj. Vol {ul) 0.5 Plate Pos.

Diata File 143667msagtof_dip2.0 Method (Acq)

DIP_70eV_4min.M

Instrument 72504 with DIP

IRM Status Success
Comment

Operator

Acg. Time (Local)

MM

a1

2024 1:24:33

C+02:00)

x10? [C24 H22 N4 02 5: +EI Scan (rt: 1.13-1.17 min, 3 scans) Frag=70.0V 143667msagof_dip2.D Subtract

L1 myz (Calc):430.1463
L1057 ggrzr:'lﬁan:'t]i‘;g?HZZ N4 02 §
17 Diff {ppm):1.9
0.957
0.9
0.851
0.6
0.751
0.7
0.65-
0.6
055

07 77.0384
0.457 ' 117.0571

54.0338

0.47
0.35- 1450883
0.31
0.251
0.21 89.0385
0157
0.1
0.05

1B4.0339

165.0695

60 B0 100 120 140 160 180

241.0431

2221024

287.0720
207.0913

272.0609 341.0740

200 220 240 260 280 300 320 340
Counts (%) vs. Mass-to-Charge (m/z)

365.1056

sl

430.

1467

360 380 400

420

440
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"H NMR spectrum of 3a

11.3549
7.8766
7.8626
7.4273
7.4133

~C
=~

T—3.3479

_——3.4039%

—2.2273

_——2.5082
TT—2.4378

-0.0001

Standard 1H
142718

PGY0685_1A
Pusztal Gyongyver
2024.04.29. (KP)

Current Data Parameters

NAME 142718
EXFNC 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240429
Time 20.46 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000021 MHz
WDW EM

55B 0

LB 0.30 Hz
GB 0

PC 1.00

Co<)
BRUKER
(>
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3C NMR spectrum of 3a
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Standard 13C
142718

PGY0685_1A
Pusztal Gyongyver
2024.04.29. (KP)

Current Data Parameters

NAME 142718
EXPNO 12
PROCHNO 1
F2 - Acquisition Parameters
Date_ 20240429
Time 21.54 h
INSTRUM spect
PROBHD 721458560002 |
PULPROG zgpg30
D 65536
SOLVENT DMSO
N3 2048
DS 4
SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07
DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFol 150.8852070 MHz
Nucl 13cC
Pl 9.90 usec
PLW1 71.00000000 W
SFO2 600.0024000 MHz
Nucz 11
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
SI 32768
SE 150.8701591 MH=z
WDW EM
55B 0
LB 1.00 Hz
GB 0
PC 1.40
BRUKER
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IR spectrum of 3a

142718

Pusztal Gyongyver

KP

BRUKER Alpha

PGY0685 1A

KBr

4/29/2024

Resolution: 2 em-1
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HRMS spectrum of 3a

Spectrum Plot Report

-5 Agilent

Name

Inj. Vol. (ul)
Data File

PGYDG85_1A, Pusztai Rack Pos. Instrument 72504 with DIP Operator
Gyongyver

0.5 Plate Pos. IRM Status Success

142718.D Method (Acog) DIP_70eV.M Comment Acq. Time (Local)

4/30/2024 11:53:20
AM +02:00)

x102 [C13 H15 N3 02 S: +EI Scan (ri: 0.88-1.04 min, 11 scans) Frag=70.0V 142718.0 Subtract

4 miz
L1

{Calc): 277.0879
: 277.0883

1.05] Formula: C13 H15 N3 02 5
“>7 iff (ppm): 1.27

1-
0.957
0.5
0.857
0.8
0.757
0.7
0.654
0.6
0.557
0.57
0.457
0.47
0.357
0.3
0.25
0.2
0.157
0.1
0.057

212.1183

198.1025

170.0958

154.0650

?34.’3582

g |

|I]

277.(883

|||| |
70 80 90 100 110 120 130 140 150 160 170 1BD 190 200 210 220 230 240 250 260 270 280 290 300

Counts (%) ws. Mass-to-Charge (m/z)
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"H NMR spectrum of 3b

11.3179

7.8922
7.8783
7.4333
7.4193
2.8683
2.8558
2.8432
2.8307
2.5114
2.5066

TS—2.2490
1.2160
1.2035
1.1910

—— -0.0001

=
=
/3.4080

Standard 1H
142611

PGY0686_1B
Pusztal Gyongyver
2024.04.08. (KP)

Current Data Parameters

NAME 142611
EXFNC 21
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240408
Time 16.49 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000012 MHz
WDW EM

55B 0

LB 0.30 Hz
GB 0

PC 1.00

Co<)
BRUKER
(>
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3C NMR spectrum of 3b

A Y 932 8% 2 o = -
58 5 985 8z 4 5 3 SR,
2 3 T oga8 8 5 5 O
5 3 2 98843 8 ER SR
I || T

- "
150 140 130 120 {10 100 e 8 70 60 50 40 30 20 10 ppm

Standard 13C
142611

PGY0D686_1B
Pusztal Gyongyver
2024.04.08. (KP)

Current Data Paramsters

NAME 142611
EXPNO 22
PROCNO 1

F2 - Acquizition Parameters
Date_ 20240408
Time 17.58 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 32768

SF 150.8701576 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 3b

142611 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0686 1B KBr 4/8/2024 Number of Scans: 16
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HRMS spectrum of 3b

Sample: PGY00686_1B Lab code: Nsz- 28962
Submitter: Pusztai Gyongyve Project:  Other
Intens. ] +MS, 1.1min #246
x105 7 1+
4] 29261110
3]
27
.I:
0: "l""l""l""i'll‘l""l""l""l"'!
275 280 285 290 295 300 305 310 mz
Meas. m/z m/z lon Formula err [ppm]
292.1110 292.1120 C14H18N302S 16
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"H NMR spectrum of 3¢

11.4221

__—3.4195

TT—3.3879

__—2.5327

T—2.3351

-0.0002

o -

—
1.09 —

Standard 1H
142823

PGY0719_3C
Pusztal Gyongyver
2024.05.30. (KP)

Current Data Parameters

NAME 142823
EXFNC 21
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240530
Time 16.05 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000027 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00
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13C NMR spectrum of 3¢

149.939
—— 132.430
——128.893
— 126.297
——121.962

_~—116.505
T——115.5186
——111.601
— 33.700
—— 34.555
—20.673
— 9.299

T T T T
150 140 130 120

Standard 13C
142823

PGY0O719_3C
Pusztal Gyongyver
2024.05.30. (KP)

Current Data Paramsters

NAME 142823
EXPNO 22
PROCNO 1
F2 - Acquizition Parameters
Date_ 20240530
Time 17.15 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 2048
D3 4
SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07
DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c
Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 32768
SF 150.8701592 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40
BRUKER
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IR spectrum of 3¢

143608 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 ¢m-1
PGY0786_1A KBr 9/30/2024 Number of Scans: 16
3200 3600 3400 3200 3D 2R00 2600 400 2200 2000 1900 1800 1700 1600 1500 1400 13000 1200 1106 10000 900 R00 Tol &0 500
g | 1 1 1 | | 1 1 1 1 1 1 L 1 1 ] L 1 1 1 1 L 1 | 1 1 1 1 1 1 1 1 1 1 1 g
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HRMS spectrum of 3¢

Spectrum Plot Report

-5 Agilent

Name PGYO719_3C
Inj. Vol. {ul) 0.5
Data File 142823.0

Rack Paos.
Plate Pos.
Method (Acg)

72504 with DIP
Success

Instrument
IRM Status

DIP_70eV.M Comment

Operator

Acg. Time (Local)

MM

5/22/2024 2:18:41 PM
(UTC+02:000%

w102 |C12 H13 N3 02 5: +ET Scan (rt: 1.23-1.51 min, 18 scans) Frag=70.0V 142823.D Subtract

m/z (Calc):263.0723
1.1 m/z283.0727

| Fomuiz:C12 H13 N3 02 5
1.05q Diff (ppm):1.39

. 198.1027
0.957
0.5
0.851
0.8
0.757
0.7
0.657
0.6
0.557
0.59
0.454
0.4
0.357
0.37
0.257
0.2
0.157 130.0651
0.1 77.0383

157.0760
184.0865

220.0426

2139265,

263.0727

98.5471
005 510229 63.9614 116.0494 141.0568 ‘ 1710913 ||‘
R R [ s Tl | PO L
D-_|—|—|—|_|—| T T T
180

T T T T T T
50 al 70 80 %0 100 110 120 130 140 150 160 170 150 200
Counts (%) vs. Mass-to-Charge (m/z)

T
210

T
220

T
230

T T T
240 250 260 270

S94



"H NMR spectrum of 3d
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Standard 1H
143628

PGY0784_1A
Pusztal Gyongyver
2024.10.02. (KP)

Current Data Parameters

NAME 143628
EXFNC 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20241003
Time 4.12 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000021 MHz
WDW EM

55B 0

LB 0.30 Hz
GB 0

PC 1.00
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13C NMR spectrum of 3d

e 2 2usey o o noo o
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{50 140 130 120 110 100 e 8 70 80 50 40 30 20 ppm

Standard 13C
143628

PGY0D784_ 1A
Pusztal Gyongyver
2024.10.02. (KP)

Current Data Paramsters

NAME 143628
EXPNO 13
PROCNO 1

F2 - Acquizition Parameters
Date_ 20241003
Time 5.20 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701600 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40

S96



IR spectrum of 3d

143628

Pusztai Gyongyver

KP

PGY0784 1A

KBr

10/2/2024

BRUKER Alpha

Resolution: 2 cm-1

Number of Scans: 16
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HRMS spectrum of 3d

SpECtrle Plot Reporl.' -5 Agilent

Name PGYOD784_1A, Pusztai Rack Pos. Instrument 72504 with DIP Operator MM
Gyongyver
Inj. Vol. (ul) 0.5 Plate Pos. IRM Status Success

Data File 143628msaqtof_dip2.D Method (Acq) DIP_70eV_4min.M  Comment Acq. Time (Lacal) mn;j 232321%:53
+ULS

x102 [C14 H15 N3 02 S: +EI Scan (ri: 0.68-0.70 min, 2 scans) Frag=70.0V 143628msaqtof_dip2.D Subtract

1.14

1.054

m/z (Calc):289.0885
1 mﬁ%&gt;w 224.1186

Formula:C14 HIS N3 02 S
0.954 Diff {ppm):1.29

0.5
0.857
0.8
0.757
0.7
0.6549 289.0884
0.6
0.557
0.5
0.457
047 540338
0.357
0.3
0.25
0.2
0.157
0.1
0.05

158.1028

154.0652 182.0960
209.0850

115.0543 165.0687 ‘ 246.(1582
.EL i, 395 Ll il |||| Leatl T A i e L
S0 60 70 B0 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290
Counts (%) vs. Mass-to-Charge (m/z)
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"H NMR spectrum of 3f
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Standard 1H
143417

PGYO766_1A
Pusztail Gyongyver
2024.09.11. (KP)

Current Data Parameters

NAME 143417
EXFNO 21
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240911
Time 22.21 h
INSTRUM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 18

DS 2

SWH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 1H

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 599.9995598 MHz
WDW EM

S5B 0

LB 0.30 Hz
GB 0

PC 1.00
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3C NMR spectrum of 3f
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Standard 13C
143417

PGYOT766_1A
Pusztal Gyongyver
2024.09.11. (KP)

Current Data Paramsters

NAME 143417
EXPNO 22
PROCNO 1

F2 - Acquizition Parameters
Date_ 20240911
Time 23.30 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701601 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 3f

143417 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY"TGﬁ_lA Kbr 91172024 MNumber of Scans: 16
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HRMS spectrum of 3f

Spectrum Plot Report

-5 Agilent

MName

Inj. Vol

PGYO766_1A, Pusztai  Rack Pos.
Gyongywer
(ul) 0.5 Plate Pos.

Data File 143417msqtof_dip.0r  Method (Acqg) DIP_70eV.M

x10%

1.1
1.059
14
0.957
0.9
0.857
0.8
0.757
0.7
0.654
0.6
0.557
0.57
0.457
0.4
0.357
0.3
0.254
0.2
0.157
0.1
0.057

Instrument

IRM Status
Comment

72504 with DIP

Success

Operator

Acq. Time (Local)

MM

9/18/2024 B:57:11 AM
(UTC+02:00%

C18 H17 N3 02 S: +EI Scan (ri: 0.42-0.48 min, 5 scans) Frag=70.0V 143417msqgtof_dip.D Subtract

m/z gCalcf:339.:lD41
myz:339.1034
Formula:C18 H17 N3 025
Diff (ppm):0.63

136.0377

54.0336

77.0384

64.3785 155.0601

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260

1
171.0913

232,

B9.0654 2170877

204.0803

1116

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

260.

275.

1177

1408

296.0734
306.0777

335.

1034

270 280 290 300 310 320 330 340 350 360
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"H NMR spectrum of 3g

Standard 1H

2 [ A I I B R el T T L e BN ] o0 oy g

- WNWMmENO NN M © SN TS OO WO R S 143497

= NH A H 00O N0 O] WO oV WD ™ ey [=]

k megeEEennnan S w20 R ¢ PGYDTET_1a

— e e e S ] LI BN VIS IS Y o 1 Pusztal Gyongyver

'\W | } W/ ‘ \l/ | 2024.09.11. (KP)
Current Data Parameters
NAME 143497
EXFNC 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20240912
Time 0.56 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 11%.07
DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18
Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536
SE 599.999%984 MHz
WDW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00
U N

6 5 4 8 2 ! ppm B(I;EK(E)R
| ha
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3C NMR spectrum of 3g
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Standard 13C
143497

PGYOT767_1A
Pusztal Gyongyver
2024.09.11. (KP)

Current Data Paramsters

NAME 143497
EXPNO 12
PROCNO 1

F2 - Acquizition Parameters
Date_ 20240912
Time 2.04 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701600 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 3g

143497 Pusztai Gyongyver KPp BRUKER Alpha
Resolution: 2 em-1
PGY['TG?_IA Kb ¥11/2024 MNumber of Scans: 16
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HRMS spectrum of 3g

Spectrum Plot Report

Name

Inj. Vol.

PGYOD767_1A, Pusztai Rack Pos. Instrument 72504 with DIP Operator

Gyongyver
(ul) 0.5 Plate Pos. IRM Status Success

Data File 143497msqtof_dip.D Method (Acg) DIP_70eV.M Comment Acq. Time (Local)

x10?

1.1
1.054
14
0.957
0.9
0.857
0.8
0.757
0.7
0.65
0.6
0.557
0.57
0.457
0.4
0.357
0.3
0.25
0.2
0.157
0.17
0.057
0

9/18/2024 10:07:07
AM +02:001)

C19 H19 N3 02 5: +EI Scan (rt: 0.56-0.70 min, 9 scans) Frag=70.0V 143457 msqtof_dip.D

my'z (Calc):353.1198
myz:353.1196
Formula:C19 H19 N3 02
Diff (ppmn):0.96

274.1341

353.

341.0176

1156

E

- T T T T T Tttt TtTTYr— T Tt Tt UTUUTTUTTUT —
50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380 390

Counts (%) vs. Mass-to-Charge (myz)
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"H NMR spectrum of 3i
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Standard 1H
143568

PGY0758_1C
Pusztal Gyongyver
2024.10.04. (KP)

Current Data Parameters

NAME 143568
EXFNC 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20241004
Time 22.3% h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000014 MHz
WDW EM

55B 0

LB 0.30 Hz
GB 0

PC 1.00
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3C NMR spectrum of 3i
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Standard 13C
143568

PGY0O758_1C
Pusztal Gyongyver
2024.10.04. (KP)

Current Data Paramsters

NAME 143568
EXPNO 13
PROCNO 1

F2 - Acquizition Parameters
Date_ 20241004
Time 23.48 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 2048

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701603 MHZ
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 3i

143568 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0758 1C KBr 107712024 Number of Scans: 16
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HRMS spectrum of 3i

SpF_'Ctr'um Plot Report -i75 Agilent

Name PGYO758_1C, Pusztai Rack Pos. Instrument 72504 with DIP Operator MM
Gyongyver
Inj. Vol. {ul) 0.5 Plate Pos. IRM Status Success

Data File 14356Bmsagtof_dip.D Method (Acg) DIP_70aV.M Comment Acg. Time (Local) .ﬂﬁ“ zuzazs%:qﬁ
A2

x102 [C19 H17 N3 02 S: +EI Scan (rt: 1.05-1.07 min, 2 scans) Frag=70.0V 143568msagtof_dip.D Subtract

1.14

1.054
'z (Calc):351.1041

1 ﬁz:gm.i)mz 351.1042

Formula:C19 H17 N3 02 S

0.957 Diff (ppm):1.58

0.9
0.857
0.8 286.1343
0.75 244.1122
0.7
0.65
0.6
0.557
0.57
0.457
0.47
0.357
0.39
0.251

54.0338

0.2

0.157 77.0386 108.5442
0.1 120.5442 143.5704 260.1184

&6.0088 183.0014 216.0808 308.0739
0.057 94.5345 341.P1?9
L Li. r
-1t 7 T 7T 71T 1T 71T T T T & T T 7" T T T T T T T 01 T L T T
50 &0 70 B0 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360
Counts (%) vs. Mass-to-Charge (myz)
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"H NMR spectrum of 3

Standard 1H

[Ts} o
0 I = T T HorTOnNno oo o)
— Lol w®mOWw o w oo R NN B B M ] © 143569
n ®e 4JODOG NN N TTON N @enEoBLn oo o

FEOOHOO OO VNN o6 @ 0 @G0 W N @D . PGY0O768_1A
= ) —
3 I S e e Tl i St NN NN NS A A A A T

Pusztal Gyongyver

N\V/ w/ 2024.09.20. (KP)

_—3.5179
T _~3.3434

S

Current Data Parameters
NAME 143569
EXFNC 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240920
Time 11.44 n
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000027 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00

L 1L

6 5 4 s 2 ! ppm B(I;EK(E)R
, ha

—
1.00 = ~
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3C NMR spectrum of 3
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Standard 13C
143569

PGYD768_1A
Pusztal Gyongyver
2024.09.30. (KP)

Current Data Parameters

NAME 143569
EXPNC 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20240930
Time 16.44 h
INSTRUM spect
PROBHD 2145856_0002 (
PULPROG zgpg 30

TD 65536
SOLVENT DMSOC

NS 2048

DS 4

SWH 36231.883 Hez
FIDRES 1.105709 Hz
A0 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
NucCl 13C

Pl 9.90 usec
PLW1 71.00000000 W
SFO2 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 32.90000153 W
PLW12 0.70370001 W
PLW13 0.3533%001 W
F2 - Processing parameters
ST 131072

SF 150.8701587 MHz
WDW EM

SSB 0

LB 1.00 Hez
GB 0

PC 1.40
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IR spectrum of 3j

143569 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0768 1A KBr 9/30/2024 Number of Scans: 16
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HRMS spectrum of 3

Spectrum Plot Report

4.5 Agilent

Name
Inj. Vol.

Rack Pos. Instrument
{ul) Plate Pos, IRM Status Success

Data File 143569msaqtof_dip2.D Method (Acg) Comment

x10?

1.1
1.057

0,957
0.5
0,857
0.8
0.757
0.7
0.657
0.6
0.557
0.5
0.45
0.4
0.357
0.3
0.257
0.2
0.157
0.1
0.05

Operator
Acg. Time {Local)

10/24/2024 1:11:43
PM (UTC+02:00)

C20 H19 N3 02 5t +EI Scan (rt: 0.78-0.8B6 min, & scans) Frag=70.0V 143569msaqgtof_dip2.D Subtract

myz (Calc):365.1198
myz:365.1195
Formula: C20 H19 N3 02
Diff (ppm}:0.71

258.1274

150.57g80 169.0756

- r 1 =¥ T [© T =© T T©T [ 1T T T [T T T T T T T T T T T 1T T T T T T T T T T
50 60 70 B0 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 2%0 300 310 320 330 340 350 360 370 3BO

Counts (%) vs. Mass-to-Charge (myz)

273,

1260

286.1330

301.1570

122.ng3

Ml.p1?4

365.

1195
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"H NMR spectrum of 10a
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Standard 1H

144057

PGY0835_2A
Pusztal Gyongyver
2024.01.07. (KP)

Current Data Parameters

NAME 144057
EXFNC 12
PROCNO 1

F2 - Acquisition Parameters
Date_ 20250107
Time 14.28 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000012 MHz
WDW EM

55B 0

LB 0.30 Hz
GB 0

PC 1.00

Co<)
BRUKER
(>
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3C NMR spectrum of 10a

~ o I
el @ @
o~ o o
= w ~
S|

o

S

o

138.146

133.247
128.096

(=)
o
@
-
[
—

— 150.220
128.777
126.194
124.582
123.877

e

-
i
n
-
o

119.24¢6
117.858

117.051
115.950

)2

— 35.700

— 34.777

20.821

T T T T
150 140 130 120

T
110

T
100

90

80

70

60

50

40

30

20

ppm

Standard 13C
144057

PGY0835_2A
Pusztal Gyongyver
2025.01.07. (KP)

Current Data Paramsters

NAME 144057
EXPNO 13
PROCNO 1

F2 - Acquizition Parameters
Date_ 20250107
Time 16.03 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 1024

D3 4

SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07

DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c

Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072

SF 150.8701597 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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IR spectrum of 10a

144057

Pusztai Gyongyver

KP

PGY0835_2A KBr

1/8/2025

BRUKER. Alpha

Resolution: 2 em-1

Mumber of Scans: 16
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HRMS spectrum of 10a

Spectrum Plot Report S5 Agilent

Name PGZ0835_2, Pusrtai  Rack Pos. Instrument 72504 with DIP Operator MM
Gyongyver
Inj. Vol. {ul) 0.5 Plate Pos. IRM Status Success

Data File 144050_qtof_dip.D» Method (Acq) DIP_LOW_14eV.M Comment Acq. Time (Local) ‘Lﬂ? 505‘15 é%i:;ﬂ:].ﬂ AM
+01:

x102 [C19 H15 N3 02 5 +EI Scan (rt: 8.38-8.75 min, 23 scans) Frag=14.0V 144050_gtof_dip.D' Subtract

1.1
1.054
q myz (Calc):349.0885
11 84.3982 m/z:349.0883
0.951 Formula:C15 H15 N3 02 5
: Diff (ppm):1.12 285.1262 349.0883

0.9
0.857
0.8
0.757
0.7
0.654
0.6
0.557

0.57
0,45 98.0728

0.4
0.351 57.9872 150.0248

0.3
0.254
0.2
0.157
0.1
0.057
[In

334.???1 ..|.|- .

- T I T T I T T I rTrTrTrTr o> T T T T T T T T T T 7T - T :
40 S0 60 70 BO 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380
Counts (%) vs. Mass-to-Charge (myz)
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"H NMR spectrum of 10b

Standard 1H

2024.11.29. (KP)

- o
- M- OO o N0 MmN LGN o A o

o TOAN TOO WM mNO NN OO N =} 1433547

=+ MO TN ON NN Q0000 (=}

. HHAWWOMm®M A ®®E G060 MmN . PGY0B823_1A

~ o —

— OV Gy © © ®© 00 © o [~ [ el el e e e L [l Pusztal GYanyver

——5.7648
——3.6153
— 3.3440
—2.5046
—1.2225

SN

Current Data Parameters
NAME 143947
EXFNC 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20241129
Time 15.43 h
INSTROM spect
PROBHD 7145856_0002 (
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SwH 12019.230 Hz
FIDRES 0.366798 Hz
20 2.72629786 sec
RG 196.07

DW 41.600 u=ec
DE 25.00 usec
TE 2%5.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.0037050 MHz
NUC1 18

Pl 11.50 usec
PLW1 28.00000000 W
F2 - Processing parameters
ST 65536

SE 600.0000020 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00

. . N

T
13 12 11 10 9 8 7 6 5 4 3 2 1 ppm Bg?u((s)n
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13C NMR spectrum of 10b

138.355
135.470
133.309
130.032
1z9.788
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128.934
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[
J
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\
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F - 128.171

124.584
123.853
123.819
121.975
121.520
119.481
119.158
117.032
116.859
— 39.699

—— 35.22%9

/t

T T T
150 140 130

Standard 13C
143947

PGY0823_1A
Pusztal Gyongyver
2024.11.29. (KP)

Current Data Paramsters

NAME 143947
EXPNO 12
PROCNO 1
F2 - Acquizition Parameters
Date_ 20241129
Time 17.27 h
INSTRUM spect
PROBHD 2145856_0002
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 2048
D3 4
SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 196.07
DW 13.800 usec
DE 18.00 usec
TE 295.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.8852070 MHz
Nucl 13c
Pl 9.90 usec
PLW1 71.00000000 W
SFOZ 600.0024000 MHz
Nucz 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 32.90000153 W
PLW12 0.70370001 w
PLW13 0.35339001 w
F2 - Processing parameters
ST 131072
SF 150.8701607 MHZ
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40
BRUKER
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IR spectrum of 10b

143947 Pusztai Gyongyver KP BRUKER Alpha
Resolution: 2 em-1
PGY0823_1A KBr 13012025 Number of Scans: 16
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HRMS spectrum of 10b

Spectrum Plot Report

-+ ¥

Agilent

Name

Inj. Vol.

Data File

¥10° ]

o
B.757
8.5
B.259
8
7757

2.757

1.757

0.75
0.5
0.257

PGYDB23 1A, Pusztai  Rack Pos.
Gyongywer

{ul) 0.5

143947 _gtof_dip.D

Plate Pos.

Method (Acg)

DIP_70eV.M

Instrument 72504 with DIP

IRM Status Success
Comment

Operator

Acg. Time (Local)

MM

12/3/2024 9:53:56 AM
{ Lﬁ&m:nn)

C24 H17 N3 02 S: +EI Scan (rt: 6.86-6.91 min, 4 scans) Frag=70.0V 143947 _qtof_dip.D Subtract

myz (Calc):411.1047

myz:411.1037

Formula:C24 H17 N3 0O 25
Diff (ppm):1.41

57.0696

71.0852

- 5 T T T T T T T T T TrT
240 260 280 300

104.0615

100

153.0110173 5598

137.0380

120 140

1540184

160 180 200

216.0796

220

304.

287.9089
277.0770

243.0899

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

1113

324.0823

320

347.1409

368.0725

411.1037

L

340 360 380

400 420
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