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1. General

All purchased chemicals were used without further purification. Thin Layer chromatography
(TLC) was performed using per-coated Silica gel 60 F254 MERCK.TLC plates were visualized
by exposing UV light or by iodine vapours. All experiments were carried out under air
atmosphere. Melting points of solid compounds were determined on BUCHI-B-545-Switzerland
melting point apparatus. and '"H NMR and '3C spectra were recorded on BUCKER 500 and 400
MHz instruments. Proton and carbon magnetic resonance spectra ('H NMR and 13C NMR) were
recorded using tetramethylsilane (TMS) in the solvent of CDCl; as the internal standard (1H
NMR: TMS at 0.00 ppm, CDCl;: at 7.26 ppm: 13C NMR: CDCI; at 77.0ppm).All the NMR
spectra were processed in MestReNova. HRMS spectra recoded with LCMS-QTOF Module
No.G654A(UHD)

2.General Experimental Procedure

General procedure for preparation of 3a-3w:

Acetophenone (la, 82mg, 0.458 mmol.) and iodine (58mg, 0.458 mmol) were added to 2ml of
DMSO and the resulting solution was heated at 90°C for 1h. Tryptophan methyl ester (2, 100mg,
0.458 mmol) was added and the solution was stirred at same temperature for 2-3 h till
completion of reaction (monitored by TLC). The reaction mixture was then cooled to room
temperature followed by addition of water (25ml) and extracted with EtOAc (2x25ml). The
extract was washed with 10% Na,S,0;, dried over Na,SO,, filtered and evaporated under
reduced pressure. The residue was purified by chromatography on a silica gel (#100-200) using
acetone: DCM (0.1: 9.9) as eluent to give the desired product 3a as a yellow solid (152 mg, 85%
yield).

General procedure for preparation of 6a-7m:

Tyrptophanmethylester hydrochloride (2a, 500mg, 1.96 mmol) and glyoxal monohydrate (5a,
381mg, 1.96 mmol) were added to 20mL of acetonitrile and the reaction mixture was stirred at
85 °C for 3 h till completion of reaction. The reaction mixture was slowly cooled to ambient
temperature and the precipitate / crude mixture was treated with EtOAc (50ml) and10% NaHCO;
(50ml). Later the extract was dried over Na,SO,, filtered and evaporated under reduced
pressure.The residue was purified by chromatography on a silica gel (#100-200) column
chromatography using EtOAc: Hexane (2:8) as eluent to give the desired product 6a as a white
solid (703mg, 95% yield).

Procedure for synthesis of:

Marinacarbolines A,B

Acetone (1w, 67ul, 0.91 mmol) and iodine (58mg, 0.458 mmol) in DMSO (2ml) was stirred at
90 °C for 1 h. To this was added tryptophan methyl ester (2, 100mg, 0.458 mmol). The reaction
was stirred further for 2 h at 90 °C till completion of reaction (monitored by TLC). Later the
reaction mixture was cooled to room temperature and water (25ml) was added. The mixture was
then extracted with EtOAc (2x25ml). The extract was washed with 10% Na,S,0; solution, dried
with anhydrous Na,SO,4 and evaporated. The residue was purified by chromatography on a silica
gel (#100-200) column chromatography using acetone: DCM (0.1: 9.9) as eluent to give the
desired product 3w as a yellow solid in 80% yield (98mg). Compound 3w (100mg, 0.373 mmol)
was treated with respective amine (4-Methoxy phenyl ethylamine) (328 pl, 2.24mmol) under
neat conditions (6equiv.concentration) at 85 °C for 4 h. After complition of reaction (monitored
by TLC), the reaction was cooled to room temperature and residue was extracted in EtOAc. The
organic extract was dried over Na,SO,4 and concentrated in vaccuum. Resulting crude product



was purified by silica gel (#100-200) column chromatography eluted with EtOAc: Hexane (3:7)
produced Marinacarbolines A (132mg 92%) and Same procedure was followed for synthesis of
Marinacarbolines B (125mg 90%) respectively.
1-(1H-indole-3-carbonyl)-9H-B-carboline-3-carboxylic acid (Pityriacitrin B)

2N NaOH was added drop wise to the reaction mixture of compound 31 (100 mg, 0.271 mmol)
taken in Sml MeOH to maintain the basic pH and stirred at room temperature for 24 h. After
complete conversion of reaction (monitored by TLC), crude mixture was concentrated and
acidified (pH 7) by drop wise addition of 1N HCI to afford us crude product. Later crude product
was extracted in EtOAc. The organic extract was dried over Na,SOy filtrate and concentrated in
vaccuum to afford desired carboxylic acid (Pityriacitrin B, 86mg, 90% yield) as a yellow solid.
Eudistomin Y1 / Pityriacitrin:

4-Hydroxy acetophenone (85mg, 0.625 mmol) and iodine (79mg, 0.625 mmol) were added to
2ml of DMSO and the resulting solution was heated at 90 °C for 1hr. Tryptamine (12a ,100mg,
0.625 mmol) was added and the solution was stirred at same temperature for 2 h till completion
of reaction (monitored by TLC). The reaction mixture was then cooled to room temperature
followed by addition of water (25ml) and extracted with EtOAc (2x25ml). The extract was
washed with 10% Na,S,03, dried over Na,SO,, filtered and evaporated under reduced pressure.
The residue was purified by chromatography on a silica gel (#100-200) using acetone: DCM
(0.1: 9.9) as eluent to give the desired product 14 (Eudistomin Y1) as a yellow solid (72mg, 40%
yield).

Same procedure was followed for synthesis of Pityriacitrin (11, 42% yield).

Fascaplysin:

To a stirred solution of 2-Chloro acetophenone (96mg, 0.625 mmol) and iodine (79mg, 0.625
mmol) in DMSO (2ml) at 90 °C for 1 h was added tryptamine (12a ,100mg, 0.625 mmol). The
reaction mixture was continued stirring at same temperature for 2 h. After completion of reaction
(monitored by TLC), water (25ml) was added, which was then extracted with EtOAc (2x25ml).
The extract was washed with 10% Na,S,0; solution, dride with anhydrous Na2SO4, and
evaporated. The residue was purified by chromatography on a silica gel column (Acetone: DCM/
0.1: 9.9) to afford the desired product 13 as light yellow solid (143mg, 75%). Compound 13 (100
mg, 0.326 mmol) taken in sealed tube and heated at 220 °C for 15 min. Reaction was cooled and
the product was recrystallized from DCM/diethyl ether producing brick-red colored powder of
fascaplysin (15, 82 mg) in 82% yield.



3. Characterization of the Compounds

3a) Methyl 1-(2,4- dimethoxybenzoyl)- f-carboline-3-carboxylate:
(o}

O\

85% yield; Yellow solid; mp 221-223 °C; 'H NMR (400 MHz, CDCls) & 10.68 (s, 1H), 8.99 (s,
1H), 8.21 (d, J = 7.8 Hz, 1H), 7.91 (d, J = 8.5 Hz, 1H), 7.61 (s, 2H), 7.38 (t, J = 5.9 Hz, 1H),
6.62 — 6.57 (m, 2H), 3.99 (s, 3H), 3.89 (s, 3H), 3.77 (s, 3H). 3C NMR (125 MHz, CDCls)
195.15, 166.31, 164.06, 161.36, 141.36, 137.82, 136.40, 136.27, 134.67, 131.83, 129.60, 121.97,
121.46, 121.15, 120.42, 120.03, 112.38, 104.39, 99.27, 55.86, 55.57, 52.67. IR (CHCI3): Vmax
(cm!) 3360, 2948, 1715, 1646, 1622, 1603, 1577, 1495, 1459, 1334, 1287, 1224, 1161, 1128,
1028, ESI-MS: m/z 391.10 (M+H)"; HRMS: m/z 391.1292 caled for C,H;gN,Os+H"
(391.1288).

3b) Methyl 1-(3,4- dimethoxybenzoyl)- f-carboline-3-carboxylate:
O,

83% yield; Yellow solid; mp 200-202 °C; '"H NMR (400 MHz, CDCl;) 6 10.76 (s, 1H), 9.05 (s,
1H), 8.67 (s, 1H), 8.41 (d, J = 8.5 Hz, 1H), 8.24 (d, J = 7.8 Hz, 1H), 7.65 (d, J = 5.7 Hz, 2H),
7.41 (t, J = 6.8 Hz, 1H), 7.04 (d, J = 8.5 Hz, 1H), 4.08 (s, 3H), 4.07 (s, 3H), 4.01 (s, 3H).3C
NMR (100 MHz, CDCls) 6 190.93, 166.15, 153.42, 148.29, 141.22, 138.33, 136.30, 136.07,
131.98, 129.71, 129.65, 126.68, 121.99, 121.56, 121.19, 120.39, 114.96, 112.35, 110.31, 56.06,
55.94, 52.64. IR (CHCL3): Vi (cm™) 3435, 2922, 1620, 1590, 1513, 1460, 1431, 1359, 1262,
1215, 1135, 1032, 1018. ESI-MS: m/z 391 (M+H)*; HRMS: m/z 391.1293 calcd for
CpHgN,Os+H* (391.1288).

3c) Methyl 1-(2-methoxybenzoyl)- f-carboline-3-carboxylate:
Q

83% yield; yellow solid; mp 219-221 °C; 'H NMR (400 MHz, CDCl;) 8 10.65 (brs, 1H), 9.01 (s,
1H), 8.23 (d, J = 7.9 Hz, 1H), 7.75 (d, J = 7.3 Hz, 1H), 7.64 (s, 2H), 7.54 (t, J/ = 7.3 Hz, 1H),
7.41 (d, J = 5.4 Hz, 1H), 7.13-7.01 (m, 2H), 3.97 (s, 3H), 3.78 (s, 3H). 3C NMR (125 MHz,
CDCly) & 197.42, 166.23, 158.94, 141.41, 137.65, 136.74, 135.66, 132.87, 131.99, 131.64,
129.73, 127.34, 122.05, 121.61, 121.13, 120.75, 120.22, 112.40, 112.10, 55.94, 52.65. IR
(CHCl3): viax (cm) 3368, 2921, 2851, 1696, 1600, 1652, 1492, 1458, 1432, 1262, 1222, 120.
ESI-MS: m/z 361 (M+H)*; HRMS: m/z 361.1189 calcd for C,;H;sN,O4+H" (361.1183).



3d) Methyl 1-(3-methoxybenzoyl)- f-carboline-3-carboxylate:
(0]

e}

80%yield; Yellow solid; mp 195-197 °C; 'H NMR (400 MHz, CDCl;) § 10.72 (s, 1H), 9.05 (s,
1H), 8.44 (dd, J= 2.4, 1.5 Hz, 1H), 8.20 (dd, J = 22.1, 7.7 Hz, 2H), 7.68 — 7.63 (m, 2H), 7.48 —
7.41 (m, 2H), 7.21 — 7.18 (m, 1H), 4.06 (s, 3H), 3.96 (s, 3H). 3C NMR (100 MHz, CDCL;) &
192.92, 166.14, 159.28, 141.29, 138.34, 137.89, 136.34, 135.69, 132.14, 129.80, 129.16, 124.36,
122.03, 121.68, 121.19, 120.64, 120.31, 116.26, 112.38, 55.44, 52.68. IR (CHCL3): Vynax (cm™));
3434, 2919, 1711, 1620, 1580, 1492, 1455, 1432, 1361, 1336,1263, 1203, 1180, 1017, 1033.
ESI-MS: m/z 361 (M+H)*; HRMS: m/z 361.1182 calcd for CoH;sN,O,+H* (361.1183),

3e) Methyl 1-(4-methoxybenzoyl)- f-carboline-3-carboxylate: ()
(0]

85%yield; Yellow solid; mp 185-187 °C; 'H NMR (400 MHz, CDCls) 6 10.71 (s, 1H), 9.04 (s,
1H), 8.75 (d, J = 8.8 Hz, 2H), 8.24 (d, J = 7.9 Hz, 1H), 7.64 (s, 2H), 7.42 (d, J = 5.7 Hz, 1H),
7.06 (d, J = 8.8 Hz, 2H), 4.08 (s, 3H), 3.93 (s, 3H). *C NMR (125 MHz, CDCl;) 6 191.69,
166.26, 163.69, 141.25, 138.29, 136.19, 134.46, 131.95, 129.70, 122.02, 121.56, 121.23, 120.41,
120.38, 113.59, 112.37, 55.54, 52.79. IR (CHCI)): vpax (cm); 3416, 3074, 2820, 2850, 1705,
1628, 1618,1596,1564,1454,1434, 1361, 1256, 1172, 1024. ESI-MS: m/z 361.10(M+H)";
HRMS: m/z 361.1182 caled for C,H¢N,O4+H*(361.1183).

3f) Methyl 1-(2,4-dimethyl benzoyl)- f-carboline-3-carboxylate:
(0]

72%yield; Yellow solid; mp 245-247 °C; '"H NMR (400 MHz, CDCls) 8 10.73 (s, 1H), 9.03 (s,
1H), 8.23 (d, /= 7.9 Hz, 1H), 7.89 (d, J = 8.3 Hz, 1H), 7.68 — 7.62 (m, 2H), 7.43 — 7.39 (m, 1H),
7.14 (d, J = 6.0 Hz, 2H), 4.00 (s, 3H), 2.48 (s, 3H), 2.41 (s, 3H). *C NMR (100 MHz, CDCl3) &
198.09, 166.21, 141.63, 141.37, 139.06, 138.15, 136.73, 135.85, 133.80, 132.55, 132.20, 132.05,
129.74, 125.60, 122.06, 121.63, 121.18, 120.57, 112.34, 52.68, 21.51, 21.00. IR (CHCI)): Viax
(cm) 3369, 2921, 2851, 1711, 1637, 1624, 1611, 1455, 1495, 1360, 1258, 1121, 1015. ESI-MS:
m/z 359 (M+H)"; HRMS: m/z 359.1386 calcd for C,,H;sN,O3+H*(359.1390).



3g) Methyl 1-(3,4-dimethyl benzoyl)- f-carboline-3-carboxylate:
0,

75%yield; Yellow solid; mp 209-211 °C; '"H NMR (400 MHz, CDCls) 6 10.71 (s, 1H), 9.05 (s,
1H), 8.52 (s, 1H), 8.38 (d, /= 7.8 Hz, 1H), 8.24 (d, J= 7.9 Hz, 1H), 7.65 (s, 2H), 7.43 — 7.39 (m,
1H), 7.32 (d, J = 7.9 Hz, 1H), 4.08 (s, 3H), 2.41 (s, 3H), 2.38 (s, 3H). *C NMR (125 MHz,
CDCl;) 6 193.29, 166.35, 142.67, 141.25, 138.26, 136.41, 136.24, 135.92, 134.54, 133.18,
131.96, 129.74, 129.70, 129.52, 122.03, 121.58, 121.21, 120.45, 112.38, 52.79, 20.16, 19.93.
IR (CHCL): vima (cm) 3399, 2920, 1715, 1619, 1601, 1493, 1455, 1431, 1362, 1337, 1260,
1235, 1212, 1121, 1019. ESI-MS: m/z 359 (M+H)*; HRMS: m/z 359.1392 calcd for
C»pHsN,O3+H*(359.1390).

3h) Methyl 1- (benzoyl )- f-carboline-3-carboxylate: ()
(0]

70% yield; Yellow solid; mp 237-239 °C; 'H NMR (400 MHz, CDCl;) 6 10.71 (s, 1H), 9.06 (s,
1H), 8.62 (d, J=7.5 Hz, 2H), 8.24 (d, J= 7.8 Hz, 1H), 7.64 (d, J=11.3 Hz, 3H), 7.57 (t, J=7.4
Hz, 2H), 7.42 (d, J = 5.2 Hz, 1H), 4.07 (s, 3H). 3C NMR (125 MHz, CDCls) 6 193.77, 166.22,
141.29, 138.31, 136.77, 136.38, 135.57, 133.04, 132.12, 131.97, 129.83, 128.21, 122.08, 121.70,
121.18, 120.69, 112.41, 52.87. IR (CHCl3): Vi (cmt) 3436, 2919, 1700, 1620, 1595,1455,
1433, 1336, 1293, 1263,1124,1015.ESI-MS: m/z 331.00(M+H)*; HRMS: m/z 331.1082 calcd
for C20H14N203+H+(33 1. 1077)

3i) Methyl 1-(1H-indole-3-carbonyl)- f-carboline-3-carboxylate:
[0}

78%yield; Yellow solid; mp 254-256 °C; 'H NMR (400 MHz, CDCl;) 8 11.00 (s, 1H), 9.85 (d, J
= 3.0 Hz, 1H), 9.02 (s, 1H), 8.85 (s, 1H), 8.71 (d, /= 7.6 Hz, 1H), 8.24 (d, J = 8.0 Hz, 1H), 7.66
(d, J= 3.7 Hz, 2H), 7.49 (d, J = 7.9 Hz, 1H), 7.44 — 7.30 (m, 3H), 4.12 (s, 3H). 13C NMR (125
MHz, DMSO) 6 186.25, 165.58, 142.04, 138.36, 137.30, 135.99, 135.85, 134.74, 131.23, 129.17,
127.23, 123.00, 122.20, 122.07, 121.64, 120.78, 120.42, 119.83, 114.11, 113.41, 112.28, 52.37.
IR (CHCI3): Viax (cm') 3409, 2922, 2851, 1715, 1600, 1493, 1456, 1433, 1305, 1245, 1159,
1125, 1019. ESI-MS: m/z 370 (M+H)*; HRMS: m/z 370.1184 caled for
CpH;sN;05;+H*(370.1186).



3j) Methyl 1-(3,4,5- trimethoxybenzoyl)- f-carboline-3-carboxylate:
(0}

81%yield; Yellow solid; mp 203-205 °C; 'H NMR (400 MHz, CDCl3) & 10.76 (s, 1H), 9.07 (s,
1H), 8.26 — 8.24 (m, 3H), 7.70 — 7.65 (m, 2H), 7.45-7.41 (m, 1H), 4.06 (s, 3H), 4.05 (s, 6H),
4.00 (s, 3H). BC NMR (100 MHz, CDCl;) & 191.08, 166.06, 152.69, 141.27, 138.46, 136.16,
135.97, 132.21, 131.58, 129.85, 122.06, 121.71,121.20,120.60,112.39, 107.28, 105.57, 60.99,
56.20, 53.43, 52.60. IR (CHCly): Vmae (cm’!) 3427, 2923, 1715, 1619, 1502, 1461, 1431, 1415,
1360, 1131, 1259, 1240, 1126, 1020. ESI-MS: m/z 421 (M+H)*; HRMS: m/z 421.1392 calcd for
C3HaoN,OgHH(421.1394).

3k) Methyl 1-(benzo[d][1,3]dioxole-5-carbonyl)- f-carboline-3-carboxylate:
(0]

SN2
84%yield; Yellow solid; mp 199-201 °C; '"H NMR (400 MHz, CDCls) 6 10.68 (s, 1H), 9.03 (s,
1H), 8.47 (dd, J = 8.3, 1.6 Hz, 1H), 8.27 — 8.18 (m, 2H), 7.72 — 7.60 (m, 2H), 7.41 (ddd, J = 8.0,
5.9, 2.2 Hz, 1H), 6.98 (d, J = 8.3 Hz, 1H), 6.09 (s, 2H), 4.08 (s, 3H). 3C NMR (125 MHz,
CDCl3) o 191.04, 166.24, 151.93, 147.71, 141.22, 138.28, 136.11, 135.93, 132.01, 131.14,
129.76, 129.07, 122.04, 121.60,121.19, 120.46, 112.37, 111.66, 107.98, 101.78, 52.88, IR
(CHCIL3): Vpax (cm!) 3391, 2922, 1714, 1637, 1599, 1434, 1362, 1338, 1218, 1263, 1106, 1071,
1040. ESI-MS:m/z 375(M+H)*; HRMS: m/z375.0980 calcd for CayH;sN,O5+H(375.0975).

31) Methyl 1-(2- chlorobenzoyl)- f-carboline-3-carboxylate:
(0]

75%yield; Yellow solid; mp 232-234 °C; 'H NMR (400 MHz, CDCls) & 10.65 (s, 1H), 9.04 (s,
1H), 8.24 (d, J=7.9 Hz, 1H), 7.81 (dd, /= 7.4, 1.5 Hz, 1H), 7.68— 7.65 (m, 2H), 7.51 — 7.41 (m,
4H), 3.97 (s, 3H). 3C NMR (100 MHz, CDCl3) & 196.34, 165.96, 141.45, 137.87, 137.16,
136.83, 134.69, 132.83, 132.28, 131.65, 131.61, 130.32, 129.95, 126.02, 122.13, 121.86, 121.12,
121.10, 112.44, 52.68, IR (CHCl3): vpay (em™) 3368, 2949, 2922, 1701, 1651, 1625, 1591, 1496,
1454, 1432, 1361, 1294, 1266, 1222, 1125, 1107, 1055, 1014. ESI-MS: m/z 365 (M+H)";
HRMS: m/z 365.0688 calcd for CyoH;3CIN,O3+H*(365.0687).



3m) Methyl 1-(3- chlorobenzoyl)- f-carboline-3-carboxylate:
O,

66%yield; Yellow solid; mp 214-216 °C; '"H NMR (500 MHz, CDCls) 6 10.67 (s, 1H), 9.07 (s,
1H), 8.80 (t, /= 1.8 Hz, 1H), 8.55 — 8.46 (m, 1H), 8.25 (d, /= 7.8 Hz, 1H), 7.68 — 7.66 (m, 2H),
7.63-7.60 (m, 1H), 7.51 (t, J= 7.9 Hz, 1H), 7.45-7.42 (m, 1H), 4.09 (s, 3H).'*C NMR (125 MHz,
CDCl3) o 191.94, 166.11, 141.30, 138.27, 138.19, 136.45, 135.01, 134.29, 132.86, 132.35,
132.29, 129.97, 129.94, 129.47, 122.14, 121.79, 121.15, 120.85, 112.44, 52.88.IR (CHCI3): Vyax
(cm!) 3400,2922, 2852, 1710, 1648,1456, 1363, 1268,1217,1033, 1018. ESI-MS:m/z 364.90
(M+H)*; HRMS:m/z 365.0686 calcd for CoH;3CIN,O3;+H*(365.0687).

3n) Methyl 1-(4-Bromobenzoyl)- f-carboline-3-carboxylate:
@)

65%yield; Yellow solid; mp 216-218 °C; 'H NMR (400 MHz, CDCls) 6 10.64 (s, 1H), 9.00 (s,
1H), 8.49 (d, /= 8.5 Hz, 2H), 8.19 (d, J=7.9 Hz, 1H), 7.72 — 7.56 (m, 4H), 7.44 — 7.34 (m, 1H),
4.07 (s, 3H). 3C NMR (125 MHz, CDCls) 6 192.38, 166.06, 141.26, 138.17, 136.33, 135.43,
135.18, 133.47, 132.17, 131.44, 129.89, 128.45, 122.06, 121.77, 121.08, 120.77, 112.41, 52.88.
IR (CHCl3): vpax (cm™) ;3436, 2919, 1711, 1586, 1430, 1363, 1337, 1267, 1018. ESI-MS: m/z
409.0 (M+H)*; HRMS :m/z 409.0195 calcd for CyoH;3BrN,O;+H*(409.012).

30) Methyl 1-(4-hydroxy-3, 5-dimethoxybenzoyl)- f-carboline-3-carboxylate:
(0]

64% yield; Yellow solid; mp 226-228 °C ; 'H NMR (400 MHz, CDCls) & 10.77 (s, 1H), 9.06 (s,
1H), 8.39 (s, 2H), 8.25 (d, J= 7.9 Hz, 1H), 7.69 — 7.64 (m, 2H), 7.42-7.41(m, 1H), 6.08 (s, 1H),
4.08 (s, 6H), 4.05 (s, 3H). 3C NMR (125 MHz, CDCl;) & 190.22, 166.11, 146.49, 141.20,
139.95, 138.38, 136.27, 135.90, 132.07, 129.77, 127.90, 122.02, 121.62, 121.16, 120.45, 112.38,
109.64, 56.36, 52.63. IR (CHCI3): vpay (cm') 3625, 3418, 2923, 1657, 1650, 1633, 1622, 1709,
1517, 1494, 1458, 1431, 1362, 1340, 1270, 1217, 1171, 1120, 1042, 1021. ESI-MS: m/z 407.00
(M+H)+, HRMS: m/z 407.1239 calcd for C22H19N206+H+(407.1238).



3p) Methyl 1-(3, 5- dibromo-4-hydroxybenzoyl)- f-carboline-3-carboxylate:
(o}

84% yield; Yellow solid; mp 297-299 °C; 'H NMR (400 MHz, DMSO-dg) 5 12.42 (s, 1H), 9.15
(s, 1H), 8.97 (s, 2H), 8.47-8.29 (m, 2H), 7.85 (d, J = 8.1 Hz, 1H), 7.64 (t, J = 7.6 Hz, 1H), 7.36
(t, J=7.4 Hz, 1H), 3.98 (s, 3H), 3C NMR (125 MHz, DMSO) 3 186.75, 165.28, 155.00, 142.02,
136.74, 136.14, 135.28, 134.70, 131.69, 130.15, 129.48, 122.20, 121.12, 120.59, 120.40, 113.38,
110.89, 79.11, 52.36. IR (CHCl3): vy (cm™t); 3433, 2920, 1712, 1633, 1456, 1431, 1365, 1303,
1268, 1209, 1149, 1019. ESI-MS: m/z 504.80(M+2)"; HRMS: m/z 504.921 calcd for
C20H12BI‘2N204+H+(502.9237).

3q) Methyl 1-(2-( trifluoromethyl)benzoyl)- f-carboline-3-carboxylate:
0)

76% yield; Yellow solid; mp 238-240 °C; 'H NMR (400 MHz, DMSO-dg) 6 12.60 (s, 1H), 9.18
(s, 1H), 8.50 (d, J= 7.7 Hz, 1H), 7.94 — 7.90 (m, 2H),7.81(d, J = 6.0 Hz, 3H), 7.69 (t,J = 7.5 Hz,
1H), 7.40 (t, J = 7.4 Hz, 1H), 3.84 (s, 3H).3C NMR (100 MHz, DMSO) & 195.96, 164.95,
142.36, 137.52, 136.22, 135.84, 134.74, 131.71, 131.60, 130.37, 129.96, 129.64, 127.01, 126.36,
122.34, 121.36, 121.30, 120.26, 113.47, 52.21, IR (CHCl3): Vi (cm!) 3347, 2922, 1740, 1690,
1623, 1653, 1580, 1494, 1432, 1333, 1312, 1262, 1163,1106, 1056, 1087. ESI-MS: m/z
398.90(M+H)*; HRMS: m/z 421.0767 (M+Na) calcd for C,1H;3F3N,NaO;"(421.0770).

3r) Methyl 1-(3-( trifluoromethyl)benzoyl)- f-carboline-3-carboxylate:
o}

75% yield; Yellow solid; mp 219-221 °C; 'H NMR (400 MHz, DMSO-dg) 6 12.53 (s, 1H), 9.19
(d, J=15.1 Hz, 2H ), 8.58 (d, J = 7.8 Hz, 1H), 8.50 (d, J = 7.9 Hz, 1H), 8.08 (d, J = 7.8 Hz,
1H), 7.87 (dd, J = 13.5, 8.0 Hz, 2H), 7.72 — 7.63 (m, 1H), 7.40 (t, J = 7.5 Hz, 1H), 3.94 (s, 3H).
BC NMR (125 MHz, DMSO) 6 190.26, 165.31, 142.15, 137.35, 136.84, 135.05, 134.92, 134.52,
131.81, 129.57, 129.36, 128.98, 122.34, 121.21, 120.90, 120.42, 113.42, 79.13, 52.25, IR
(CHCI3): Ve (em) 3380, 3341, 2921, 2851, 1709, 1641, 1623, 1590, 1494, 1456, 1433, 1364,
1283, 1267, 1170, 1119, 1072. ESI-MS: m/z 398.9(M+H)"; HRMS: m/z 399.0954 calcd for
C,1H3F3N,05+H%(399.0952).
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3s) Methyl 1-(4-( trifluoromethyl)benzoyl)- f-carboline-3-carboxylate:
0,

76% yield; Yellow solid; mp 214-216 °C; H NMR (500 MHz, CDCls) 8 10.65 (s, 1H), 9.03 (s,
1H), 8.68 (d, J = 8.0 Hz, 2H), 8.21 (d, J = 7.8 Hz, 1H), 7.80 (d, J = 8.1 Hz, 2H), 7.65 (q, J = 8.1
Hz, 2H), 7.42 (t, J = 7.2 Hz, 1H), 4.07 (s, 3H). 3C NMR (125 MHz, CDCl;) & 192.70, 165.97,
141.30, 139.52, 138.23, 136.52, 134.81, 132.34, 132.18, 130.02, 125.06, 122.11, 121.90, 121.06,
120.98, 112.44, 52.91. IR (CHCI3): Vimax (cm!) 3395, 2922, 2851, 1707, 1653, 1627, 1590, 1498,
1457, 1433, 1364, 1332, 1298, 1270, 1189, 1125, 1105, 1091, 1067, 1015.ESI-MS:m/z
399(M+H)*; HRMS: m/z 399.0946 calcd for Ca H,3F3N,05+H(399.0951).

3t) Methyl 1-(4-methylbenzoyl)- f-carboline-3-carboxylate:

78% yield; Yellow solid; mp 214-216 °C; '"H NMR (400 MHz, CDCl;) 6 10.70 (s, 1H), 9.04 (s,
1H), 8.55 (d, /= 8.2 Hz, 2H), 8.23 (d, J= 7.8 Hz, 1H), 7.68 — 7.62 (m, 2H), 7.41 — 7.35 (m, 3H),
4.07 (s, 3H), 2.47 (s, 3H). BC NMR (125 MHz, CDCl3) & 193.25, 166.25, 143.88, 141.24,
138.24, 136.27, 135.83, 134.15, 132.07, 131.98, 129.71, 128.93, 122.01, 121.58, 121.17, 120.51,
112.35, 52.81,21.79. IR (CHCI)): vyay (cm ) 3390, 2952, 2921, 1713, 1621, 1604, 1493, 1455,
1430, 1360, 1336, 1260, 1180, 1126, 1105, ESI-MS: m/z 345.00(M+H)*; HRMS: m/z 345.1221
calcd for C;H sN,O5+H"(345.1234).

3u) Methyl 1-(4-hydroxybenzoyl)- f-carboline-3-carboxylate:
o /

HO .
65% yield; Yellow solid; mp 268-270 °C; 'TH NMR (400 MHz, DMSO-dg) 6 12.34 (s, 1H), 9.14
(s, 1H), 8.44 (dd, /= 18.9, 8.3 Hz, 3H), 7.83 (d, /= 8.2 Hz, 1H), 7.64 (t,J= 7.6 Hz, 1H), 7.36 (t,
J=11.5Hz, 1H), 6.96 (d, J = 8.7 Hz, 2H), 3.96 (s, 3H). 13C NMR (125MHz, DMSO) & 190.14,
165.44, 162.24, 141.88, 136.89, 136.53, 134.84, 134.03, 130.99, 129.28, 127.80, 122.18, 120.86,
120.46, 120.07, 114.99, 113.19, 52.29, IR (CHCI): vpay (cm) 3424, 2920, 1712, 1598, 1568,
1463, 1352, 1290, 1250, 1224, 1163, 1019. ESI-MS: m/z 346.90(M+H)*; HRMS: m/z 347.1022
calcd for C20H14N204+H+(347. 1026)
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3v) Methyl 1-(1-naphthoyl)- f-carboline-3-carboxylate:
Q,

80% yield; Yellow solid; mp 283-285 °C; 'H NMR (400 MHz, DMSO-dg) § 12.61 (s, 1H), 9.21
(s, 1H), 8.54 (d, J = 7.9 Hz, 1H), 8.27 — 8.18 (m, 2H), 8.11 (dd, J = 6.2, 3.2 Hz, 1H), 7.93 (dd, J
= 14.4, 7.7 Hz, 2H), 7.74 — 7.57 (m, 4H), 7.42 (t, J = 7.5 Hz, 1H), 3.82 (s, 3H).13C NMR (125
MHz, DMSO) 6 196.66, 165.20, 142.23, 136.78, 136.38, 135.56, 134.64, 133.32, 131.50, 130.66,
130.42, 129.53, 128.55, 127.35, 126.25, 125.10, 124.46, 122.35, 121.14, 120.94, 120.44, 113.37,
52.17. IR (CHCL): Vimax (cm!) 3410, 1714, 1632, 1625, 1508, 1496, 1454, 1431, 1333, 1361,
1295, 1259, 1235, 1212, 1176, 1047, 1066, 1039. ESI-MS: m/z 381 (M+H)*; HRMS: m/z
381.1229 calcd for CoyHyN,O5+H*(381.1234).

3w) Methyl 1-acetyl- f-carboline-3-carboxylate:
0}

\

N

N (0]
H

80% yield; lightYellow solid; mp 222-224°C; 'H NMR (400 MHz, CDCls) 4 10.50 (s, 1H), 9.04
(s, 1H), 8.22 (d, J = 7.9 Hz, 1H), 7.68 — 7.62 (m, 2H), 7.43-7.39 (m, 1H), 4.09 (s, 3H), 2.97 (s,
3H). 3C NMR (100 MHz, CDCl3) 6 203.21, 166.10, 141.44, 136.84, 136.46, 135.29, 131.91,
129.76, 122.05, 121.64, 121.26, 120.93, 112.35, 52.78, 25.69. IR (CHCI3): vy (cm!) 3436,
2924, 1712, 1670, 1632,1498, 1434, 1365, 1334, 1292, 1265, 1207, 1181, 1148, 1120, 1062,
ESI-MS: m/z 269.1 (M+H)*; HRMS: m/z 269.0920 calcd for C;sH{,N,O3;+H*(269.0921).

Spectral data of compound 6a-7m:]

6a) Methyl 1-(2, 4-dimethoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
0}

95% vyield; White solid; mp 172-174 °C; 'H NMR (400 MHz, CDCls) § 9.36 (s, 1H), 8.76 (s,
1H), 8.11 (d, J = 7.9 Hz, 1H), 7.55 — 7.51 (m, 1H), 7.45 (d, J = 8.2 Hz, 1H), 7.30 — 7.23 (m, 2H),
6.54 (d, J = 2.3 Hz, 1H), 6.43 (dd, J = 8.4, 2.4 Hz, 1H), 4.51 (s, 2H), 4.05 (s, 3H), 4.04 (s, 3H),
3.74 (s, 3H). *C NMR (125 MHz CDCly) & 167.07, 159.81, 156.65, 145.08, 140.18, 137.14,
136.05, 131.71, 128.47, 128.29, 122.08, 121.85, 120.66, 118.53, 116.90, 111.88, 105.71, 99.24,
56.05, 55.40, 52.70, 34.32, IR (CHCL3) Vimae (cm)): 3368, 2923, 1713, 1588, 1505, 1433, 1350,
1257, 1208, 1155, 1118, 1037. ESI-MS: m/z 377 (M+H)*; HRMS: m/z 377.1504 calcd for
CapHooN,O4+H+(377.1496).
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6b) Methyl 1-(benzo[d][1,3]dioxol-5-ylmethyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
O,

N\

O A
(e
o0_°
90% yield; Orange solid; mp 140-142 °C; 'H NMR (400 MHz, CDCl;) 4 8.83 (s, 1H), 8.24 (s,
1H), 8.15 (d, J = 7.9 Hz, 1H), 7.58 — 7.49 (m, 1H), 7.42 (d, J = 8.2 Hz, 1H), 7.32 (t, J = 7.5 Hz,
1H), 6.83 — 6.69 (m, 3H), 5.90 (s, 2H), 4.53 (s, 2H), 4.06 (s, 3H). 13C NMR (100 MHz, CDCl5) §
166.86, 148.24, 146.64, 143.93, 140.34, 137.36, 136.24, 131.53, 129.24, 128.77, 121.83, 121.54,
121.01, 117.08, 112.00, 109.24, 108.52, 101.09, 52.75, 41.72.IR (CHCI3) vy (cm) ; 3270,
2950, 2922, 1713, 1626, 1598, 1566, 1501, 1434, 1384, 1349, 1217, 1137, 1105, 1039, 1002,
ESI-MS: m/z 361.10 (M+H)*; HRMS: m/z 361.1191calcd for C;HcN,O4+H*(361.1183).

6¢) Methyl 1-(3,4-dimethoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
o}

89%yield; Orange solid; mp 176-178 °C; 'TH NMR (400 MHz, CDCl;) 6 8.83 (s, 1H), 8.56 (s,
1H), 8.13 (d, J=17.9 Hz, 1H), 7.50 (t, J = 7.3 Hz, 1H), 7.39 (d, J = 8.2 Hz, 1H), 7.29 (dd, J =
13.6, 6.3 Hz, 2H), 6.84 — 6.72 (m, 3H), 4.54 (s, 2H), 4.04 (s, 3H), 3.81 (s, 3H), 3.69 (s, 3H). 13C
NMR (100 MHz, CDCls) 6 166.88, 149.43, 148.10, 144.13, 140.38, 137.25, 136.34, 130.32,
129.19, 128.74, 121.75, 120.93, 120.67, 117.00, 112.11, 112.05, 111.42, 55.87, 52.71, 41.69. IR
(CHCl3) viax (cml) = 3436, 2075, 1633, 1458, 1433, 1365, 1334, 1292, 1265, 1219, 1181, 1119,
1017.ESI-MS: m/z 377 (M+H)*; HRMS: m/z 377.1499 calcd for C»,H,)N,O4,+H+(377.1496).

6d) Methyl 1-(4- hydroxy-3, 5-dimethoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
O,

88% yield; White solid; mp 184-186 °C; 'H NMR (400 MHz, CDCls) 6 8.84 (s, 1H), 8.15 (d, J =
8.2 Hz, 2H), 7.53 (t, J = 7.6 Hz, 1H), 7.44 — 7.28 (m, 2H), 6.55 (s, 2H), 5.51 (s, 1H), 4.57 (s,
2H), 4.08 (s, 3H), 3.78 (s, 6H).!3C NMR (100 MHz, CDCI3) & 166.86, 147.48, 143.98, 140.30,
137.27, 136.34, 133.82, 129.25, 128.81, 121.75, 121.69, 121.00, 117.05, 112.10, 105.66, 56.38,
52.77, 42.48. IR (CHCl3) vy (cm™) : 3436, 2921, 1619, 1416, 1021. ESI-MS: m/z 393 (M+H)*;
HRMS: m/z 393.1443 calcd for C,,HpoN,Os+H*(393.1445).



13

6e) Methyl 1-(4-(benzyloxy)-3-methoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
[0}

86%yield; light yellow solid; mp 117-119 °C; 'H NMR (400 MHz, CDCls) 6 8.83 (s, 1H), 8.13
(d, /=709 Hz, 1H), 7.50 (t,J= 7.7 Hz, 1H), 7.42 — 7.23 (m, 8H), 6.77 (dd, /= 11.5, 7.7 Hz, 3H),
5.09 (s, 2H), 4.52 (s, 2H), 4.05 (s, 3H), 3.69 (s, 3H).. 13C NMR (125 MHz, CDCl;) 8 166.92,
149.98, 147.07, 144.10, 140.38, 137.10, 136.89, 136.34, 130.89, 129.15, 128.75, 128.54, 127.90,
127.33, 121.76, 121.68, 120.92, 120.59, 117.06, 114.01, 112.48, 112.12, 70.96, 55.88, 52.80,
41.65, IR (CHCl3) vy (cm): 3325, 3032, 2924, 2856, 1712, 1625, 1599, 1565, 1512 1433,
1382, 1256, 1220, 1139, 1106, 1080, 1032. ESI-MS: m/z 453.10 (M+H)"; HRMS: m/z 453.1800
calcd for C23H25N204+(453. 1 809)

6f) Methyl 1-(4-hydroxy-3-methoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
(0]

85%yield; light yellow solid; 117-119 °C; 'H NMR (400 MHz, CDCls) 6 8.83 (s, 1H), 8.14 (d, J
= 8.0 Hz, 1H), 8.01 (s, 1H), 7.52 (t, J = 7.7 Hz, 1H), 7.43 — 7.28 (m, 2H), 6.93 (s, 2H), 6.77 (s,
1H), 5.61 (s, 1H), 4.58 (s, 2H), 4.08 (s, 3H), 3.74 (s, 3H). 3C NMR (125 MHz, CDCls) & 166.88,
147.23, 144.89, 144.21, 140.20, 136.31, 129.66, 129.27, 128.80, 121.80, 121.36, 121.03, 117.07,
114.63, 112.00, 111.43, 55.94, 52.86, 42.32.1R (CHCl3) vp. (cm') :3327, 2925, 2849,1712,
1625, 1599, 1513, 1433, 1350, 1256, 1125, 1033. ESI-MS: m/z 363.10 (M+H)*; HRMS: m/z
363.1339 caled for C;1H gN,O4+H"(363.1339).

6g) Methyl 1-(3,4,5-trimethoxybenzyl)-9H-pyrido|3,4-b]indole-3-carboxylate:
(0]

84%yield; yellow solid; mp 110-112°C; 'H NMR (400 MHz, CDCl;) & 8.85 (s, 1H), 8.16 (d, J =
7.7 Hz, 2H), 7.54 (t, J = 7.4 Hz, 1H), 7.41 (d, J = 8.1 Hz, 1H), 7.33 (t, J = 7.3 Hz, 1H), 6.55 (s,
2H), 4.59 (s, 2H), 4.08 (s, 3H), 3.84 (s, 3H), 3.76 (s, 6H). 13C NMR (125 MHz, CDCl;) & 166.84,
153.66, 143.68, 140.28, 137.30, 136.91, 136.33,133.53, 129.28, 128.90, 121.83,
121.71,121.07,117.15, 112.09, 105.82, 60.95, 56.17, 52.87, 42.61. IR (CHCl3) Vi (cm’) :
3305, 2922, 2852, 1712, 1590, 1504, 1457, 1432, 1250, 1126, 1014. ESI-MS: m/z 407 (M+H)";
HRMS: m/z 407.1598 calcd for Co3HoN,05+H*(407.1601).
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6h) Methyl 1-(2-methoxybenzyl)-9H-pyrido|[3,4-b]indole-3-carboxylate:
0

55%Yield; White solid; mp 212-214 °C; '"H NMR (400 MHz, CDCLy) § 9.42 (s, 1H), 8.78 (s,
1H), 8.12 (d, J = 7.8 Hz, 1H), 7.56 — 7.52 (m, 1H), 7.47 — 7.42 (m, 2H), 7.32 — 7.26 (m, 1H),
7.23 - 7.19 (m, 1H), 6.99 (d, J = 8.1 Hz, 1H), 6.95 — 6.86 (m, 1H), 4.61 (s, 2H), 4.10 (s, 3H),
4.06 (s, 3H). 3C NMR (125 MHz, CDCl3) § 167.05, 155.73, 144.69, 140.17, 137.24, 136.11,
131.45, 128.50, 128.31, 128.26, 126.28, 122.10, 122.03, 121.89, 120.69, 116.98, 111.86, 111.52,
56.15, 52.73, 34.92. IR (CHCL3) Vinax (cn1) : 3233, 2945, 1718, 1625, 1598, 1492, 1457, 1431,
1351, 1259, 1219, 1133, 1106, 1030. ESI-MS: m/z 347(M+H)*"; HRMS: m/z 347.1402 caled for
CyHgN,05+H*(347.1390).

6i) Methyl 1-(2,4-dimethylbenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
0

40% Yield; White solid; mp 232-234 °C; 'H NMR (400 MHz, CDCl;) & 8.81 (s, 1H), 8.14 (d, J =
7.6 Hz, 1H), 7.86 (s, 1H), 7.50 (td, J= 7.5, 1.0 Hz, 1H), 7.30 (dd, J = 7.5, 6.8 Hz, 2H), 7.08 (d, J
=7.6 Hz, 1H), 7.03 (s, 1H), 7.00 (d, J = 7.7 Hz, 1H), 4.60 (s, 2H), 4.06 (s, 3H), 2.33 (s, 3H), 2.19
(s, 3H). 3C NMR (125 MHz, CDCls) § 166.91, 143.62, 140.10, 137.50, 137.48, 137.21, 13631,
132.82, 131.80, 129.22, 129.16, 128.69, 127.21, 121.79, 121.58, 120.89, 116.74, 111.91, 52.81,
40.72, 21.03, 19.90. IR (CHCL3) : Vmae (ct') 3270, 2949, 2920, 2852, 2349, 1714, 1626, 1596,
1566, 1502, 1456, 1433, 1384, 1350, 1307, 1254, 1217, 1154, 1134, 1105, 1015. ESI-MS: m/z
345.10 (M+H)*; HRMS: m/z 345.1598 caled for CoHaoN,0,+H*(345.1598).

7k)Methyll-(hydroxyl(3-methoxyphenyl)methyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
0

60% Yield, light yellow solid;m.p 176-178 °C; 'H NMR (500 MHz, DMSO-dg) & 11.67 (s, 1H),
8.84 (s, IH), 8.36 (d, J = 7.8 Hz, 1H), 7.80 (d, J = 8.2 Hz, 1H), 7.58 (t, J = 7.6 Hz, 1H), 7.32 —
7.25 (m, 2H), 7.19 (t, /= 7.9 Hz, 1H), 7.10 (d, /= 7.6 Hz, 1H), 6.77 (d, J = 4.1 Hz, 1H), 6.16 (s,
1H), 6.15 (s, 1H), 3.92 (s, 3H), 3.72 (s, 3H). *C NMR (125 MHz, DMSO) 6 165.97, 159.08,
147.32, 144.43, 141.03, 135.16, 133.69, 129.10, 128.66, 128.46, 121.70, 120.56, 120.06, 118.39,
116.75, 112.98, 112.05, 75.89, 54.95, 51.94. IR (CHCI;) : vy (cm™) 3735, 3435, 2918, 1713,
1598, 1489, 1434, 1350, 1257, 1019. ESI-MS: m/z 363 (M+1)*; HRMS: m/z 363.1336 calcd for
C,1H1gN,O4+H*(363.1339).
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71) Methyl1-((3-chlorophenyl(hydroxyl)methyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
(6]

55%Yield; yellow solid; mp 115-117 °C; 'H NMR (500 MHz, CDCls) § 9.49 (s, 1H), 8.59 (s,
1H), 8.08 (d, J= 7.9 Hz, 1H), 7.54 (dd, J = 11.3, 4.0 Hz, 1H), 7.46 — 7.44 (m, 2H), 7.32 — 7.2 (m,
2H), 7.09 (dt, J = 15.5, 7.9 Hz, 2H), 6.33 (s, 1H), 3.89 (s, 3H).3C NMR (125 MHz, CDCL3) &
166.41, 144.90, 143.41, 140.68, 135.74, 134.44, 129.97, 129.75, 129.04, 127.97, 126.54, 124.67,
121.63, 121.30, 120.95, 117.44, 112.24, 75.41, 52.53.IR (CHCL) : Vmax (cm)) : 3901, 3735,
3648, 3436, 2923, 1713, 1626, 1595, 1502, 1434, 1251, 1019. ESI-MS: m/z 366.90 (M+H)*;
HRMS: m/z 367.0841 caled for CaoH;sCIN,O5+H*(367.0844).

7m) Methyl1-(hydroxyl(2-(trifluoromethyl)phenyl)methyl)-9H-pyrido[3,4-b]indole-3-
carboxylate

42%Yield; light yellow solid; mp 197-198 °C; 'H NMR (400 MHz, CDCl;) & 8.85 (s, 1H), 8.40
(s, 1H), 8.16 (d, J = 7.9 Hz, 1H), 7.80 — 7.77 (m, 1H), 7.56 (t, J = 7.6 Hz, 1H),7.45 -7.38 (m,
4H), 7.26 — 7.24 (m, 1H), 6.58 (s, 1H), 5.30 (s, 1H), 4.06 (s, 3H). 3C NMR (100 MHz, CDCls) &
166.27, 142.92, 140.44, 136.23, 133.91, 132.89, 130.41, 130.16, 129.21, 128.58, 125.96, 125.90,
121.82, 121.50, 121.35, 117.69, 112.14, 68.75, 53.40, 52.59. IR (CHCls) : 3432, 2925, 2850,
1717, 1625, 1566, 1496, 1456, 1434, 1350, 1312, 1260, 1158, 1124,1061,1036, ESI-MS: m/z
401.00 (M+H)*; HRMS: m/z 401.1104 calcd for Ca;H;sF3N,O5+H*(401.1108).

9a) 1-Acetyl-N-(4-methoxy phenethyl)-f-carboline-3-carboxamide (marinacarbolines A)®

92% yield; Light yellow solid; mp 177-178 °C; 'TH NMR (400 MHz, CDCls) 6 10.39 (s, 1H),
9.07 (s, 1H), 8.20 (d, J = 7.8 Hz, 1H), 8.06 (t, J = 5.5 Hz, 1H), 7.64 — 7.57 (m, 2H), 7.39 — 7.36
(m, 1H), 7.25 (d, J = 8.6 Hz, 2H), 6.90 (d, J = 8.5 Hz, 2H), 3.84 — 3.79 (m, 5H), 2.96 (t, J= 6.8
Hz, 2H), 2.77 (s, 3H). 3C NMR (125 MHz, CDCls) 6 202.27, 164.51, 158.38, 141.51, 139.25,
136.26, 133.47, 132.60, 131.01, 129.90, 129.73, 122.31, 121.53, 121.04, 118.35, 114.15, 112.19,
55.30, 40.70, 34.98, 25.73.1R (CHCl3): vyax (cml) : 3391, 3249, 2922, 2852, 1660, 1529,1512,
1493, 1462, 1452, 1383, 1330, 1288, 1245, 1150, 1037. ESI-MS: m/z 388.10 (M+H)*; HRMS:
m/z 410.1477 [M+Na"] calcd for C,3H,;N3O3+Na* (410.1475).
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9b) 1-Acetyl-N-(4-Hydroxy phenethyl)-B-carboline-3-carboxamide( marinacarbolines B)®
OH

90% yield; yellow solid; mp 260-262 °C; 'H NMR (400 MHz, DMSO) 6 12.18 (s, 1H), 9.09 (s,
1H), 8.69 (t, J= 5.7 Hz, 1H), 8.45 (d, /= 7.8 Hz, 1H), 7.84 (d, J= 8.2 Hz, 1H), 7.63 (t,J= 7.6
Hz, 1H), 7.34 (t, J= 7.5 Hz, 1H), 7.12 (d, J = 8.2 Hz, 2H), 6.72 (d, J = 8.2 Hz, 2H), 5.76 (s, 1H),
3.59 (dd, J = 13.4, 6.6 Hz, 2H), 2.88 (s, 3H), 2.84-2.75 (m, 2H)."*C NMR (125 MHz, DMSO) &
200.95, 163.93, 155.70, 142.31, 138.61, 134.77, 133.86, 131.92, 129.54, 129.39, 129.27, 122.21,
120.76, 120.24, 117.77, 115.22, 113.26, 54.86, 34.50, 25.95. IR (CHCI3) : Vyax (cm™): 3360,
3335, 2922, 2851, 2677, 1742, 1673, 1644, 1610, 1592, 1515,1376, 1334, 1286, 1266, 1233,
1205, 1183,1159,1019. ESI-MS: m/z 374.00 (M+H)"; HRMS: m/z 374.1496 (M+H) calcd for
CyH 19N;05+H™ (374.1499).

10) 1-(1H-indole-3-carbonyl)-9H-g-carboline-3-carboxylic acid (Pityriacitrin B)©®
(@)

90%yield; yellow solid; mp 256-258 °C; 'H NMR (400 MHz, DMSO) & 12.41 (s, 1H), 12.27 (s,
1H), 9.75 (s, 1H), 9.15 (s, 1H), 8.61 (d, /= 7.2 Hz, 1H), 8.47 (d, J= 7.8 Hz, 1H), 7.91 (d, /= 8.1
Hz, 1H), 7.67 — 7.57 (m, 2H), 7.42 — 7.25 (m, 3H), 5.75 (s, IH). 3C NMR (125 MHz, DMSO) 5
186.36, 166.81, 142.03, 138.34, 137.08, 135.94, 135.80, 135.76, 131.29, 129.09, 127.27, 122.93,
122.18, 122.05, 121.65, 120.68, 120.44, 119.84, 114.14, 113.38, 112.24. IR (CHCI3): Vpax (cm!):
3436, 2071, 1633, 1355, 1017. ESI-MS: m/z 356 (M+H)"; HRMS: m/z 356.1029 calcd for
C,1H3N;0;3+H*(356.1030)

11) (9H-carbazol-1-yl)(1H-indole-3-yl) methanone) ( Pityriacitrin)®

42%yield; yellow solid; mp 231-233 °C; 'H NMR (400 MHz, Acetone) 6 11.48 (brs, 1H), 11.17
(brs, 1H), 9.56 (d, J = 2.5 Hz, 1H), 8.69 (d, /= 8.2 Hz, 1H), 8.60 (d, /=4.9 Hz, 1H), 8.34 (dd, J
=15.7, 6.3 Hz, 2H), 7.97 (d, J = 8.2 Hz, 1H), 7.70 — 7.56 (m, 2H), 7.39 — 7.26 (m, 3H).!3C NMR
(100 MHz, Acetone) 6 188.95, 142.63, 139.65, 138.54, 138.11, 137.12, 136.92, 132.13, 129.67,
128.73, 124.93, 123.87, 123.24, 122.91, 122.44, 121.64, 120.99, 118.54, 116.03, 113.58, 112.76.
IR (CHCI3): Viax (cm) :3413, 2921,2851, 1597, 1491, 1443, 1384, 1318,1286, 1233,1216 1134,
1020.ESI-MS:m/z 312 (M+H)"; HRMS: m/z 312.1130 calcd for C,0H3N;0+H"(312.1131).
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13) (2-chlorophenyl)(9H-pyrido[3,4-b]indol-1-yl)methanone:®

75%yield; yellow solid; mp 204-206 °C; 'H NMR (400 MHz, CDCl;) & 10.44 (s, 1H), 8.56 (d, J
= 4.9 Hz, 1H), 8.25 — 8.11 (m, 2H), 7.68 — 7.56 (m, 3H), 7.54 — 7.33 (m, 4H), *C NMR (125
MHz, CDCl;) 6 197.59, 141.22, 138.84, 138.40, 136.82, 135.50, 131.85, 131.20,130.05, 129.91,
129.49, 126.36, 121.92, 121.03, 120.73, 119.19, 112.11.IR (CHCI3): V. (cm™) : 3436, 2078,
1643, 1464, 1430, 1285, 1208, 1117, 1018.ESI-MS: m/z 307 (M+H)*; HRMS: m/z 307.0635
calcd for CgH;;CIN,O+H*(307.0633).

14) (4-Hydroxyphenyl)(9H-pyrido[3,4-b]indol-1-yl)methanone (Eudistomin-Y1)®

OH

5L D
Hod

40%yield; Yellow solid; mp 217-219 °C; 'H NMR (400 MHz, Acetone-dg) & 11.30 (s, 1H),
8.56 (d, J=4.9 Hz, 1H), 8.48 (d, J = 8.7 Hz, 2H), 8.35 (d, / = 4.9 Hz, 1H), 8.30 (d, /= 7.9 Hz,
1H), 7.88 (d,J=8.2 Hz, 1H), 7.63 (t,J=7.7 Hz, 1H), 7.34 (t, J = 7.5 Hz, 1H), 7.00 (d, J = 8.7
Hz, 3H). 3C NMR (125 MHz, Acetone) & 191.73, 161.61, 141.67, 141.53, 137.57, 137.21,
136.66, 136.50, 134.08, 131.28, 131.23, 129.41, 128.93, 121.63, 120.77, 120.73, 120.31, 118.07,
114.61, 112.64, 112.59. IR (CHCl3): Vi (ecml) @ 3400, 2921, 1600, 1384, 1317, 1245, 1216,
1164, 1045. ESI-MS: m/z 289 (M+H)"; HRMS: m/z 289.0977 caled for
C1gH12N,0,1+H*(289.0972).

15) Fascaplysin:®

=\ C*
N

H o)

82% yield; Brick red solid; m.p. 230-232 °C; 'H NMR (400 MHz, MeOD) 6 9.27 (d, J = 6.2 Hz,
1H), 8.86 (d, /= 6.2 Hz, 1H), 8.39 (d, /= 8.0 Hz, 1H), 8.24 (d, /= 8.1 Hz, 1H), 7.97 (d, /= 7.4
Hz, 1H), 7.89 (t, /= 7.8 Hz, 1H), 7.81 (t, J= 7.7 Hz, 1H), 7.72 (d, J = 8.3 Hz, 1H), 7.66 (t, J =
7.5 Hz, 1H), 7.45 (t, J = 7.4 Hz, 1H). 3C NMR (100 MHz, MeOD) & 183.30, 148.94, 148.79,
142.96, 138.26, 135.90, 133.16, 132.72, 127.49, 126.84, 125.61, 125.21, 124.64, 123.76, 121.29,
121.11, 116.40, 114.66. IR (CHCl3): Vi (cm™) 3437, 2921, 1637, 1018 cm!; ESI-MS: m/z
271.00[M-CI]"; HRMS: m/z 271.0865 calcd for CigH;;N,O" (271.0877).
4. References:

1) Yang, M. L.; Kuo, P. C.; Hwang, T. L.; Chiou, W. F.; Qian, K.; Lai, C. Y.; Lee, K. H.;

Wu, T. S., Bioorg. Med. Chem. 2011, 19, 1674-1682
2) Panarese, J. D.; Waters, S. P., Org. Biomol. Chem. 2013, 11, 3428-3431.
3) Huang, H.; Yao, Y.; He, Z.; Yang, T.; Ma, J.; Tian, X.; Li, Y.; Huang, C.; Chen, X.; Li,
W.; Zhang, S.; Zhang, C.; Ju, J., J. Nat. Prod. 2011, 74, 2122-2127.
4) Zhang, P.; Sun, X.; Xu, B.; Bijian, K.; Wan, S.; Li, G.; Jamali, M. A.; Jiang, T., Eur. J
Med. Chem. 2011, 46, 6089-6097.
5) Bharate, S. B.; Manda, S.; Joshi, P.; Singh, B.; Vishwakarma, R. A., Med. Chem.
Commun. 2012, 3, 1098-1103.
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6) Jin, H.; Zhang, P.; Bijian, K.; Ren, S.; Wan, S.; Jamali, M. A. A.; Jiang, T., Mar. Drugs
2013, 11, 1427-1439.
5. Copies of 'H NMR and =C NMR Spectra of Products:

3a) Methyl 1-(2,4-dimethoxybenzoyl)-9H-#-carboline-3-carboxylate:

=} Parameter Value
g 2 NRR3ELBR YBH 28R
S e BB NN~ NN N vy PPNy 1 Data File Name C:/ U/sers/
sony,
NSNS N NI/ Desktop/ NIZ-
FID/ NI2-3-
H1/ fid
2 Title NI2-FID
3 Comment NI2-3
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
/ / 7 Spectrometer spect
8 Author
9 Solvent cpci3
10 Temperature  300.0
11 Pulse 2930
Sequence
}—Im—{ T T T ; 12 Number of 16
=] a — =] =] Scans
-_° .~ - : o 13 Receiver Gain 128
82 80 78 76 74 72 70 68 66 14 Relaxation0.5000
f1 (ppm) elay
15 Pulse Width ~ 13.1000
16 Acquisition 2.7263
Time
17 Acquisition 2013-07-15T1
Date 1:41:20
18 Modification ~ 2013-07-15T1
Date 1:41:22
19 Spectrometer 400.13
| Frequency
20 Spectral Width 12019.2
21 Lowest -3104.1
’ I Frequency
i i 22 Nucleus 1H
23 Acquired Size 32768
24 Speﬁ:tral Size 65536 I
& b Yt & <
S S oo -o S —
— — - ~ oo
T T T T T T T T T T T T T T T
11.0 105 100 95 9.0 8.5 8.0 7.5 7.0 1.5 1.0 0.5 0.0

60 55
f1 (ppm)
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Sample Name NI2-3 Position vial 31 Instrument Name SG11351102 User Name
Inj Vol 0.05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NI2-3.d M:q__Methnn Common postive andn_ Comment Acquired Time i 3/8{?013_1_‘40‘22 PM
x10 4 +ESI Scan:1 (0.14-0.30 min, 8 Scans) Frag=100.0V Ni2-3.d
6.6
6.4
6.2
6
58
56
5.4
5.2
5
4.8
4.6
4.4
4.2
4]
3.8
3.6
3.4
32
34
2.8-
2.6
2.4

339.10

N
N

oRNPDRANDOOND

391.10

gy

by 173.00 ST 630.20
231.2 441.90 517.00

100 150 200 250 300 350 400 450 500 550 600 650 700
Counts vs. Mass-to-Charge (m/iz)

[sN=N=N<]




Qualitative Compound Report

Data File NI2-3d Sample Name NI2-3

Sample Type Sample Position vial 20

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 08-03-2013 PM 2:06:32
IRM Calibration Status SIS on Method SamplePurity-Defaultm
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Comp d Table

MFG D
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 16: C22 H18 N2 05 0.188 390.1218 €22 H18 N2 05 €22 H18 N2 05 -0.49 €22 H18 N2 05
Compound Label m/z RT Algorithm Mass
Cpd 16: C22 HI8 N2 05  391.1292 0.188  Find by Molecular Feature 390.1218
MFE MS Spectrum
x10 5 Cpd 16; C22 H18 N2 O5: +ESI MFE Spectrum (0.127-0.594 min) Frag=175.0V Ni2-3.d
15 391.1292
C22 H19 N2 O5
3
25
2
1.5 |
1 | |
|
”'Z \L | 803.2324
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS s@'nll’eak List
m/z z |Abund |Formula Ion
391.1292| 1 333531.09 |C22 H19 N2 05 (M+H)+
392.1318] 1 78993.43 |C22 H19 N2 05 (M+H)+
393.134| 1 14013.15 C22 H19 N2 05 (M+H)+
394.1376] 1 2051.48 |C22 H19 N2 05 (M+H)+
413.1105] 1 121681.12 |C22 H18 N2 Na 05 (M+Na)+
414.1133| 1 30095.73 |C22 H18 N2 Na 05 M+Na)+
415.1154| 1 4438.8|C22 H18 N2 Na 05 (M+Na)+
429.0841| 1 4886.82 |C22 H18 K N2 05 (M+K)+
803.2324| 1 12582.04 (2M+Na)+
804.2355] 1 5579.91 (2M+Na)+
Predicted pe Match Table
|1sotope m/z Calc m/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 391.1292 391.1288 -0.88 100 100 77.82 77.27
2| 392.1318 392.132 0.73 23.68 24.93 18.43 19.27
3 393.134 393.1347 1.84 4.2 4.01 3.27 3.1
4| 394.1376 394.1373 -0.67 0.62 0.48 0.48 0.37
--- End Of Report -—

Agilent Technologies Page 1 of 1 Printed at: 3:52 PM on:08-03-2013
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ckinElmer Spectrum Version 10.03.0
S . 10,2013 3:33 PM

Parshotam

Analyst Wednesday, July 10,2013 3 33 PM

Date

857

3006.30cm-1
2948.75cm-1

744

1417 98cm-1

1495.89cm-
133

cm-1

%T

|
gt 1287 30cm-1
1432,92cm-1
1458 .38cm-1

1357 45em-1

)3 86cm-1

1500

%o 3500

Quality Checks

The Quality Checks give rise to a Window Cutoff
| warning for the sample.

Wednesday, Ji

128.31cm-1

500

6
f1 (ppm)

Page 1
. .
3b) Methyl 1-(3,4-dimethoxybenzoyl)-9H-f-carboline-3-carboxylate:
©
g ggggmggg@;ggg 8'58 Parameter Value
= OV 05 85 G0 G0 80 NN N NN N N TYY 1 DataFile  C:/ Users/ sony/
il 3 T Y/
‘\'l\i‘*“ \/ V M/ \"/ Name Desktop/ 23-apr-
mcd-1d/ H1/ 7/ fid
2 Title H1
3 Comment NI2-11
4 Origin Bruker BioSpin GmbH
5 Owner M
6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCI3
10 Temperature 300.0
11 Pulse 2930
Sequence
e e -
12 Number of 10
Scans
13 Receiver 181
Gain
14 Relaxation ~ 0.5000
& T T T I T Tf Delay
o o S o - - -
- - A N — 15 Pulse Width 13.1000
T T T T 16 Acquisition ~ 2.7263
9.0 8.5 8.0 7.5 Time
f1 (ppm) 17 Acquisition  2014-04-23T11:48:11
Date
18 Modification 2014-04-23T11:48:14
Date
19 Spectrometer 400.13
Frequency
20 Spectral 12019.2
/ j j / / Width
| 21 Lowest -3104.5
Frequency
| 22 Nucleus 1H
Jt; L 23 Acquired Size 32768
24 Spectral Size 65536
s NWEER YL L S
< eceee ot ]
- PR g N (e
T T T T T T T T T T T T T
12 11 10 9 8
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Posit Vial 4C Instrument Name  5GI 102 User N"":e Tl &
N osition al 4C ¢ ibration
sample Name  NI2 SampleType Samp IRM Ca 2:31 PM
InjPosition Acquired Time
Inj Vol Method Common postive Comment
Data Filename  NI2 11 ACQMethor = aa=135.0v NIZ 11.d |
[+ESI Scan:1 (0.14-0.31 min, 9 Scans) Frag=13o.4
x10 5 2
8
8.25

~

0.5 l y 331
0.25 DS e A e P
e Sy a5 400 450 S
RYers 150 200 250 300 380 unts vs. Mass-to-Charge (r

~ 550
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Qualitative Compound Report

Data File NI2-11.d Sample Name NI2-11
Sample Type Sample Position Vial 15
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time  13-03-2013 PM 7:51:08
IRM Calibration Status Bl oA Method SamplePurity-Default.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
MFG Diff
Comp Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 6: C22 H18 N2 O5 0.19| 390.122 C22 H18 N2 05 C22 H18 N2 05 -0.98 C22 H18 N2 05
Compound Label m/z RT Algorithm Mass

Cpd 6: C22 H18 N2 O5 3911203 0.19 Find by Molecular Feature 390.122

MFE MS Spectrum
x10 6 Cpd 6: C22 H18 N2 O5: +ES| MFE Spectrum (0.137-0.621 min) Frag=175.0V NI2-11.d

2 391.1293
C22 H19 N2 05
15 ;
|
1 \
|
05

| 803.2336
| i

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z z |[Abund Formula Ion
391.1293] 1 191486.5/C22 H19 N2 O5 (M+H)+
392.1321] 1 48023.76|C22 H19 N2 05 (M+H)+
393.1352] 1 7321.17|C22 H19 N2 05 (M+H)+
394.1383] 1 874.13|C22 H19 N2 O5 (M+H)+
413.1109| 1 54469.64/C22 H18 N2 Na O5 (M+Na)+
414.1141| 1 12238.9|C22 H18 N2 Na O5 (M+Na)+
415.1171] 1 2558.84|C22 H18 N2 Na 05 (M+Na)+
803.2336] 1 18940.7| (2M+Na)+
804.2371| 1 8231.94/ (2M+Na)+
805.2378] 1 3425.42) (2M+Na)+
Predicted Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund % |Calc Abund % |Abund Sum % Calc Abund Sum %
1 391.1293 391.1288 -1.15 100 100 77.3 77.27
2 392.1321 392,132 -0.2 25.08 24.93 19.39 19.27
3 393.1352 393.1347 -1.26 3.82 4.01 2.96 3.1
4 394.1383 394.1373 -2.46 0.46 0.48 0.35 0.37
--- End Of Report -—

Agilent Technologies Page 1 of 1 Printed at: 8:54 AM on:14-03-2013
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PerkinElmer Spectrum Veersion 10.03.06
Monday, September 09, 2013 3:09 PM

Analyst Parshotam
Date Monday, September 09, 2013 3:09 PM
85
i
84
512.936m-1
768.46am-1
83l 532 87em-1
1215 52cm-1
824 1480.76cm-1 1170.93cm-1
2922 00cm-1 1431.96cm-1
1813.16amd
= 81 1135 98cm-1
b 1620.08cm-1
S 1580.73em-1
804 1262 59cm-1
1032.82cm-1
7H
784 1018.75cm-1
3435,62cm-1
T— = —— T T —
4000 3500 3000 2500 2000 1500 1000 500
cm-1
Sample Name Description Quality Checks
NI2-11 CHCL3 The Quality Checks give rise to multiple warnings for
S the sample. N SN |
Page 1
.
3c) Methyl 1-(2-methoxybenzoyl)-9H -#-carboline-3-carboxylate:
"3_ — TNOTTOTNNSOMND N N ©
=] = NNRNROUINY N0 o~ Parameter Value
— o GONNNNNNNNNNNNN © o
N N eem————— (| 1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/ NI2-6-
H1/ fid
2 Title NI2-FID
3 Comment NI2-6
4 Origin Bruker BioSpin
GmbH
5 Owner as ]
6 Site
e _
7 Spectrometer  spect
8 Author
9 Solvent CDCi3
10 Temperature 300.0
T TT T T T 11 Pulse Sequence zg30
=) =) =} =] N (=] 12 Number of 16
— ~ — — o ~ Scans
T j T T j ‘3 ‘2 j T 13 Receiver Gain 203
78 7.7 7.6 7.5f1 Zl‘)?)m)l 72 7.1 7.0 14 Relaxation 0.5000
Delay
15 Pulse Width 13.1000
16 Acquisition Time 2.7263
17 Acquisition Date 2013-07-15T11:
44:48
18 Modification 2013-07-15T11:
Date 44:50
19 Spectrometer ~ 400.13
Frequency
20 Spectral Width  12019.2
21 Lgwest -3105.5
Fiequency
| 22 Nficleus 1H
23 Afquired Size 32768
J 24 ctraIASize 65536 l
0 e 5%
— — L)
T T T T T T T T T T T T T T T T T T T T T T T T T
120 115 11.0 105 100 95 9.0 85 8.0 75 7.0 6.5 55 50 45 40 35 30 25 20 1.5 1.0 05 0.0

6.0
f1 (ppm)
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Sample Name NI2-6 Position Vial 28 Instrument Name 5G11351102

Inj Vol

0.05 InjPosition SampleType Sample

Data Filename  NI2-6.d ACQ Method Common postive and n Comment

x10

6.

6

LR

NbOOONBD

[

AnaS

wuwe
CNNAMAORXRWNAOOANLMO®

3

- - NNNN

NADBSNDD

a

v

+ES| Scan:1 (0.14-0.24 min, 5 Scans) Frag=100.0V NI2-6.d

98.90

187.00

245.00
9.00 669.70

70 60 50 40 30 20 10

User Name
IRM Calibration Status Not Applicable
Acquired Time 3/8/2013 1:32:57 PM
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Counts vs. Mass-to-Charge (m/z)
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Qualitative Compound Report

Data File NI2-6.d Sample Name NI2-6
Sample Type Sample Position Vial 39
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 12-03-2013 PM 4:09:47
IRM Calibration Status Biittess T DA Method SamplePurity-Default.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
MFG Diff
C Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 23: C21 H16 N2 04 0.19 360.1117 C21 H16 N2 04 C21 H16 N2 04 -1.82 C21 H16 N2 04
Compound Label m/z RT Algorithm Mass

Cpd 23: C21 HI6 N2 04 361.1189  0.19 Find by Molecular Feature 360.1117

MFE MS Spectrum

x10 6 Cpd 23: C21 H16 N2 O4: +ESI MFE Spectrum (0.136-0.536 min) Frag=175.0V Ni2-6.d
2 361.1189
1.75. cz21 H1?N2 04
15 |
1.25
g
0.75 |
0.5 | 743.2143
0.25 | C42 H32 N4 Na 08
i
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ion
361.1189| 1 1823820.13 |C21 H17 N2 04 (M+H)+
362.1225] 1 379544.5 |C21 H17 N2 04 (M+H)+
363.1247| 1 51118.58 |C21 H17 N2 04 (M+H)+
364.1272| 1 5937|C21 H17 N2 04 (M+H)+
383.1013| 1 460787.91 |C21 H16 N2 Na 04 (M+Na)+
384.104| 1 103345.23 |C21 H16 N2 Na 04 (M+Na)+
385.1062| 1 15190.69 |C21 H16 N2 Na 04 (M+Na)+
743.2143| 1 234470.06 |C42 H32 N4 Na 08 (2M+Na)+
744.217| 1 109741.46 |C42 H32 N4 Na 08 (2M+Na)+
745.2188| 1 27185.73 [C42 H32 N4 Na 08 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 361.1189 361.1183 -1.59 100 100 80.66 78.28
2 362.1225 362.1215 -2.93 20.81 23.79 16.79 18.62
3| 363.1247 363.1242 -1.49 2.8 3,53 2.26 2.76
4 364.1272 364.1268 1327 0.33 0.39 0.26 0.31
5 365.131 365.1294 -4.62 0.03 0.03 0.03 0.03
--- End Of Report ---

- Agilent Technologies Page 1 of 1 Printed at: 5:43 PM on:12-03-2013
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Analyst
Date

89.65

BS.O-'

88.51
88.0

87.54
87.04
86.5
86.01

85 5-‘
85.0{
845:
84.0
83,7+
4000

%T

Parshotam
Wednesday, July 10, 2013 3:38 PM

2851.16cm-1

2921.43cm-1

1492 23cm-1

1696.72cm-1

1458 58cm-1
1360.34cmAm 22.80cm-1

1800.67cm-1
1432.8
1652 65cm-1

1500

32.81
S
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Quality Checks

_| the sample.

The Quality Checks give rise to multiple warnings for
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3d) Methyl 1-(3-methoxybenzoyl)- 9H- f-carboline-3-carboxylate:
~ Parameter Value
~ wn TTTTooN VOTOOUTMOMANT—TONOV—H—=O OO O WO O
5 o TLTLLAN COOTTTCTLELCLTIMNANNNN A = O O ’ .
o d 1 Data File C:/ Users/
— a O 00 O W NNNNNNNNNANNNNNNNNNNNN M Name SOH‘{/
il
| N \ ¢ o/
NI2-13-ALL/
18/ fid
2 Title NI2-13-ALL
3 Comment NI2-13
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
o]
a, 9 Solvent cpei
- W 10 Temperature 300.0
Y, 11 Pulse 2930
ol u} Sequence
H 12 Number of 16
g E Scans
3 3 é. E' 28 0— 13 Receiver Gain 128
— o~ o~ o~ — 14 Relaxation 1.0000
T T Delay
15 Pulse Width ~ 13.1000
f1 (ppm) 16 Acquisiton  2.7263
Time
17 Acquisition 2013-09-11T1
Date 4:34:50
18 Modification ~ 2013-09-11T1
Date 4:34:52
19 Spectrometer 400.13
Frequency
20 Spectral Width 12019.2
21 Lojwest -3105.2
Frequency
22 Nycleus 1H
| 23 Acquired Size 32768
24 Spctral Size 65536
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Qualitative Compound Report

Data File NI2-13.d Sample Name NI2-13

Sample Type Sample Position Vial 12

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 13-03-2013 PM 7:37:28
IRM Calibration Status SRS DA Method SamplePurity-Default.m
Comment

Sample Group Info. 65:25(ACN:H20)
Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table

MFG Diff
C Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 6: C21 H16 N2 04 0.19 360.1109 C21 H16 N2 04 C21 H16 N2 04 0.29 C21 H16 N2 04

Compound Label m/z ___RT _ Algorithm g Mass
Cpd 6: C21 HI6N2 04  361.1182 0.19  Find by Molecular Feature 360.1109

MFE MS Spectrum
10 4 |Cpd 6: C21 H16 N2 O4: +ESI MFE Spectrum (0.140-0.557 min) Frag=175.0V NI2-13.d
361.1182

" C21H17 N2 04

6

4

2 743.2103

| C42 H32 N4 Na 08

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z z_|Abund Formula [1on
361.1182] 1 84781.13[C21 H17 N2 04 M)+
362.1212] 1 23536.27 [C21 H17 N2 04 (M+H)+
363.1238| 1 3804.35 [C21 H17 N2 04 (M+H)+
364.1289| 1 373.68|C21 H17 N2 04 (M+H)+
383.0997| 1 33070.25 |C21 H16 N2 Na 04 (M+Na)+
384.1036 | 1 8941.5|C21 H16 N2 Na 04 (M+Na)+
385.1055| 1 1308.98 |C21 H16 N2 Na 04 (M+Na)+
743.2103| 1 3584.38 [C42 H32 N4 Na 08 (2M+Na)+
744.2139| 1 1834.63 |C42 H32 N4 Na 08 (2M+Na)+
745.2189| 1 543.91 |C42 H32 N4 Na 08 (2M+Na)+
Predicted Isotope Match Table
|Isotope m/z Calcm/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 361.1182 361.1183 0.15 100 100 75.36 78.3
P 362.1212 362.1215 0.79 27.76 23.79 20.92 18.63
3 363.1238 363.1242 0.87 4.49 3.53 3.38 2.76
4 364.1289 364.1268 -5.92 0.44 0.39 0.33 0.31
--- End Of Report ---

Agilent Technologies Page 1 of 1 Printed at: 10:22 AM on:14-03-2013
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PerkinElmer Spectrum Version 10.03.06
Monday, September 09, 2013 3:10 PM

Analyst Parshotam
Date Monday, September 09, 2013 3:10 PM
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Page 1
Parameter Value
332 1 DataFile  C:/ Users/ sony/
<+ o Name Desktop/ NI2-FID/
~ ’ NI2-5-H1/ fid
2 Title NI2-FID
3 Comment NI2-5
4 Origin Bruker BioSpin GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCI3
10 Temperature 300.0
11 Pulse 2930
Sequence
12 Number of 16
Scans
13 Receiver 203
Gain
14 Relaxation  0.5000
Delay
15 Pulse Width  13.1000
16 Acquisition ~ 2.7263
Time
17 Acquisition  2013-07-16T14:09:09
ate
18 Modification 2013-07-16T14:09:10
ate
19 $pectrometer 400.13
requency
20 Ypectral 12019.2
idth
21 lowest -3105.0
Frequency
22 Nucleus 1H

c

—

quired Size 32768

23
JU 2% Agectrﬁl Size 65536
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Qualitative Compound Report

Data File NI2-5.d Sample Name NI2-5
Sample Type Sample Position Vial 10
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 13-03-2013 PM 7:28:26
IRM Calibration Status DA Method SamplePurity-Default.m
Comment
Sample Group Info. 65:25(ACN:H20)
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
I
Comp Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 3: C21 H16 N2 04|  0.189 360.111 C21 H16 N2 04 (21 H16 N2 04 0.1 C21 H16 N2 04
Compound Label m/z RT Algarlﬂ'lm Mass

Cpd3: C2LHI6N2 04 3611182 0.189 Findby Molecular Feature 360.111

MFE MS Spectrum

%10 5 de 3 C21 H16 N2 O4: +ES| MFE Spectrum (0.133-0.350 min) Frag=175.0V NI2-5.d

361.1182
1 C21 H17 N2 04

0.8 \
06 [
04

743.2102

0.2 |
\ C42 H32 N4 Na O8

Pl

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950

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

MS Spectrum Peak List

m/z z |Abund Formula Ton
361.1182| 1 96375.27|C21 H17 N2 04 (M+H)+
362.1215| 1 21838.33|C21 H17 N2 04 (M+H)+
363.1242| 1 3782,32|C21 H17 N2 04 (M+H)+
364.126 1 502.02|C21 H17 N2 04 (M+H)+
383.1001] 1 34746.69|C21 H16 N2 Na 04 (M+Na)+
384.1028| 1 8991.07|C21 H16 N2 Na 04 (M+Na)+
385.1064| 1 1363.96|C21 H16 N2 Na 04 (M+Na)+
743.2102| 1 5045.41|C42 H32 N4 Na 08 (2M+Na)+
744.2129| 1 2557.92|C42 H32 N4 Na 08 (2M+Na)+
745.2168| 1 538.51|C42 H32 N4 Na 08 (2M+Na)+
Predicted pe Match Table
m/z Calc m/z Diff (ppm) |Abund % Calc Abund % _|Abund Sum % Calc Abund Sum %
1 361.1182 361.1183 0.16 100 100 78.68 78.3
2 362.1215 362.1215 -0.18 22.66 23.79 17.83 18.63/
3 363.1242 363.1242 -0.07 3.92 3.53 3.09 2.76
4 364.126 364.1268 2.21 0.52 0.39 0.41 0.31
--- End Of Report ---

Agilent Technologies

Page 1 of 1

Printed at: 10:23 AM on:14-03-2013
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PerkinElmer Spectrum Version 10.03.06

Analyst Parshotam Wednesday, July 10, 2013 3:36 PM
Date Wednesday, July 10, 2013 3:36 PM
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Page 1
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3f) Methyl 1-(2,4-dimethyl benzoyl)-9H-f-carboline-3-carboxylate:
R NMTNOQOITNMA =D OLWM o @
=) QANNOROVYOVOY I MON < s
= FBBNNNNNNNNNNNNNKN < NN
| eSS emm—m— \Y4 Parameter Value
1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/
NI2-7-H1/ fid
2 Title NI2-FID
3 Comment NI2-7
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
- e 6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCi3
T T T 10 Temperature ~ 300.0
— — [ae] — 11 Pulse Sequence zg30
h - ~ - 12 Number of 16
T T T T T T T T T T T T Scans
8.5 8.3 8.1 7.9 7.7 7.5 - .
f1 (ppm) 13 Receiver Gain 203
14 Relaxation 0.5000
Delay
15 Pulse Width 13.1000
16 Acquisition Time2.7263
17 Acquisition 2013-07-17T11
Date :47:07
18 Modification 2013-07-17T11
Date :47:08
19 Spectrometer  400.13
Frequency
20 Spectral Width 12019.2
21 Lowest -3106.1
Frequency
22 Nucleus 1H
| 23 Acquired Size 32768
JL JL J 4 Spdctral Size 65536
: : : &%
— ~— ™ ~m M
T T T T T T T T T T T T T T T T T T T T T T T
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Qualitative Compound Report

Data File NI2-7.d Sample Name NI2-7

Sample Type Sample Position Vial 14

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 13-03-2013 PM 7:49:32
IRM Calibration Status R oA vethod SamplePurity-Default.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table

Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 5: C22 H18 N2 03 0.188 358.1312 €22 H18 N2 03 €22 H18 N2 03 139 €22 H18 N2 03
[Compound Label ' m/z “RT  Aigorithm Mass

:c;‘.d o C22 HI8N2O3  350.1386 0.188  Find by Molecular Feature 358.1312

MFE MS Spectrum
Cpd 5: C22 H18 N2 O3: +ESI MFE Spectrum (0.129-0.546 min) Frag=

359.1386
c22 H1? N2 O3

X104 175.0V NI2-7.d

o = N W & 0D

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (miz)

MS Spectrum Peak List

m/z z |Abund |Formula Ion
359.1386| 1 60236.83 |C22 H19 N2 O3 (M+H)+
360.1414] 1 15948.56 |C22 H19 N2 03 (M+H)+
361.1436| 1 2129.97 |C22 H19 N2 03 (M+H)+
381.1205| 1 16770.99 |C22 H18 N2 Na 03 (M+Na)+
382.1239| 1 4690.01 |C22 H18 N2 Na 03 (M+Na)+
383.1253] 1 699.72|C22 H18 N2 Na 03 (M+Na)+
Predicted pe Match Table
Isotope m/z Calc m/z piff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 359.1386 359.139 1.05 100 100 76.92 77.86
2| 360.1414 360.1422 2.29 26.48 24.86 20.36 19.35
3 361.1436 361.145 3.96 3.54 3.58 2.72 2.78
- End Of Report -~

Agilent Technologies Page 1 of 1

Printed at: 10:23 AM on:14-03-2013
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PerkinEimer Spectrum Version 10.03.06
Wednesday, July 10, 2013 3:41 PM

Analyst Parshotam
Date Wednesday, July 10, 2013 3:41 PM
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Sample Name Descriptian [Quality Checks
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l CHCL3 The Quality Checks give rise to muitiple wamings for
A A AU s o the sample.
Page 1
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3g) Methyl 1-(3,4-dimethyl benzoyl)-9H- f-carboline-3-carboxylate:
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Qualitative Compound Report

Data File NI2-35.d Sample Name NI2-35
Sample Type Sample Position Vial 3
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 17-07-2013 AM 11:38:24
IRM Calibration Status IS T 0A Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
MFG DHT
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 37: C22 H18 N2 03 0.198 358.1319 C22 H18 N2 03 C22 H1I8 N2 03 -0.39 C22 H18 N2 03
|Compound Label m/z ~RT__ Algorithm  Mass
|Cpd 37: C22 HI8 N2 03 359.1392 0.198  Find by Molecular Feature 358.1319
MFE MS Spectrum
x10 4 |Cpd 37: C22 H18 N2 03: +ESI MFE Spectrum (0.145-0.295 min) Frag=175.0V NI2-35.d
1 3
g
0.8 2l
umj L.
0.6 “I
-o.‘
0.4 | ‘
0.2 |
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ion
359.1392] 1 10528.21 |C22 H19 N2 03 (M+H)+
360.1423] 1 2721.06 |C22 H19 N2 03 (M+H)+
381.12] 1 6228.8 |C22 H18 N2 Na 03 (M+Na)+
382.1252| 1 1522.5|C22 H18 N2 Na 03 (M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 359.1392 359.139 -0.44 100 100 79.46 80.09
2 360.1423 360.1422 -0.19 25.85 24.86 20.54 19.91
--- End Of Report ---

Agilent Technologies Page 1 of 1 Printed at: 12:21 PM on:17-07-2013
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Analyst
Date

%T

91,
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Parshotam

Friday, July 19, 2013 2:46 PM
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|Sample Name

[Ni2-35

Description

Quality Checks

CHCL3

| The Quality Checks give rise to multiple warnings fo
| the sample.

Page 1
.
3h) Methyl 1- (benzoyl )-9H- #-carboline-3-carboxylate:
: o M= INnMmMUOLMmMaNnMmAN O ~
S S vuouANVwVNnInT TN o 5 " Val
— @ 6w BB NNNNNNNN < arameter alue
‘ VN TS 1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/
NI2-8-H1/ fid
2 Title NI2-FID
3 Comment NI2-8
4 Origin Bruker BioSpin
GmbH
5 Owner M
6 Site
7 Spectrometer spect
/ / 8 Author
9 Solvent cpci3
10 Temperature ~ 300.0
}g{ T ’I‘ 11 Pulse Sequence zg30
S 38 ;_4 b 8 12 Number of 16
o~ — ® — Scans
T T T T T T T 13 Receiver Gain 203
8.6 8.4 8.2 f 8.0 7.8 7.6 7.4 14 Relaxation 0.5000
(ppm) Delay
15 Pulse Width 13.1000
16 Acquisition 2.7263
Time
17 Acquisition 2013-07-17T1
Date 1:31:51
18 Modification 2013-07-17T1
Date 1:31:54
19 Spectrometer  400.13
Frequency
RO Spectral Width 12019.2
R1 Lowest -3104.9
Frequency
P2 Nucleus 1H
3 Acquired Size 32768
)L 4 spehtral size 65536 |
: Sk b #n ;
— — o~ — MmMAN—-HO 2]
T T T T T T T T T T T T T T T T T T T T T T T
11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

5.5
f1 (ppm)
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Qualitative Compound Report

Data File NI2-8.d Sample Name NI2-8
Sample Type Sample Position Vial 13
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time  13-03-2013 PM 7:42:02
IRM Calibration Status [SlES ] pA Method SamplePurity-Default.m
Comment
Sample Group Info. 65:25(ACN:H20)
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
MFG DIt
Ci Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 16: C20 H14 N2 03 0.189 330.1009 C20 H14 N2 03 C20 H14 N2 03 -1.35 C20 H14 N2 03
'Compound Label m/z RT  Algorithm Mass

/Cpd 16: C20 H14 N2 O3 331.1082 '0.189  Find by Molecular Feature 330.1009

MFE MS Spectrum

x10 5 |Cpd 16: C20 H14 N2 O3: +ESI MFE Spectrum (0.130-0.731 min) Frag=175.0V NI2-8.d

331.1082
2 C20 H15 N2 03

25 |
2

1.5 ‘
1-
05 l
0
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List
m/z z_|Abund Formula Ion .
331.1082| 1 290273.63 |C20 H15 N2 03 (M+H)+
332111 1 66369.91 |C20 H15 N2 O3 (M+H)+
333.1155| 1 8995.54 |C20 H15 N2 03 (M+H)+
334.1195| 1 1015.52 |{C20 H15 N2 O3 (M+H)+
353.0898| 1 106949.66 [C20 H14 N2 Na 03 (M+Na)+
354.093| 1 22558.94 |C20 H14 N2 Na O3 (M+Na)+
355.0953| 1 3360.5 |C20 H14 N2 Na O3 (M+Na)+
356.0986| 1 484.3|C20 H14 N2 Na O3 (M+Na)+
Predicted I pe Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 331.1082 331.1077 -1.42 100 100 79.17 79.35
2| 332.111 332.1109 -0.31 22.86 22.65 18.1 17.97
! 333.1155 333.1136 -5.47 3.1 3.06 2.45 243
4 334.1195 334.1163 -9.77 0.35 0.31 0.28 0.24
--- End Of Report -

Agilent Technologies Page 1 of 1 Printed at: 10:24 AM on:14-03-2013
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PerkinElmer Spectrum Version 10.03.08
Monday, September 09, 2013 3:15 PM

Analyst Parshotam
Date Monday, September 09, 2013 3:15 PM
89 /
89 ¢
88
521.28em-1
87 753.45cm-1
1492.72cm-1 614.57cm-1
86 i 1180.12em-1 776.95cm-1
2919 60cm-1 660.43cm-1
85 1595 36cm-1 1293 5Bom-1
- 1433 19cm-1. 1124.92cm1 716.23cm-1
=X 1336.50cm-1  993.48cm-1
S B4 1620.65cm-11360.24cme1  1015.57cm-1
3436.56¢cm-1 1455.08cm-1215.38cm-1
83 1700 57cm-1
82
81
| 1263.10cm-1
80— — v ——— . T —
4000 3500 3000 2500 2000 1500 1000 500
cm-1
Sample Name Description Quality Checks
NI2-8 CHCL3 The Quality Checks give rise to multiple wamings for
the sample. : i

Page 1
. . .
3i) Methyl 1-(1H-indole-3-carbonyl)-9H-#-carboline-3-carboxylate:
o
3 82 SBNRKREBRTYARLEN o parameter  Value
- o o RWBBBONNNNNNNNNN < L Data File ¢/ Users/ sony/
— A
v SNV Name Desktop/ 23-apr-
mcd-1d/ H1/ 10/ fid
2 Title H1
3 Comment NI2-9
4 Origin Bruker BioSpin GmbH
5 Owner M
6 Site
7 Spectrometer spect
8 Author
9 Solvent cpci3
10 Temperature 300.0
=4 S 4 11 Puise 2930
Sequence
12 Number of 10
Scans
13 Receiver Gain 203
14 Relaxation 0.5000
Delay
*Rl Tr& ; }_% 2—42 15 Pulse Width ~ 13.1000
- N N0
] — ~N - M 16 Acquisition 2.7263
T T T T Time
9.0 8.5 7.5 17 Acquisition 014-04-23T11:58:43
f1 (ppm) Date
18 Modification 014-04-23T11:58:46
Date
19 Spectrometer 00.13
Frequency
20 Spectral Width 2019.2
21 Lowest 3105.5
Frequency
22 Nucleus H
23 Acquired Size 2768
| J 24 Spectral Size 5536
I J W
s & & L
S ~ — o
- — — )
T T T T T T T T T T T T T T T T T T T T T T T T T T
12,0 115 11.0 105 10.0 95 90 85 80 75 70 65 6.0 50 45 40 35 30 25 20 15 1.0 05 00 -05 -1.0

5.5
f1 (ppm)




44

n © TwoMT A MNM
N i o_mqageo_r\_r\_:\gv—:r\gggggrosggzgﬁ ~ © N O am
© w NN WW Y ANMANN—TS ST i © Ne s AN
< © SRR MNeSnIRRRANRNKIREISS IN] o @ a o oo
— PR [ R Rl N R R R R R RA R R (R R s g 0 M M ® o em
|
| | !
| “ i | ] | ‘\ i | “‘“‘T ‘I i
(L . Jl
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190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)
1
el
Sample Name M2-9 Position Vial 31 Instrument Name S$G11351102 User Name
. InjVoel 05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  M2-9.d ACQ Method COMMON MHTD.m Comment Acquired Time 7/10/2013 1:02:35 PM

20 O

ek el kDGl s L

9:0.0:0 0.0 0 080 | sisas en b
OLNWMNONDO22NWAEGOON®

270.00

13
262.00

144.00

102.10

312.00

495.80

[+ESsI sScan:1 (0.13-0.38 min, 11 Scans) Frag=100.0Vv M2-9.d

594.10

l

760.90

160 150 200 250 300, P50, 442,498 &

00 550 600 650
arge (m/z)

700 750 800



45

Qualitative Compound Report

Data File NI2-9.d Sample Name  NI2-9
Sample Type Sample Position Vial 36
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time  11-07-2013 PM 3:41:36
IRM Calibration Status DA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
1l
Ci Label RT Mass Formula MFG F (ppm) | DB Formula
Cpd 22: C22 HISN3 03]  0.197| 369.111 C22 H15 N3 03 C22 H15 N3 03 u.al €22 H15 N3 03
[Compound Label __ m/z RT _ Algorithm Mass
Cpd 22: C22 HISN3 03 1370.1184  0.197 Find by Molecular Feature 369.111
MFE MS Spectrum
x10 5 |Cpd 22: C22 H15 N3 O3: +ESI MFE Spectrum (0.136-0.436 min) Frag=175.0V NI2-9.d
©
1.4 e
12 22
1 St
Moy
0.8 i3 o
06 | | &
0.4 = =
0.2 l { g
| |
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund |Formula Ion
370.1184 1 146597.08|C22 H16 N3 03 (M+H)+
371.1214 1 32817.45|C22 H16 N3 03 (M+H)+
372.124] 1 5306.75|C22 H16 N3 03 (M+H)+
373.125| 1 843.04/C22 H16 N3 03 (M+H)+
392.1) 1 60600.2|C22 H15 N3 Na 03 (M+Na)+
393.1032f 1 15910.22|C22 H15 N3 Na O3 (M+Na)+
394.1049] 1 2609.06|C22 H15 N3 Na 03 (M+Na)+
761.2112| 1 22654.78 (2M+Na)+
762.2149| 1 12998.13 (2M+Na)+
763.2153] 1 3265.26 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) |Abund % |Calc Abund % _|Abund Sum % Calc Abund Sum %
1 370.1184 370.1186 0.72 100 100 79 77.38
2 371.1214 371.1217 0.94 22.39 25.19 17.69 19.49
3 372.124| 372.1245 14 3.62 3.66 2.86 2.83
4 373.125 373.1271| 5.74 0.58 0.39 0.45 0.3
- End Of Report -—

Agilent Technologies

Page 1 of 1

Printed at: 5:57 PM on:11-07-2013
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PerkinElmer Spectrum Version 10.03.08
Wednesday, July 10, 2013 3:43 PM

Analyst Parshotam
Date Wednesday, July 10, 2013 3:43 PM
92:
914
90
|
89!
881
940.00cm-1
— 87 807.40cm-1
X
;i 86 2851.97cm-1
o) 1308217 8061 ik
2922 95cm-1 1715.08em-1 1159.06cm-1
5 i
84 3409.62cm-1 1493.35¢m-1 019.81cm-1
s2cm-1 1343 85cm-1
83 5cm-1
824 — e :
4000 3500 3000 2500 2000 1000 500
cm-1
S: I
[ Name D: Quality Checks ]
| CHCL3 | The Quality Checks give rise to multiple warmings for
S Mg R e | the sample
Page 1
. . .
3j) Methyl 1-(3,4,5-trimethoxybenzoyl)-9H-f-carboline-3-carboxylate:
R ~ OCINTOEOVWMITOMAN = O T o
=] < NANANRYOVOYOL TS eee
— o BB ONNNNNNNNNNNN <+ &«
N Nee—————— ~ Parameter Value
1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/
NI2-10-H1-R/
fid
2 Title NI2-FID
3 Comment NI2-10
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer  spect
8 Author
T — ? 9 Solvent CDCI3
2 D 8 10 Temperature 300.0
™ o~ — 11 Pulse Sequence zg30
' ' ' ' ! ! ! ! ! ! 12 Number of 16
83 82 81 80 79 78 77 76 75 74 Scans
f1 (ppm
(ppm) 13 Receiver Gain 203
14 Relaxation 1.0000
Delay
15 Pulse Width 13.1000
16 Acquisition Time 2.7263
17 Acquisition Date 2013-03-11T12:
30:27
18 Modification 2013-03-11Tf12:
Date 30:28
19 Spectrometer  400.13
f f Frequency
20(Spectral Width  12019.2
| 21|Lowest -3103.9
Frequency
| 22|Nucleus 1H
\ J J L. ‘ ﬁAcqul ed Size
g m cﬁwq, 24 Spectral Size 65536
< < =]
— — o™
T T T T T T T T T T T T T T T T T T T T T T
11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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1
30 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)
Sample Name  NI210 Position Vial 46 Instrument Name G1135110 User Name
Inj Vol 0.05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NI210.d ACQ Method Commaon postive and n Comment Acquired Time 3/11/2013 5:38:26 PM
1
x10 4 [+ESI Scan:1 (0.14-0.29 min, 8 Scans) Frag=135.0V NI210.d
48 }
4.6
4.4 |
4.2 |
j |
3.8 |
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2
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Qualitative Compound Report

Data File NI2-10.d Sample Name NI2-10
Sample Type Sample Position Vial 40
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 12-03-2013 PM 4:11:20
IRM Calibration Status DA Method SamplePurity-Default.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
MFG Diff
Ci Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 9: C23 H20 N2 06 0.191 420.1319 C23 H20 N2 06 C23 H20 N2 06 0.56 €23 H20 N2 06
‘Compound Label m/z RT Algorithm Mass

Cpd 9: C23H20 N2 06 4211392  0.191  Find by Molecular Feature 420.1319

MFE MS Spectrum
x10 5 |Cpd 9: C23 H20 N2 O6: +ESI MFE Spectrum (0.134-0.535 min) Frag=175.0V Ni2-10.d
1.75
1.5
1.26
i
0.75 i
0.5 f
0.25 |
| L
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z_|Abund Formula Ion
421.1392] 1 166426.06 |C23 H21 N2 06 (M+H)+
422,1421] 1 39932.81 |C23 H21 N2 06 (M+H)+
423.1448| 1 7197.14 |C23 H21 N2 06 (M+H)+
424.1491] 1 1272.4|C23 H21 N2 06 (M+H)+
443.1211) 1 68938.02 |C23 H20 N2 Na 06 (M+Na)+
444.1245] 1 16542.27 |C23 H20 N2 Na 06 (M+Na)+
445.1267| 1 3108.77 |C23 H20 N2 Na 06 (M+Na)+
863.2532| 1 26643.17 (2M+Na)+
864.2556| 1 13493.43 (2M+Na)+
865.2587| 1 4265.18 (2M+Na)+
Predicted Isotope Match Table
P m/z Calcm/z Diff (ppm) |Abund % Calc Abund %  |Abund Sum % Calc Abund Sum %
1 421.1392 421.1394 0.42 100 100 77.47 76.24
2| 422.1421 4221426 p By 23.99 26.08 18.59 19.88
3 423.1448 423.1452 0.97 4.32 4.5 3.35 3.43
4 424,1491 424.1478 -2.87 0.76 0.58 0.59 0.44
--- End Of Report ---

Agilent Technologies

Page 1 of 1

Printed at: 5:49 PM on:12-03-2013
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PerkinElmer Spectrum Version 10.03.06
Wednesday, July 10, 2013 3.48 PM

Analyst Parshotam
Date Wednesday, July 10, 2013 3:48 PM

90,

901

894

88

11.38cm-1
87+ &
| 2

861 548.39cm-1
- 1214 30em-1
- le 342 m 1.60¢m-1 1020 44cm-1

1461.31
541 1415 13cm-1
1380.05cm-1
83 1578.84cm-11311 -1
| 68cm-1 3.99cm-1
824 1259 92cm-1
1240

81

80 S ST AR S —

4000 3500 3000 2500 2000 1500 1000 500

cm-1

“Sample Name Description Quality Checks i
Ni2-10 CHCL3 The Quality Checks give rise to multiple warnings for |
| - a1 =it 3 the sample. _‘

Page 1
. .
3k) Methyl 1-(benzo[d][1,3]dioxole-5-carbonyl)- 9H- f-carboline-3-carboxylate:
8 N VT NN OSSN @ @ —
S S T Y ANNOQY IR < < o
- G @B www NNNNG O © < —
QR
Parameter Value
1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/
NI2-4-H1/ fid
2 Title NI2-FID
3 Comment NI2-4
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
/ / 7 Spectrometer  spect
8 Author
9 Solvent cbai3
10 Temperature  300.0
o ] — - o 11 Pulse Sequence zg30
- ~ ~ - - 12 Number of 16
T T T T T T T T Scans
8.6 8.4 8.2 8f(1] (pp;')s 7.6 74 7.2 13 Receive.r Gain 203
14 Relaxation 0.5000
Delay
15 Pulse Width 13.1000
16 Acquisition Time2.7263
17 Acquisition ~ 2013-07-15T11
Date :36:12
18 Modification 2013-07-15T11
Date :36:14
19 Spectrometer  400.13
Frequency
20 Spectral Width 12019.2
21 Lowest -3104.4
Frequency
| 22 Nucleus 1H
23 Acquired Size 32768
\ | I | . J ;
g & g
— o o
T T T T T T T T T T T T T T T T T T T
11.5 110 105 100 9.5 9.0 8.5 8.0 7.5 7.0 6.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

6.0 55
f1 (ppm)
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al 2 Instrument Name 5G11351102 :

Sample Name ~ NI2-4 Position Vial 29 sampleType Ssample IRM Calibration Status Not
In Val 0.05 InjPasition by ‘; Acquired Time 3(8/2013 1:35:29 PM
Data Filename  NI2-4.d ACQ Method Common pestive anc B Commer

10 4 [+ES1 Scan:1(0.14-0.26 min 6 Scans) Frag=100.0V Ni2-4.d Subtract
x

o)
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2
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Qualitative Compound Report

Data File NI2-4.d Sample Name NI2-4
Sample Type Sample Position Vial 42
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 19-03-2013 PM 12:48:53
IRM Calibration Status DA Method SamplePurity-Default.m
Comment
Sample Group Info. 65:25(ACN:H20)
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
1
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 17: C21 H14 N2 o5 0.187 374.0906] €21 H14 N2 05 C21 H14 N2 05 -0.86 C21 H14 N2 05 l
Compound Label m/z RT Algorithm Mass
Cpd 17: C21 H14 N2 05 375.098 0.187 Find by Molecular Feature 374.0906

MFE MS Spectrum
<10 5 |Cpd 17: C21 H14 N2

05: +ES|I MFE Spectrum (0.131-0.618 min) Frag=175.0V Ni2-4.d

0

5N2C

—CZTHT

1
300 350 400 450 500 550 500 650 700 750 800 850 900 950

150 200 250
Counts vs. Mass-to-Charge (miz)
MS Spectrum Peak List
m/z z |Abund |Formula Ion
375.098| 1 300747.13 [C21 H15 N2 O5 (M+H)+
376.1007] 1 73065.72 |C21 H15 N2 05 (M+H)+
377.1034] 1 9085.42 |C21 H15 N2 05 (M+H)+
378.1059| 1 1062.78 |C21 H15 N2 O5 (M+H)+
397.0795| 1 51497.28 |C21 H14 N2 Na O5 (M+Na)+
398.0825| 1 12614.31 |C21 H14 N2 Na 05 (M+Na)+
399.0864| 1 1994.45 |C21 H14 N2 Na 05 (M+Na)+
Predicted Isotope Match Table
'ﬁmpe m/z Calc m/z Diff (ppm) __|Abund % Calc Abund % Abund Sum % Calc Abund Sum % j
1 375.098 375.0975 -1.09 100 100 78.33 78.13
! 376.1007 376.1007 0 24.29 23.81 19.03 18.6
3 377.1034 377.1033 -0.23 3.02 3.74 2.37 2.92
4 378.1059 378.1059 0.1 0.35 0.44 0.28 0.34
--- End Of Report ---
Agilent Technologies page 1 of 1 Printed at: 2:24 PM on;19-03-2013

31) Methyl 1-(2-chlorobenzoyl)-9H-f-carboline-3-carboxylate:
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10.65
9.04

1.06]

825

823

7.80

7.80
L 7.68
L 7.67
L 7.66
L 7.51
L 7.51
L 7.50
| 7.50
| 7.48
| 7.48

L
L

7.46
7.46
7.45
7.44
7.43
7.42
7.41
7.41
389

T 7.82
1 7.82

|

Parameter

83 82 81 80

—

1.011
1.00=

1.06=

16 Acquisition Time
17 Acquisition Date

18 Modification

Value

1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/
NI2-12-H1/ fid

2 Title NI2-FID

3 Comment NI2-12

4 Origin Bruker BioSpin
GmbH

5 Owner 1M

6 Site

7 Spectrometer  spect

8 Author

9 Solvent CDCI3

10 Temperature 300.0

11 Pulse Sequence zg30

12 Number of 16

Scans
13 Receiver Gain 181
14 Relaxation 0.5000
Delay
15 Pulse Width 13.1000

2.7263
2013-07-16T14
:113:37
2013-07-16T14

Date :13:38
19 Spectrometer ~ 400.13
Frequency
20 Spectral Width  12019.2
21 Lowest -3105.0
Frequency
22 Nycleus 1H
23 Adquired Size 32768
] L J@ Spectral Size 65536

3.09=

T T
11.0 105 100 95 9.0
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sample Name ~ NI212
Inj Vol 0.05
Data Filename NI212

f1 (ppm

Position Vial 45 Instrument Name 02 User Name
InjPosition SampleType IRM Calibration Status
d ACQ Method Common postive a Comment Acquired Time

<10 5 |+ESI Scan:1 (0.14-0.29 min, 8 Scans) Frag=135.0V Ni212.d

|
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7.5 ‘
7.25 |

7
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40
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30

20
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Qualitative compound Report

Data File NI2-12.d Sample Name NI2-12

sample Type Sample Position vial 38

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 12-03-2013 PM 4:02:18
IRM Calibration Status _DA Method SamplePurity-Default.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table

Compound Label

Cpd 19: C20 H13 CIN203

|Compound Label To/E |RT__[Mgorithm __ "~ Mass
Cpd 19: C20 H13 O N2 365.0688 0.19 'Find by Molecular Feature 364.0615
o3

MFE MS Spectrum
05 Cpd 19: Cc20H13Cl N2 03: +ES| MFE Spectrum (0.131

-0.615 min) Frag=175.0V NI2-12.d

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950

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

37.0667 llmm_mn-
@mm_mm_
1286602 mm-
388.0536 nmm-
389.0482 ll 20 H13 G N2 Na O3 [orenaye |
-milmm-
m—m

w
®
~
=1
@
=}
Q|

H

—- End Of Report -~

Agilent Technologies page 1 of 1 Printed at: 5:48 PM on:12-03-2013




erkinElmer Spec 03.06
e ednesday, uly 10, 2013 356 PA
I Parshotam
g":‘m Wednesday, July 10,2013 3:55 PM
a
88,
88
86
|
841
a2 3063.89cm-1
801 o 645.76cm-1
732.79cm-1
78‘I 2922 46cm-1 525 16cm-1
= |
X 76 3368.18cm-1
741
| 1651.63¢cm-1 136
72 ‘ 1701.83em-1
704
68
| % y
66 ! B : - ;
I — — 1000 500
651 2500 3000 2500 2000 1600 '
4000 em-1
e NI2-12_1 CHCL3
Page 1
.
3m) Methyl 1-(3-chlorobenzoyl)-9H-f-carboline-3-carboxylate:
B NHOoOOoONNOOYT WOONMANNNL = —HOM—OLT T MM
=] QRO NN LeorveeLYVwVVYYiNWIn Y N Y ¥ v 2
— Y 05 00 00 00 06 00 0B B NNNNNNNNNNNNNNNNNNNKNN
BRSOy 7 T T R R R R R
Parameter Value
1 Data File Name C:/ Users/ sony/
Desktop/ c13-
prashant/ 5/ fid
2 Title c13-prashant
3 Comment NV3B-110U
4 Origin UXNMR, Bruker
Analytische
Messtechnik
e _ VY o4 GmbH
5 Owner root
6 Site
7 Spectrometer spect
8 Author
T T H%-Hi\b TK 9 Solvent cDCi3
— — —o Qo 10 Temperature ~ 682.6
- - N 11 Pulse Sequence zg30
8‘5 8‘3 ! 8‘1 7‘9 ! 7‘7 ! 7‘5 12 Number of Scans 16
: ) Y (ppm.) . ! 13 Receiver Gain 362
14 Relaxation Delay 1.0000
15 Pulse Width 12.2500
16 Acquisition Time 3.1719
17 Acquisition Date 2013-09-11T14:
09:48
18 Modification 2013-09-11T14:
Date 10:48
19 Spectrometer  500.13
Frequency
20 Spectral Width  10330.6
21 Lpwest -2709.8
Frequency
| 22 Nucleus 1H
Lol il 23 Arquired Size 32768
JL N | 24 qeectralASize 65536
il Fh s dERD &
< e eenaxw <
— o o N o laal
T T T T T T T T T T T T T T T T T T T T T T T
11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

5.5
f1 (ppm)



56

<«
3 JRR2ALSALRIGIT IRF »
O HBoOUMTNANND A INBeE=2]
3 BERRAARANNINY NN &
| e———— Y =
|
wo I
|
| |
| LU
Il _
1T90 1T T T T T T T T T T T T T T T T T T
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Sample Name  NI82-29 Position vial 19 Instrument Name  SG11351102 User Name
1nj Vol 05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename __ NI82-29.d ACQMethod  COMMON MHTD.m _ Comment Acquired Time 9/9/2013 3:12:19 PM
x10 4 +ESI| Scan:1 (0.1-0.4 min, 13 Scans) Frag=135.0V NIi82-29.d
1.4 =]
>
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1.2
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Qualitative Compound Report

Data File NI2-29.d Sample Name NI2-29
Sample Type Sample Position Vial 5
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time  09-09-2013 PM 12:05:40
IRM Calibration Status DA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
Comp d Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 21: C20 H13 CIN2 03 0.194 364.0613 €20 H13 CIN2 03 C20 H13 CIN2 03 0.44 C20 H13 CIN2 03
Compound Label m/z RT Algorithm ~ |Mass
Cpd 21: C20H13 CIN2  365.0686 0.194 Find by Molecular Feature 364.0613

03

MFE MS Spectrum
x10 5 |Cpd 21: €20 H13 CI N2 O3: +ESI MFE Spectrum (0.142-0.697 min) Frag=135.0V NI2-29.d
© @0
25 = 2
g2 o3
2 -n'l,:'; =t
1ig 8T =0
g ~§
1
&l 2
05 l 1 2
| |
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z_|Abund Formula Ion
365.0686| 1 268688.72 |C20 H14 CI N2 O3 (M+H)+
366.0716| 1 59193.41 [C20 H14 CI N2 O3 (M+H)+
367.0665| 1 84267.04 [C20 H14 €I N2 03 (M+H)+
387.0502| 1 110225.02 {C20 H13 CI N2 Na 03 (M+Na)+
388.0536( 1 24455.3 |C20 H13 CI N2 Na O3 (M+Na)+
389.0481] 1 38827.7 |C20 H13 CI N2 Na O3 (M+Na)+
75L.1112] 1 60813.67 |C40 H26 CI2 N4 Na 06 (2M+Na)+
752.1139| 1 26644.06 |C40 H26 CI2 N4 Na 06 (2M+Na)+
753.1103] 1 41003.48 | C40 H26 CI2 N4 Na 06 (2M+Na)+
754.1118] 1 18317.71 | C40 H26 CI2 N4 Na 06 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 365.0686 365.0687 0.4 100 100 62.09 60.15
2| 366.0716 366.0719 0.93 22.03 22.64 13.68 13.62
3 367.0665 367.0666 0.22 31.36 35.06 19.47 21.09
4 368.0693 368.0693 0.01 6.74 7.55 4.19 4.54
5 369.0706 369.0719 3.5 0.92 1 0.57 0.6

--- End Of Report ---
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Qualitative Compound Report

Data File NI2-29.d Sample Name NI2-29
Sample Type Sample Position Vial 5
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time  09-09-2013 PM 12:05:40
IRM Calibration Status DA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
Comp d Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 21: C20 H13 CIN2 03 0.194 364.0613 €20 H13 CIN2 03 C20 H13 CIN2 03 0.44 C20 H13 CIN2 03
Compound Label m/z RT Algorithm ~ |Mass
Cpd 21: C20H13 CIN2  365.0686 0.194 Find by Molecular Feature 364.0613

03

MFE MS Spectrum
x10 5 |Cpd 21: €20 H13 CI N2 O3: +ESI MFE Spectrum (0.142-0.697 min) Frag=135.0V NI2-29.d
© @0
25 = 2
g2 o3
2 -n'l,:'; =t
1ig 8T =0
g ~§
1
&l 2
05 l 1 2
| |
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z_|Abund Formula Ion
365.0686| 1 268688.72 |C20 H14 CI N2 O3 (M+H)+
366.0716| 1 59193.41 [C20 H14 CI N2 O3 (M+H)+
367.0665| 1 84267.04 [C20 H14 €I N2 03 (M+H)+
387.0502| 1 110225.02 {C20 H13 CI N2 Na 03 (M+Na)+
388.0536( 1 24455.3 |C20 H13 CI N2 Na O3 (M+Na)+
389.0481] 1 38827.7 |C20 H13 CI N2 Na O3 (M+Na)+
75L.1112] 1 60813.67 |C40 H26 CI2 N4 Na 06 (2M+Na)+
752.1139| 1 26644.06 |C40 H26 CI2 N4 Na 06 (2M+Na)+
753.1103] 1 41003.48 | C40 H26 CI2 N4 Na 06 (2M+Na)+
754.1118] 1 18317.71 | C40 H26 CI2 N4 Na 06 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 365.0686 365.0687 0.4 100 100 62.09 60.15
2| 366.0716 366.0719 0.93 22.03 22.64 13.68 13.62
3 367.0665 367.0666 0.22 31.36 35.06 19.47 21.09
4 368.0693 368.0693 0.01 6.74 7.55 4.19 4.54
5 369.0706 369.0719 3.5 0.92 1 0.57 0.6

--- End Of Report ---
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Analyst

Parshotam
Monday, September 09, 2013 3:12 PM

PerkinElmer Specirum Version 10.03.06
Monday, September 08, 2013 3:12 PM

89.9
89.5{

89.0
88.5
88.0
875
87.0
86.5
86.0
85.5
85.0
84.54

84.0+
4000

1217 63cm-1
1268 81cm-1
1456 98cm-1
1363 87cm-1

1648.02cm-1
2852.47cm-1
1710.51cm-1

1018.08cm-1
2922 42em-1 1033 00cm-1

3400'61cm-1

3500 3000 2500 2000 1500 1000

cm-1

532.89cm-1

716.15cm-1

500

Sample Name Description Quality Checks

NI2-29 CHCL3

the sample. _

The Quality Checks give rise to multiple warnings for

Page 1
.
3n) Methyl 1-(4-Bromobenzoyl)-9H-f-carboline-3-carboxylate:
z 8 RINALBITIILIRA S
— o WWEWONNNNNNNNNN <+ Parameter Value
‘ \/ \/ W 1 Data File Name C:/ Users/
sony/ Desktop/
NV3B-X-FID/
NV3B-61U-H1/
fid
2 Title NV3B-X-FID
3 Comment NV3B-61U
4 Origin Bruker BioSpin
GmbH
5 Owner pes ]
— g 6 Site
7 Spectrometer  spect
8 Author
3 a hs By 9 Solvent CDCI3
~ — < — 10 Temperature ~ 300.0
T T T T T T T 11 Pulse Sequence zg30
8.6 8.4 8.2 8.0 7.8 7.6 7.4 12 Number of 16
f1 (ppm) Scans
13 Receiver Gain 128
14 Relaxation 1.0000
Delay
15 Pulse Width 13.1000
16 Acquisition Time2.7263
17 Acquisition 2013-04-10T14
Date :58:16
18 Modification 2013-04-10T14
Date :58:18
19 Spectrometer ~ 400.13
Frequency
f 20 Spectral Width 12019.2
21 Lowest -3104.9
Frequency
| 22 Nucleus 1H
23 Acquired Sjze 32768
! L @M o553 |
El &
— o
T T T T T T T T T T T T T T T T T T
11.0 105 100 9.5 6.5 6.0 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

5.5
f1 (ppm)
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f1 (ppm)
Sample Name  NV3V61U Position vial 13 Instrument Name  SG11351102 User Name
Inj Vol 0.05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NV3V61U.d ACQ Method Common postive and n Comment Acquired Time 11/21/2012 10:52:21 AM
x10 4 |+*ESI Scan:1 (0.13-0.32 min, 15 Scans) Frag=135.0V NV3Vv6i1U.d
33
32
31
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29
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Qualitative Compound Report

Data File NV3B-61U.d Sample Name NV3B-61U
Sample Type Sample Position Vial 6
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 13-09-2013 PM 12:13:47
IRM Calibration Status _DA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
Compound Label RT Mass Formula MFG Formula ppm) DB Formula
Cpd 19: C20 H13 Br N2 03 0.19 408.0124 €20 H13 Br N2 03 (20 H13 Br N2 03 -3.58 C20 H13 Br N2 03
Compound Label m/z RT  Algorithm 'Mass
Cpd 19: C20 H13 Br N2 409.0195 0.196 Find by Molecular Feature 408.0124
03
MFE MS Spectrum
x10 5 |Cpd 19: C20 H13 Br N2 O3: +ES| MFE Spectrum (0.116-0.417 min) Frag=135.0V NV3B-61U.d
25 2
2
1.5
1
0.5
0
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund |Formula Ion
409.0195]| 1 242097.78 {C20 H14 Br N2 03 (M-+H)+
410.0229| 1 59460.74 |C20 H14 Br N2 03 (M+H)+
411.018]| 1 241353.08 |C20 H14 Br N2 03 (M+H)+
412.0211) 1 52650.13 |C20 H14 Br N2 03 (M+H)+
431.0017] 1 82429.76 |C20 H13 Br N2 Na 03 (M+Na)+
433.0001] 1 81490.95 |C20 H13 Br N2 Na 03 (M+Na)+
839.0106f 1 31416.47 (2M+Na)+
841.0091] 1 67003.68 (2M+Na)+
842.0115] 1 30487.85 (2M+Na)+
843.008| 1 35573.8 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calc m/z Diff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 409.0195 409.0182 -3.19 100 99.66 39.96 40.22
2 410.0229 410.0214 -3.66 24.56 22.56 9.81 9.1
3 411.018 411.0164 -3.81 99.69 100 39.84 40.36
4 412.0211 412.0195 -3.87 21.75 22,25 8.69 8.98
5 413,0238 413.0222 -3.88 3.78 2.99 1.51 1.21
6 414.0251 414.0248 -0.78 0.33 0.3 0.13 0.12
7 415.038 415.0274 -25.54 0.15 0.02 0.06 0.01

--- End Of Report -~




62

PerkinEimer Spectrum Version 10.03.06
Friday, September 13, 2013 1:23 PM

Analyst Parshotam
Date Friday, September 13, 2013 1:23 PM
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. s
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86 1586 85cm-1

1018.88cm-1
85+
84
3436.32ém-1
83 T- )
4000 3500 3000 2500 2000 1500 1000 500
cm-1
Sample Name Description Quality Checks |
NI2-38_1 CHCL3 The Quality Checks give rise to multiple warnings for
s the sample. |
Page 1

30) Methyl 1-(4-hydroxy-3,5-dimethoxybenzoyl)-9H-£-carboline-3-carboxylate:

~ O QO T NNOOSTTOAN N O | 10
=] < MmN VWOV YY Y Y YYD Qe
— o © o NNNNNNNNNNS | <
G N /
Parameter Value
1 Data File Name C:/ Users/ sony/
Desktop/ NI2-
FID/ NI2-25-H1/
fid
2 Title NI2-FID
3 Comment NI2-25
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCI3
T ’—ym—‘ T‘ 10| Temperature 300.0
< — — 11|Pulse Sequence zg30
- ~ —
. . . . . . . . . . 12|Number of Scans 16
83 82 81 80 79 78 7.7 [76 7.5 7.4 13|Receiver Gain 203
f1 (ppm) 14|Relaxation Delay 1.0000
15(Pulse Width 13.1000
16|Acquisition Time 2.7263
17|Acquisition Date 2013-03-18T14:
44:07
18|Modification 2013-03-18T14:
Date 44:08
19|Spectrometer 400.13
Frequency
20|Spectral Width  12019.2
f / / I 21|Lowest -3103.9
| Frequency
' 22|Nucleus 1H
| \JL J 23Acquifed Size 32768
A J . LM L ec] SiZeL 65536
& i\ 2L [ &4 & 2%
S o S o — =0 o SRS
- — = N — [
T T T T T T T T T T T T T T T T T T T T T T T
11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

0 55
f1 (ppm)
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180
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0.05

NI2225.d
+ESI Scan:1 (0.14-0.38 min, 12 Scans) Frag=135.0V NI2225.d

170

Position Vial 62 Instrument Name
InjPosition SampleType

ACQ Method Common postive and n C

omment
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S$G11351102 User Name

IRM Calibration Status Not Applicable
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148.90
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Qualitative Compound Report

Data File NI2-25.d Sample Name NI2-25

Sample Type Sample Position Vial 37

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 19-03-2013 PM 12:21:37
IRM Calibration Status “ DA Method SamplePurity-Default.m
Comment

Sample Group Info. 65:25(ACN:H20)

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Comp d Table

U
Comp Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 4: C22HI8N206 |  0.185 406.1166 C22 H18 N2 06 €22 H18 N2 06 -0.24 €22 H18 N2 06
Compound Label m/z 'RT _ Algorithm Mass

Cpd 4: C22 H18 N2 06 407.1239  0.185 Find by Molecular Feature 406.1166

MFE MS Spectrum
x10 5 Cpd 4: C22 H18 N2 O6: +ESI MFE Spectrum (0.139-0.308 min) Frag=175.0V Ni2-25.d

1.6 8
1.4 2 =
1.2 o

1 §‘:|:
0.8 8

- 3

835.2212

L

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List
m/z 2z |Abund Formula Ion
407.1239| 1 151254.63 |C22 H19 N2 06 (M+H)+
408.1269| 1 37879.96 |C22 H19 N2 06 (M+H)+
409.1297| 1 6320.96 |22 H19 N2 06 (M+H)+
410.1313] 1 1020.56 |C22 H19 N2 06 (M+H)+
429.1059| 1 16620.46 |C22 H18 N2 Na 06 (M+Na)+
430.1084| 1 4231.2|C22 H18 N2 Na 06 (M+Na)+
4311113 1 789.23|C22 H18 N2 Na 06 (M+Na)+
835.2212| 1 5374.36 (2M+Na)+
836.2251| 1 2905.04 (2M+Na)+
837.2281| 1 894.8 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1] 407.1239 407.1238 -0.34 100 100 76.98 77.08
2 408.1269 408.127 0.16 25.04 24.97 19.28 19.25
3 409.1297 409.1295 -0.51 4.18 4.22 3.22 3.25
4 410.1313 410.1321 1.91 0.67 0.54 0.52 0.41
--- End Of Report -

Agilent Technologies Page 1 of 1 Printed at: 2:23 PM on:19-03-2013
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PerkinElmer Spectrum Version 10.03.06
Wednesday, July 10, 2013 4.07 PM
Analyst Parshotam

Date Wednesday, July 10, 2013 4:07 PM
82
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704 1494 55cm-1
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2954.99cm-1 2cm-1 . 1021 46cm-1
84 1171.86cm-1 800.62cm-1
m
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45— B : fe
4000 3500 3000 2500 2000 1500 1000 500

|sample Name [Deseri [Quality Checks
NI2-25 CHCL3

The Quality Checks give rise to multiple wamings for
| the sample.

Page 1

3p) Methyl 1-(3, 5-dibromo-4-hydroxybenzoyl)-9H-#-carboline-3-carboxylate:

< NN NWOOWOYT O N®DWOLN ©
~ —HO YT ANO®OOOWOMMM a
— AW WWONNNNNNNN ™
L NN e
Parameter Value
1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/
NI2-37-H1/ fid
2 Title NI2-FID
3 Comment NI2-37
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer  spect
8 Author
9 Solvent DMSO
N A‘ J’ 10 Temperature ~ 300.0
o o =]
= = = 11 Pulse Sequence zgpr
T T T T T T T 12 Number of 16
79 78 77 76 75 74 73 Scans
f1 (ppm) 13 Receiver Gain 81
14 Relaxation 1.0000
Delay
15 Pulse Width 13.1000
16 Acquisition Time 4.0894
17 Acquisition Date 2013-08-19T16
:122:24
18 Modification ~ 2013-08-19T16
Date 122:26
19 Spectrometer  400.13
Frequency
20 Spectral Width  8012.8
21 Lowest -2572.5
Frequency
22 Nucleus 1H
23 Acquin Siﬂ 32768
)
—
T

T

T
12,5 115

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

©

o
T T T T T T T T T T
10.5 95 90 85 80 75 70 65 60 55 50 45 4.0
f1 (ppm)
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Sample Name NI2-37 Position Vial 18 Instrument Name 5611351102 User Name

Inj Vol 05 InjPosition Sam,
| pleType Sample IRM Calibration Status Not Applicabl
Data Filename  NI2-37.d ACQMethod  COMMON MHTD.m  Comment Acquired Time 9/9/2;;,;:'0;43 PM

x10 3 +ESI Scan:1 (0.1-0.7 min, 24 Scans) Frag=135.0Vv NI2-37.d
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Qualitative Compound Report

Data File NI2-37.d Sample Name NI2-37

Sample Type Sample Position Vial 6

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 09-09-2013 PM 12:09:58
IRM Calibration Status SRS oA Method daily_report.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table

C d Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 33: C20 H12 Br2 N2 04 0.195 501.9158 C20 H12 Br2 N2 04 €20 H12 Br2 N2 04 1.08 €20 H12 Br2 N2 04
Compound Label m/z RT | Algorithm Mass
|Cpd 33: C20 H12 Br2 N2 502.9233 0.195 Find by Molecular Feature 501.9158
‘04
MFE MS Spectrum
x10 4 Cpd 33: C20 H12 Br2 N2 O4: +ES| MFE Spectrum (0.144-0.329 min) Frag=135.0V NI2-37.d
25
2
15
1 |
W
05
o !
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund |Formula Ion
502.9233| 1 12748.17 |C20 H13 Br2 N2 04 (M+H)+
503.9259( 1 4018.93 [C20 H13 Br2 N2 04 (M+H)+
504.921] 1 27735.06 |C20 H13 Br2 N2 04 (M+H)+
505.9242| 1 5780.68 |C20 H13 Br2 N2 04 (M+H)+
506.9199]| 1 17635.32 |C20 H13 Br2 N2 04 (M+H)+
507.9218| 1 2932.32|C20 H13 Br2 N2 04 (M+H)+
524.9047| 1 7380.06 (M+Na)+
526.9031| 1 11083.71 (M+Na)+
527.9064| 1 2589.94 (M+Na)+
528.901) 1 5975.29 (M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 502.9233 502.9237 0.7 45.96 50.55 17.88 20.36
2 503.9259 503.9268 1.88 14.49 11.46 5.64 4.61
3 504.921 504.9217 1.52! 100 100 38.91 40.27
4 505.9242 505.9248 1.27 20.84 22.47 8.11 9.05
5 506.9199 506.9201 0.3 63.58 51.07 24.74 20.56
6 507.9218 507.923 2.32 10.57 11.19 4.11 4.51
7 508.9271 508.9255 -3.1 1.57 1.6 0.61 0.64

— End Of Report -
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3q) Methyl 1-(2-(trifluoromethyl)benzoyl)
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Descipien’ 7 [Quality Checks

7.94
7.92
7.92

|

ty Check

Page 1
-9H-f-carboline-3-carboxylate:
onNO-HONNOO oy
2 r°\° ,03 : l: ﬁ : : : ﬁ Parameter Value

Data File Name C:/ Users/ sony/
Desktop/ NI2-

FID/
NV3B-108U-
ALL,NI2-27/ 3/
fid

2 Title NV3B-108U-
ALL,NI2-27

3 Comment NV3B-108U

4 Origin Bruker BioSpin
GmbH

5 Owner 1IIM

6 Site

7 Spectrometer spect

8 Author

9 Solvent DMSO

10 Temperature 300.0
11 Pulse Sequence zgpr
12 Number of Scans 16

13 Receiver Gain 51
14 Relaxation Delay 1.0000
15 Pulse Width 13.1000
16 Acquisition Time 4.0894
17 Acquisition Date 2013-07-06T12:
18:41
18 Modification 2013-09-07T12:
Date 11:06
19 Spectrometer 400.13
Frequency
20 Spectral Width ~ 8012.8
21 Lowest -2567.3
Frequency
22 Nucleus 1H
23 Acquired Size 32768
A 24 Spectral Size 65536

g

T T

T T T T T T

13.0 12,5 12.0 11.5 11.0 10.5 10.0 9.5

T

9.0

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

75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 0.0
f1 (ppm)
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Inj Vol 0.5 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NI2-27.d ACQ Method ‘COMMON MHTD.m ‘Comment Acquired Time 9/9/2013 2:52:47 PM

%10 4 | *ESI Scan:1 (0.1-0.3 min, 9 Scans) Frag=135.0V NI2-27.d
4
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Qualitative Compound Report

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

Data File NV3B-108U.d / ’ Sample Name NV3B-108U
Sample Type Sample Position Vial 42
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 16-07-2013 PM 1:36:43
IRM Calibration Status DA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
MFG Diff
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 18: C21 H13 F3 N2 03 0.196 398.0875 C21 H1I3F3 N2 03 C21 H13F3N2 03 0.88 C21 HI3F3N203
|Compound Label myz RT  [Algorithm  Mass
Cpd 18: C21 HI3F3 N2 421.0767 0.196 Find by Molecular Feature 398.0875
03 :
MFE MS Spectrum
x10 5 Cpd 18: C21 H13 F3 N2 03: +ESI MFE Spectrum (0.132-0.449 min) Frag=175.0V NV3B-108U.d
o
o
2 : o
15 B
Qi
o s
1 e
= 8
& -
0.5 | {© 2
| :
0 1

MS Spectrum Peak List
m/z z |Abund Formula Ion
399.0947| 1 115125.55 |C21 H14 F3 N2 03 (M+H)+
400.098) 1 24854.56 |C21 H14 F3 N2 O3 (M+H)+
401.1028| 1 4389.9|C21 H14 F3 N2 O3 (M+H)+
402.1078] 1 876.4|C21 H14 F3 N2 O3 (M+H)+
421.0767| 1 208010.16 |C21 H13 F3 N2 Na 03 (M+Na)+
422.0797| 1 46307.66 |C21 H13 F3 N2 Na 03 (M+Na)+
423.0833] 1 6868.61 |C21 H13 F3 N2 Na 03 (M+Na)+
819.1625| 1 18275.43 (2M+Na)+
820.1668( 1 8148.3 (2M+Na)+
821.166] 1 3227.28 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) |Abund % Cale Abund % Abund Sum % Calc Abund Sum %
3 399.0947 399.0951 1.05 100 100 79.26 78.52
2 400.098 400.0983 0.61 21.59 23.72 17.11 18.62
3 401.1028 401.1011 -4.36 3.81 3.31 3.02 2.6
4 402.1078 402.1037 -10.13 0.76 0.34 0.6 0.27
=== End Of Report -

- Agilent Technologies

Page 1 of 1

Printed at: 1:43 PM on:16-07-2013
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PerkinElmer Spectrum Version
Thursday. July 11,2013

0.03.06
2:26 P

Analyst Parshotam
Date Thursday, July 11, 2013 2:26 PM
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cm-1
1Sample Name Description Quality Checks
| NV3B-1080 1€ CHCL3 The Quality Checks give rise to multiple warnings for
g,,,,,f,, 5 f At the sample.
Page 1
. .
3r) Methyl 1-(3-(trifluoromethyl)benzoyl)-9H-f#-carboline-3-carboxylate:
@ ANON—TONOANONOTOO®OOND® <
~ NN NOCOQROONMNYLOOY M o
— PRRWBBWBBBONNNNNNNNNNNN o
N S
e T——
Parameter Value
1 Data File Name C:/ Users/ sony/
Desktop/
NI2-28-H1/ fid
2 Title Desktop
3 Comment NI2-28
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent DMSO
-
— < — — 10 Temperature 300.0
— ~ — -
. . . . . . . : . 11 Pulse Sequence zgpr
81 80 79 78 77 76 75 74 73 12 Number of Scans 16
f1 (ppm) 13 Receiver Gain 32
14 Relaxation Delay 1.0000
15 Pulse Width 13.1000
16 Acquisition Time 4.0894
17 Acquisition Date 2013-09-11T14:
13:35
18 Modification 2013-09-11T14:
Date 13:38
19 Spectrometer 400.13
Frequency
20 Spectral Width ~ 8012.8
21 Lowest -2567.3
Frequency
2 Nucleus 1H
3 Acquired Size 32768
| Spectral Si
s " &
N - N
— - «
T T T T T T T T T T T T T T T T T T T T T T T T T T T
13.0 12,5 12.0 115 11.0 105 100 95 9.0 85 80 75 55 50 45 40 35 30 25 20 15 1.0 05 0.0

65 6.0
f1 (ppm)
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Qualitative Compound Report

Data File NI2-28.d Sample Name INI2-28
Sample Type Sample Pasition Vial 3
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 09-09-2013 AM 11:41:03
IRM Calibration Status ORI oA Method daily_report.m
‘Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
MFG Diff
Compound Label RT Mass Formula MFG Formula (p_pm) DB Formula
Cpd 25: C21 H1I3 F3 N2 03 0.195 398.0881 C21 H1I3F3 N2 03 C21 H1I3 F3 N2 03 -0.76 C21 H13F3 N2 03
Compound Label m/z RT Algorithm Mass
Cpd 25: C21 H13 F3 N2 399.0954 0.195 Find by Molecular Feature 398.0881

03

MFE MS Spectrum
x10 6 Cpd 25: C21 H13 F3 N2 O3: +ESI MFE Spectrum (0.143-0.748 min) Frag=135.0V NI2-28.d
8
0.8 z2 §
g0 o2
0.6 5!5 § E
e 8 58
i X
0.2 g
o
L ;
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ion
399.0954| 1 935851.56 [C21 H14 F3 N2 03 (M+H)+
400.0985| 1 200702.89 |C21 H14 F3 N2 03 (M+H)+
401.1011) 1 27222.68 |C21 H14 F3 N2 03 (M+H)+
402.104] 1 4262.1|C21 H14 F3 N2 03 (M+H)+
421.0772| 1 191706.66 |C21 H13 F3 N2 Na O3 (M+Na)+
422.0803| 1 41597.26 |C21 H13 F3 N2 Na 03 (M+Na)+
423.0829| 1 6923.52 |C21 H13 F3 N2 Na 03 (M+Na)+
819.1653| 1 84361.56 |C42 H26 F6 N4 Na 06 (2M+Na)+
820.1684| 1 36561.13 |C42 H26 F6 N4 Na 06 (2M+Na)+
821.1705| 1 10565.38 |C42 H26 F6 N4 Na 06 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund % Calc Abund % /Abund Sum % Calc Abund Sum %
1 399.0954 399.0951 -0.82 100 100 80.09 78.5
2] 400.0985 400.0983 -0.6 21.45 23.72 17.18 18.62
3 401.1011 401.1011 0 2.91 331 233 2.59
4 402.104 402.1037 -0.69 0.46 0.34 0.36 0.27
5 403.1029 403.1064 8.61 0.04 0.03 0.03 0.02

--- End Of Report -—
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PerkinElmer Spectrum Version 10.03 06
Thursday, July 11, 2013 2117 PM

Analyst Parshotam
Date Thursday, July 11, 2013 2:17 PM
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[Sample Name [Descrkpllon Quality Checks
NI2-28 CHCL3 The Quality Checks give rise to multiple warnings for
l : the sample.

Page 1
. .
3s) Methyl 1-(4-(trifluoromethyl)benzoyl)- 9H-f-carboline-3-carboxylate:
n
g 8%'&3 Nﬁzﬂ%@%@@@?ﬁ B Parameter Value
1 ABHB BONNNNNNNNNKN N 1 Data File N C:/ Users/
m——éé&ﬂj’__‘ ata File Name C:, sers,
' \. \/ \’ %4) sony/ Desktop/
NI2-FID/
NI2-30-H1/ fid
2 Title NI2-FID
3 Comment NI2-30
4 Origin UXNMR, Bruker
Analytische
Messtechnik
GmbH
e e 5 Owner root
6 Site
7 Spectrometer  spect
8 Author
9 Solvent cbci3
»—g T T »;« ? T 10 Temperature ~ 681.7
i) s} o - = o 11 Pulse Sequence zg30
— ~ — (SN — 12 Number of 16
T T T T T T T T Scans
9.4 9.0 8.6 8.2 78 76 7.4 13 Receiver Gain 287
f1 (ppm)
14 Relaxation 1.0000
Delay
15 Pulse Width 12.2500

3 g & %

18 Modification
Date

19 Spectrometer
Frequency

20 Spectral Width

21 Lowest
Frequency

22 Nucleus

23 Acquired Size
J 24 Spectral Size

16 Acquisition Time 3.1719
17 Acquisition Date 2013-07-11T16

:00:03
2013-07-11T16
:00:08
500.13

10330.6
-2682.3

1H

32768
65536

T
11.0 105 100 9.5 9.0 8.5

75 70 65 55 50
f1 (ppm)

0.5 0.0
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Qualitative Compound Report

Data File NI2-30.d Sample Name NI2-30
Sample Type Sample Position Vial 35
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 11-07-2013 PM 3:40:05
IRM calibration Status [SEEST T oA Method dally_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
Comp Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 14: C21 HI3 F3 N2 03 0.196 398.0876 C21 H13F3 N2 03 C21 H13 F3 N2 03 0.56 C21 H13 F3N2 03
/Compound Label . m/z ___ RT Algorithm Mass
Cpd 14: C2L HI3 F3N2 1399.0946  0.196 Find by Molecular Feature 398.0876
03

MFE MS Spectrum

x10 4 |Cpd 14: C21 H13 F3 N2 03: +ESI MFE Spectrum (0.144-0.344 min) Frag=175.0V NI2-30.d
3.5 ‘8
3 oS
2.5 g 2
2 g |
1.5 8‘ §
1 | | 5
0.5 | 0
0 L l ]
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ion
399.0946( 1 34564.29 |C21 H14 F3 N2 03 (M+H)+
400.0987( 1 7225.81 |C21 H14 F3 N2 O3 (M+H)+
401.1022| 1 1645,52 |C21 H14 F3 N2 O3 (M+H)+
402.1096| 1 312.49|C21 H14 F3 N2 03 (M+H)+
421.0765| 1 24435.17 |C21 H13 F3 N2 Na 03 (M+Na)+
422,0802| 1 6034.57 |C21 H13 F3 N2 Na 03 (M+Na)+
423.0825| 1 959.37 [C21 H13 F3 N2 Na 03 (M+Na)+
819.163] 1 3615.62 (2M+Na)+
820.1678| 1 1570.52 (2M+Na)+
821.1719] 1 534.81 (2M+Na)+
Predicted Isotope Match Table
|Isotope m/z Calc m/z Diff (ppm) _|Abund % Calc Abund %  |Abund Sum % Calc Abund Sum %
1) 399.0946 399.0951 1.19 100 100 79.01 78.52
2 400.0987 400.0983 -1.04 20.91 23.72 16.52 18.62
3| 401.1022 401,1011 -2.8 4.76 331 3.76 2.6
4 402.1096 402.1037 -14.66 0.9 0.34 0.71 0.27
--- End Of Report -

Agilent Technologies Page 1 of 1 Printed at: 4:18 PM on:11-07-2013
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Parshotam
’S"a'y’“ Thursday, July 11,2013 2:20 PM
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3t) Methyl 1-(4-methylbenzoyl)-9H-f-carboline-3-carboxylate:
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‘ The Quality Checks give rise

to multiple warnings for

0 PM

17 Acquisition
Date

18 Modification
Date

19 Spectrometer
Frequency

20 Spectral Width

21 Lowest
Frequency

22 Nycleus

23 Adpuired Size

24 Sp Fctral Size

16 Acquisition Time2.7263

Page 1
Parameter Value

1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/
NI2-32-H1/ fid

2 Title NI2-FID

3 Comment NI2-32

4 Origin Bruker BioSpin
GmbH

5 Owner M

6 Site

7 Spectrometer  spect

8 Author

9 Solvent cpci3

10 Temperature ~ 300.0

11 Pulse Sequence zg30

12 Number of 16

Scans
13 Receiver Gain 203
14 Relaxation 0.5000
Delay
15 Pulse Width 13.1000

2013-07-17T11
:35:29
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Qualitative Compound Report

Data File NI2-32.d Sample Name Unavailable
Sample Type Unavailable Position Unavailable
Instrument Name Unavailable User Name Unavailable
Acq Method Acquired Time Unavailable
IRM Calibration Status m DA Method daily_report.m
Comment Sample information is unavailable
Compound Table
C Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 15: C21 H16 N2 03 0.195 344.1148 C21 H16 N2 03 C21 H16 N2 03 3.77 C21 H16 N2 03
Compound Label  m/z RT  |Algorithm Mass
Cpd 15: C21 H16 N2 03 345.1221 " 0.195 Find by Molecular Feature 344.1148
MFE MS Spectrum
x10 5 |Cpd 15: C21 H16 N2 03: +ESI MFE Spectrum (0.135-0.585 min) Frag=175.0V NI2-32.d
35 3 ]
3 5% @2
-~ =1
25 -n‘; 82
3= o
2 ] =%
15 ‘ \ o
s o
1
05 l |
ol
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ion
345.1221( 1 352047.44 [C21 H17 N2 03 (M+H)+
346.125| 1 78272.8 |C21 H17 N2 03 (M+H)+
347.1274| 1 10790.16 |C21 H17 N2 03 (M+H)+
367.1037| 1 213320.33 [C21 H16 N2 Na 03 (M+Na)+
368.1068| 1 53848.11 |C21 H16 N2 Na 03 (M+Na)+
369.1097| 1 6764.57 |C21 H16 N2 Na 03 (M+Na)+
711.2208| 1 106376.54 |C42 H32 N4 Na 06 (2M+Na)+
712.2234| 1 48771.91 |C42 H32 N4 Na 06 (2M+Na)+
713.2269] 1 12482 |C42 H32 N4 Na 06 (2M+Na)+
714.2285] 1 2365.49 |C42 H32 N4 Na 06 (2M+Na)+
Predicted pe Match Table
Isotope m/z Calc m/z Diff (ppm) Abund % Calc Abund % Abund Sum %. Calc Abund Sum %
1 345.1221 345.1234 3.54 100 100 79.49 78.49
2 346.125 346.1266 4.38 22.23 23.75 17.67 18.64
3 347.1274 347.1293 5.47 3.06 3.31 2.44 2.6
4 348.1289 348.132 9.05 0.51 0.34 0.4 0.27
--- End Of Report —

- Agilent Technologies Page 1 of 1 Printed at: 12:41 PM on:17-07-2013
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PerkinElmer Spectrum Version 10.03.06
'

Tuesday, July 16, 2013 10:32 AM

Analyst Parshotam
Date Tuesday, July 16, 2013 10:32 AM
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[sampie Name Description [auality Checks
| NI2-32 CHCL3 | The Quality Checks give rise to multiple warnings for
i 2 ‘me sample.

Page 1
.
3u) Methyl 1-(4-hydroxybenzoyl)-9H-f-carboline-3-carboxylate:
& T DOM T NOTMOWOLWNN LD ©
N o TETTLTRROOOUMMM A D o
— A BBBONNNNNNNNG O o
IS N = Parameter Value
1 Data File C:/ Users/ sony/
Name Desktop/ NI2-FID/
NI2-31C-H1/ fid
2 Title NI2-FID
3 Comment NI2-31c
4 Origin Bruker BioSpin GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent DMSO
10 Temperature 300.0
T T T 11 Pulse zgpr
] - = - ] Sequence
™ - — ~ 12 Number of 21
T T T T Scans
8.5 7.5 7.0 13 Receiver Gain 161
f1 (ppm) )
14 Relaxation 1.0000
Delay
15 Pulse Width ~ 13.1000
16 Acquisition 4.0894
Time
17 Acquisition 2013-07-17T14:23:37
Date
18 Modification  2013-07-17T14:23:38
Date
19 Spectrometer 400.13
Frequency
i 20 Spectral Width 8012.8
21 Lowest -2658.0
Iy Frequency
22 Nucleus 1H
23 Acquired Size 32768
1 A 24 Spectral Size 65536

g

1.1
1.1

T T T T T T T T
125 120 115 11.0 105 100 95 9.0

1.01T
&1 338
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Sample Name  NIZ-31C
Inj Vol 0.1
Data Filename NI2-31Cd

Position
InjPosition
ACQ Method

e e +ESI| Scan: 1 (0.10-1

6

5.5

9]

11

N0 0 N

100
f1 (ppm)

Vial 47 Instrument Name S5G11351102 User Name
SampleType Sample IRM Calibration Status
COMMON MHTD.m Comment Acquired Time

.09 min, 40 Scans) Frag=100.0V NI2-31C.d

346.90

4.10
157.10

186.80
\ 369.00,

7/12/2013 2:14:03 PM

25 80 T8

i 1 il
00 123,10 L7 R1309. 8350805 2100 925 350 375 400
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Qualitative Compound Report

Data File NI2-31Cd Sample Name NI2-31C

Sample Type Sample Position vial 41

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 16-07-2013 PM 1:32:13
IRM Calibration Status - DA Method daily_report.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Comp d Table

Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 3: C20 H14 N2 04 0.194] 346.095 C20 H14 N2 04 C20 H14 N2 04 1.11 €20 H14 N2 04
iCompound Label _|m/z ___RT __Algorithm ' 'Mass

Cpd 3: C20H14 N2 04 |347.1022 “0.194 Find by Molecular Feature |346.095

MFE MS Spectrum
x10 4 |Cpd 3: C20 H14 N2 04: +ES| MFE Spectrum (0.149-0.350 min) Frag=175.0V NI2-31C.d

g -
2 g %‘
15 ';;']% 3
gl .
1 N Ex
| °e8
0.5 \' ( i g
| g
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula Ton
347.1022| 1 21388.99|C20 H15 N2 04 (M+H)+
348.1056| 1 4732.7|C20 H15 N2 04 (M+H)+
349.109| 1 1111.43|C20 H15 N2 04 (M+H)+
369.0845| 1 18445.39|C20 H14 N2 Na 04 (M+Na)+
370.0878| 1 4346.04|C20 H14 N2 Na 04 (M+Na)+
371.0933] 1 1275.32|C20 H14 N2 Na 04 (M+Na)+
715.1754| 1 578.75|C40 H28 N4 Na 08 (2M+Na)+
716.1872] 1 301.32|C40 H28 N4 Na 08 (2M+Na)+
Predicted Isotope Match Table
m/z Calc m/z Diff (ppm) _|Abund % Calc Abund % _|Abund Sum % Calc Abund Sum %
1 347.1022 347.1026 13y 100/ 100 78.54 79.39
2 348.1056 348.1058 0.59 22.13 22.69 17.38 18.01
3 349.109 349.1085 -1.52) 5.2 3.28 4.08 2.6
--- End Of Report -

‘. Agilent Technologies Page 1 of 1 Printed at: 1:41 PM on:16-07-2013
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PerkinElmer Spectrum Versi
Tuesday, July 16, 2

Analyst Parshotam
oy Tuesday, July 16, 2013 10:36 AM
92
|
914
90+
89‘ ,,
| 515.14cm-1
88|
e |
4
- 874
| 2320.97cm-1
1
86 3424 27cm-1 2920 240m-1 o ’“;‘m aduhl
1 34.06cm-11163.77cm-1
851 M1 1224.43¢m-1
‘ 1598 61cm-1  1250.58cm1D19.47cm-
84 i :
ki T z 1000 500
b 3500 3000 2500 2000 1500
cm-1
R Quality Checks
it
Sample Name ‘D‘Esmp £ The Quality Checks give rise to multiple wamings for
I NI2-31C B | the sample. e
Page 1
.
3v) Methyl 1-(1-naphthoyl)-9H-f-carboline-3-carboxylate:
—
3 § BRANSHO3R588R30838888% Parameter value
— o BBBBBBONNNNNNNNNNNNNNA N
N B —— 1 Data File C:/ Users/ sony/
e Name Desktop/ 23-apr-
mcd-1d/ H1/ 55/ fid
2 Title H1
3 Comment NI2-21
4 Origin Bruker BioSpin GmbH
5 Owner IIIM
6 Site
/ 7 Spectrometer spect
7 / s/ / Ve 8 Author
9 Solvent DMSO
10 Temperature 300.0
11 Pulse zgpr
Sequence
12 Number of 16
Scans
T N SN g s 13 Receiver Gain 203
] o PERA I S 14 Relaxation  0.5000
L e e a2 A e Delay
9.4 9.0 8.2 78 7.6 7.4 15 Pulse Width ~ 13.1000
f1 (ppm) 16 Acquisition  2.7263
Time
17 Acquisition 2014-04-23T16:14:00
Date
18 Modification ~ 2014-04-23T16:14:02
Date
19 Spectrometer 400.13
Frequency
20 Spectral Width 12019.2
21 Lowest -4870.6
f Frequency
22 Nucleus 1H
23 Acquired Size 32768
24 Spectral Size 65536
N \ .
g L
- n
- )
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
13.5 12.5 11.5 10.5 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 0.0 -05

f1 (ppm)
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Data Filename  NI2-21.¢ ACQ Method COMMON MHTD.m Comment Acquired Time 3:15:26 PM

10 +ESI Scan:1 (0.13-0.36 min, 10 Scans) Frag=100.0V NI2-21.d
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Qualitative Compound Report

Data File NI2-21.d Sample Name NI2-21
Sample Type Sample Position Vial 38
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 11-07-2013 PM 3:50:40
IRM Calibration Status DA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
C d Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 4: C24 H16 N2 03 0.195 380.1156 C24 H16 N2 03 C24 H16 N2 03 1.4 24 H16 N2 03
|Compound Label _ m/z____RT _ Algorithm |Mass
'Cpd 4: C24 H16 N203 381.1229 0.195 Find by Molecular Feature 380. 1156

MFE MS Spectrum
x10 5 Cpd 4; C24 H16 N2 03: +ESI MFE Spectrum (0.134-0.401 min) Frag=175.0V Ni2-21.d

1.4
1.2
1
08
0.6
0.4 [
0.2 | |
0 t : |
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
ounts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund |Formula Ion
381.1229] 1 152075.69 [C24 H17 N2 03 (M+H)+
382.126| 1 37499.38 |C24 H17 N2 03 (M+H)+
383.1283( 1 6311,75 |C24 H17 N2 03 (M+H)+
403.1048| 1 94302.7 |C24 H16 N2 Na 03 (M+Na)+
404.1079| 1 27594.26 |C24 H16 N2 Na 03 (M+Na)+
405.1113 1 4267.79 |C24 H16 N2 Na O3 M+Na)+
783.2206| 1 26672.13 (2M+Na)+
784.2227| 1 14668.57 (2M+Na)+
785.2261| 1 4559.12 (2M+Na)+
786.2327| 1 881.01 (2M+Na)+
Predicted Match Table
|1sotope m/z Calcm/z Diff (ppm) Abund % Calc Abund % _|Abund Sum % Calc Abund Sum %
1 381.1229 381.1234 1.32 100 100 77.41 76
2| 382.126 382.1266 1.42 24.66 27 19.09 20.52
3 383.1283 383.1295 29 4.15 4.12 3.21 3.13
4 384.1306 384.1322 4.18 0.37 0.46 0.29 0.35
--- End Of Report -~
Agilent Technologies page 1 of 1 Printed at: 3:56 PM on:11-07-2013
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PerkinElmer Spectrum Version 10.03.06
Wednesday, July 10, 2013 4:02 PM

Analyst Parshotam
Date \Wednesday, July 10, 2013 4:02 PM
6%
= 3850.19em-1 1764.03cm-1 896 64cm-1
601 2851.3%cm-1 2085 47cm-1 1017 56em-1 m-1
1820.01cm-1  1496.05¢m-1/ 1198.09cm-1 8 m-1560 36cm-1
551 2948 25cm-1 150831cm-1 | 1120.02cm-1 835.82cm-1 552.150m-1
1454.08cm-1 1103 88cm-1  791.11¢m-1 526.87
50+ g5cm-1 1039.50cm-1 757.20cm-1504.5
1295.11em-1
45 136121cm1  082.860m-147 81cm-1
1714.55¢m-1 1431.89cm-11152.75¢m-1 739.32em-1
7_‘: 40 -1 957.35
=3 | m1 9l
35* 1212.90cm-1
| 1176.79cm-1 774.61cm-1 8gem-1
0 1632.12em-1 1047 98cm-1 648.31cm-1
1625.02cm-1 1066.14cm-1800.42¢
25 g ‘
20]
151 3410.680m-1
124 — e —_ ; - —
4000 3500 3000 2500 2000 1500 1000 500
cm-1
‘Sample Name [Descriplian Quality Checks
NI2-21 | cHCL3 The Quality Checks give rise to multiple warnings for
‘ ) | the sample. . R i
Page 1
.
) Methyl 1-acetyl-9H-f-carboline-3-carboxylate:
.
~
0 — cowvmMmA—Ha® - ~
S =] R RCRCRERCRR R S )
— o BBNNNNNNN < ~
YT Parameter Value

1 Data File Name E:/ NOX-FID/
NV3B-X-ALL/ 1/
fid

2 Title NV3B-X-ALL

3 Comment NV3B-X

4 Origin UXNMR, Bruker
Analytische
Messtechnik
GmbH

5 Owner root

6 Site

7 Spectrometer spect

8 Author

9 Solvent CDCI3

10 Temperature 682.3

8.3 8.1 7.9 7.8 77
f1 (ppm)

11 Pulse Sequence zg30

12 Number of Scans 16

13 Receiver Gain 256

14 Relaxation Delay 1.0000

15 Pulse Width 12.2500

16 Acquisition Time 3.1719

17 Acquisition Date 2013-08-26T11:

76 75 7.4

18 Modification Date 2013-08-26T11:

19 Spectrometer 500.13

Frequency
20 Spectral Width ~ 10330.6
21 Lowest -2708.0
Frequency
I 22 Nucleus 1H

1.01=

1.09%
2171
1.091

T
11.0 105 100 9.5 9.0 8.5

23 Acquired Size 32768
JL L 24 Spectral Size 65536
% %
™ ™
T

8.0 7.5 7.0 6.5 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

3w
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Sample Name NI219 Position Vial 42 Instrument Name 5G11351102 User Name
Inj Vol 0.05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NI219.d ACQ Method C n postive and n Comment Acquired Time /11/2013 5:28:30 PM
x10 +ESI| Scan:1 (0.16-0.29 min, 7 Scans) Frag=135 OV Ni2Z19.d ‘
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Qualitative Compound Report

Data File NI2-19.d Sample Name NI2-19
Sample Type Sample Position Vial 45
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 19-03-2013 PM 1:07:02
IRM Calibration Status Sl oA Method SamplePurity-Default.m
Comment
Sample Group Info. 65:25(ACN:H20)
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 4: C15 H12 N2 03 0.185 268.0847 C15 H12 N2 03 C15 H12 N2 03 0.38 C15 H12 N2 03
Compound Label m/z RT  Algorithm ~ Mass

Cpd 4: CISHI2 N2 03 269.092 0.185 Find by Molecular Feature 268.0847

MFE MS Spectrum
x10 4 |Cpd 4: C15 H12 N2 03: +ESI MFE Spectrum (0.093-0.379 min) Frag=175.0V NI2-19.d

25 8
82

2 Sw
g%

15 Nio
o

1 |

05 | |
I
L

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List
m/z z_|Abund |Formula Ion
269.092( 1 25247.01|C15 H13 N2 03 (M+H)+
270.0954| 1 3714.75 [C15 H13 N2 O3 (M+H)+
271.0958| 1 599.55 |C15 H13 N2 03 (M+H)+
291.0739] 1 8048.49 [C15 H12 N2 Na 03 (M+Na)+
292.0762| 1 1616.05 |C15 H12 N2 Na O3 (M+Na)+
293.0763| 1 358.34 |C15 H12 N2 Na 03 (M+Na)+
Predicted pe Match Table
Isot: m/z Calc m/z Diff (ppm) Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 269.092 269.0921 0.38 100 100 85.41 83.87
2 270.0954 270.0952 -0.65 14.71 17.22 12.57 14.44
3 271.0958 271.0977 6.86 2.37 2.01 2.03 1.69
--- End Of Report -—

Agilent Technologies Page 1 of 1 Printed at: 2:22 PM on:19-03-2013
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PerkinElmer Spectrum Versic
Monday, August 05, 2013 2:29

Parshotam

Analyst Monday, August 05, 2013 229PM

Date: -

7 m 1498
! 2851.59cm-1 2078.72cm-1
75_‘ 2624 47cm-1

oneTe 1
704 1712.03cm- 1292 14cm ;
1 m-1__ 1109 43cm
1458.230m-1 110943
1207.21cm-1
1148 41cm-1

601

| 1670.30cm-1
551 1632.52cm-1

501
45|
401
35
30/
251
20

164—
4000

%T

6. 33cm-1

V == |
= TThe Quality Checks give rise 10 multiple warnings for
Sample Name ICL.CL:,; I oo : -
219 V 5 V -

Page 1
6a) Methyl 1-(2, 4-dimethoxybenzyl)-9H-pyrido|3,4-b]indole-3-carboxylate:
8 & 93 $8]]3;/NITIY 5 83% pemeter vl
o 0 BB NNNNNNSOSS38S < <+ < 4 1 Data File Name C:/ Users/
7 S S 1 sony/ Desktop/
NV3B-X-FID/
final/ NV3B-43-
H1/ fid
2 Title final
3 Comment NV3B-43
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer  spect
8 Author
9 Solvent cpai3

10 Temperature  300.0
11 Pulse Sequence zg30
12 Number of 16

Ay 5 Ay Scans

- — © 13 Receiver Gain 114
T =T T T S T 14 Relaxation 1.0000
7.60 7.55 7.50 7.45 7.40 7.35 7.30 7.25 7.20 Delay

f1 (ppm) 15 Pulse Width ~ 13.1000

16 Acquisition Time 2.7263
17 Acquisition Date 2012-12-31T15

18 Modification 2012-12-31T15

Date :30:54
19 Spectrometer  400.13
Frequency
20 Spectral Width  12019.2
21 Lowest -3104.6
f / Frequency
22 Nucleus 1H

23 Acquired Size 32768
4 Spectral Size 65536

1 . Lo R x

1.00=
1.06=
114
oS
57
674
1.09
1137
2.20=
6.87
3.43=

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4. 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)



90

EPe—

0£'25~
0b'SS ~
50'95

vT'66 —

T4'S0T —
88'TTT~
06°9TT

€5°8TT %
99°0CT \
S8'1CT >
wo.NNﬁ

62821
Lv'8TT

et/
S0'9€T
yrzer /.
srovt /-
80°SPT —

§9°98T —
18'65T —

L0°L9T —

it

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

170

e —

TLCS~
0¥'SS~_
§09S

£€0°66 —
T£°50T —
88'T1T —
16°9TT —

99°02T ~_
S8'TZT —

Ly'8TT —
TLTET—

l

\

-10

130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

140



91

Sample Name NV3B43 Position Vial 54 Instrument Name 5G11351102 User Name
Inj Vol 0.2 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename NV3B43.d P ACQ Hﬂ Common postiveandn Comment gt e e ).I_mllred Time ﬂa,‘z_nu 3:09:53 PM
x10 5 +ESI Scan:1 (0.1
8.25
8
b 7 ¢
7.5
7.25
7
6.75
6.5
6.25
6
5.75+
5.5
5.25
5
4.75
4.5
4.25
4
3.75
35
3.25
3
2.754
2.5
2.25
2
1.75
1.5
1.25
1
0.75

0.5
317.10
0.25 121,00 181.00 256.20 284.20 363.00

_0.25 min, 7 Scans) Frag=135.0V NV3B43.d

377.00

149.00

120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460
Counts vs. Mass-to-Charge (m/z)



Qualitative Compound Report

Data File Nv3B-43.d Sample Name NV3B-43

Sample Type Sample Position vial 18

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 05-03-2013 PM 2:13:30
IRM Calibration Status #nn Method SamplePurity-Default.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Comp d Table

Comp Label RT | Mass Formula MFG Formula (ppm) DB Formula
Cpd 10: C22 H20 N2 04 n.193l 376.1434 €22 H20 N2 04 C22 H20 N2 04 -2.78 C22 H20 N2 04
Compound Label m/z RT Algorithm Mass

Cpd 10: C22 H20 N2 04 377.1504 0.193 Find by Molecular Feature 376.1434

MFE MS Spectrum

x10 6 |Cpd 10: C22 H20 N2 O4: +ES| MFE Spectrum (0.133-0.684 min) Frag=175.0V NV3B-43.d
35 * 377.1504
3 C22 H21 N2 04
25 |
2 {
15 [
1
0.5
0 -

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z z |Abund |Formula Ion
377.1504| 1 3226680.25 |C22 H21 N2 04 (M+H)+
378.1548| 1 76126744 [C22 H21 N2 04 (M+H)+
379.1563| 1 109653.34 |C22 H21 N2 04 (M+H)+
380.1581| 1 10270.54 |C22 H21 N2 O4 (M+H)+
381.1593| 1 1068.27 |C22 H21 N2 04 (M+H)+
399.1323| 1 164534.38 | C22 H20 N2 Na 04 (M+Na)+
400,1348| 1 41163.12 |C22 H20 N2 Na 04 (M+Na)+
401.1379| 1 6046.31 |C22 H20 N2 Na 04 (M+Na)+
402.1398] 1 736.12|C22 H20 N2 Na 04 (M+Na)+
Predicted Isotope Match Table
Isotope m/z Calc m/z. Diff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 377.1504 377.1496 -2.22 100 100 78.53
2 378.1548 378.1528 -5.21 23.59 24.92 18.53
3 379.1563 379.1555 -2.13 3.4 3.8 2.67
4 380.1581 380.1582 0.02 0.32 0.43 0.25
5 381.1593 381.1608 3.75 0.03 0.04 0.03

--- End Of Report -—-

Agilent Technologies page 1 of 1 Printed at: 2:38 PM on:05-03-2013
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Analyst
Date

92.8
925

820
91.5
91.0
90.5

%T

90.0
895
89.0
885

88.0

87.6
4000

Parshotam
Tuesday, April 16,2013 3:54 PM

2923 .08cm-1

3368.16cm-1

PerkinElmer Spectrum Version 10.03.06
Tuesday, April 16, 2013 3:54 PM

515.12cm-1
503.35¢m-1
787.16cm-1
742.67cm-1

1186 52cm-1
1713.03cm-1 o ha
1 cm-
1118.62cm-1
1508 s4cm.1
1588 96cm-1 V064 tcm-1
1360 S5cm-1_1037 520m-1

3500 3000 2500 2000

cm-1

1500 1000 500

Sample Name

Description

Quality Checks

NV3B-43_001

CHCL3

6b) Methyl 1-(benzo[d][1,3

The Quality Checks give rise to multiple warnings for
the sample

Page 1

]dioxol-5-ylmethyl)-9H-pyrido[3,4-b]indole-3-carboxylate:

TOYE MEAMEANOIOOT N ® 0
@ 1 B B I Rt I A N < A R R R < \n <
© WHBB NNNNNN OO OSO 5 < <
S B Ve Parameter Value
1 Data File Name C:/ Users/ sony/
Desktop/ NV3B-
X-FID/ NV3B-80-
H1-R/ fid
2 Title NV3B-X-FID
3 Comment NV3B-80
4 Origin Bruker BioSpin
Prad GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
T T 9 Solvent CDCI3
~ — ~ 10 Temperature 300.0
. . hand . . bl . hal . . 11 Pulse Sequence  zg30
7.65 7.55 7.45 7.35 7.25 12 Number of Scans 16
f1 (ppm) 13 Receiver Gain 203
14 Relaxation Delay 1.0000
15 Pulse Width 13.1000
16 Acquisition Time 2.7263
17 Acquisition Date 2013-02-01T14:
18:12
18 Modification Date 2013-02-01T14:
18:14
19 Spectrometer 400.13
Frequency
20 Spectral Width  12019.2
21 Lowest -3103.4
Frequency
l 22 Nucleus 1H
I, 23 Acquired Size 32768
| ,
L J 24 Spectral Size 65536 |
L&y gLy % 3 Lo
< e e NN n N N 0
~— o o [a2] o~ o~ ™
T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

45
f1 (ppm)
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Sample Name NV3BB0A Position Vial 24 Instrument Name 5G11351102 User Name
1Inj Vol 0.05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NV3B80A.d ACQMethod  Common postiveanan  Comment _ Acquired Time _ 1/3/2013 2:17:36 PM
%10 5 | *ESI Scan:1 (0.12-0.28 min, 8 Scans) Frag=135.0V NV3B80A.d
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3
28
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Qualitative Compound Report

Data File NV3B-80.d Sample Name NV3B-80
Sample Type Sample Position Vial 22
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 05-03-2013 PM 2:37:21
IRM Calibration Status " DA Method SamplePurity-Default.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 7: C21 H16 N2 04 0,193 360.1118 C21 H16 N2 04 C21 H16 N2 04 -2.28 C21 H16 N2 04
Compound Label m/z RT  Algorithm Mass

Cpd 7: C21 H16 N2 04 361.1191 0.193 Find by Molecular Feature 360.1118

MFE MS Spectrum

x10 6 |Cpd 7: C21 H16 N2 O4: +ESI MFE Spectrum (0.126-0.743 min) Frag=175.0V NV3B-80.d
361.1191
€21 H17 N2 04

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List
m/z z |Abund Formula Ion
361.1191] 1 1159489.88 |C21 H17 N2 04 (M+H)+
362.1223| 1 255856.77 |C21 H17 N2 04 (M+H)+
363.1243| 1 33993.12 |C21 H17 N2 04 (M+H)+
364.1263| 1 3354.56 |C21 H17 N2 04 (M+H)+
383.1007| 1 152528.78 [C21 H16 N2 Na 04 (M+Na)+
384.1034| 1 34425.18 |C21 H16 N2 Na 04 (M+Na)+
385.1053] 1 5176|C21 H16 N2 Na O4 (M+Na)+
386.1076 | 1 643.72|C21 H16 N2 Na 04 (M+Na)+
Predicted Isotope Match Table
Isotope m/z Calc m/z Diff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 361.1191 361.1183 -2.36 100 100 79.82 78.3
2| 362.1223 362.1215 -2.16 22.07 23.79 17.61 18.63
3 363.1243 363.1242 -0.38 2,93 3.53 2.34 2.76
4 364.1263 364.1268 1.21 0.29 0.39 0.23 0.31
--- End Of Report -—

Agilent Technologies Page 1 of 1 Printed at; 2:43 PM on:05-03-2013
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n 3.08
perkinElmer Spectrum Version 10.0
Friday, Apri 26, 2013 12,08 PM

Parshotam
i Friday, April 26, 2013 12:06 PM
Date
881
2 280m-1
Bﬁﬁ 1154,940m-1 s
808.93em-1
o 92822cm-1 | | 606.60cm-1
73.31cm-1
84 1598, 14cm-11321.48cm-1 1002 45cm-1 573.310m:
em-1 :
J it 1566.18¢m-1 1{37.47cm1  794.940m-1
: 541 45cm-1
1 ‘ ! 1434.54cm-1 1105 53cm-1
* 6.47cm-1
R 78 3270.89¢m-1 I | T
| 1384.52cm-1 752.23cm-1
667.200m-1
2 1 1501.98cm-1 1039.39cm-1
744' 1713.13cmag8 260l o
1349.:27cm-1
724 wr
T T e 00
l 3800 73000 2500 2000 1500 1000 5
TRooo 3500 3000
4000 —
Quality Checks

6¢) Methyl 1-(3,4-dimethoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:

7.1
f1 (ppm)

The Quality Checks give rise 10 multiple warnings for

|
the sample. SR o]

Page 1
<+ = o
n QX9
< <+ e
Parameter Value
NA
1 Data File Name C:/ Users/
sony/ Desktop/
NV3B-X-FID/
NV3B-111L-H1/
fid
2 Title NV3B-X-FID
3 Comment NV3B-IIiL
[w] 4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer  spect
8 Author
9 Solvent cpci3
10 Temperature 300.0
11 Pulse Sequence zg30
12 Number of 16

Scans
13 Receiver Gain 128

14 Relaxation 0.5000
Delay
15 Pulse Width 13.1000

16 Acquisition Time 2.7263
17 Acquisition Date 2013-07-12T15:
51:15

18 Modification 2013-07-12T15:

Date

19 Spectrometer ~ 400.13
Frequency

20 Spectral Width  12019.2

21 Lowest -3101.5
Frequency

22 Nucleus 1H

117
2.00%
3.61]

U A 23!§cquire?size 32768 l
2 4 Spectral

9.5 9.0 8.5 8.0
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Sample Name  NV363-111 Position Vial 33 Instrument Name 5G11351102 User Name
1Inj Vol 0.5 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NV363-111.d ACQ Method COMMON MHTD.m Comment i Acquired Time 7/9/2013 12:49:54 PM

<10 5| *ES! Scan:1(0.13-0.28 min, 7 Scans) Frag=135.0V NV363-111.d

2.6
377.0D
2.4
22

2
1.8
1.6
1.4
1.2

1
0.8

0.6

YWl - } |
] i y]

0.4

Q.2
317.00 I 570.90 644.10

774.90
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Qualitative Compound Report

Data File Nv3B-111.d Sample Name NV3B-111
Sample Type Sample Position Vial 14
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 12-07-2013 PM 1:00:12
IRM Calibration Status ST oA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
U
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 93: C22 H20 N2 04 1.084 376.1423 C22 H20 N2 04 €22 H20 N2 04 0.08 €22 H20 N2 04
|Compound Label ‘m/z “RT Algorithm Mass

Cpd 93: C22 H20 N2 04 377.1499  1.084  Find by Molecular Feature 376.1423

MFE MS Spectrum
x10 3 |Cpd 93: C22 H20 N2 O4: +ES| MFE Spectrum (1.030-1.097 min) Frag=175.0V NV3B-111.d

2 ]
o
S’z"f
e EE
My
1 o

0.5 k

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List
m/z z |Abund |Formula Ion
377.1499| 1 | 2069.12|C22 H21 N2 04 (M+H)+
378.1514| 1 534,52 |C22 H21 N2 04 (M+H)+
Predicted Isotope Match Table
|1sotope m/z Calem/z |om' (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1| 377.1499 377.1496 | -0.88 100 100 79.47 80.05
2 378.1514 378.!.528' 3.78 25.83 24.92 20.53 19.95
--- End Of Report ---

Agilent Technologies Page 1 of 1 Printed at: 1:38 PM on:12-07-2013
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Parshotam
Monday, August 05, 2013 2:27 PM

Analyst
Date

764
704
651
604
56
504
457
40-
35
30
251
204
15

%T

o— : .
4000 3000 2500

cm-1

1633 97cm-1

2000 1500 1000

500

[sample Name Deseription

Quality Checks

‘N!QH‘L iCHCLS

the sample

The Quality Checks give rise to multiple warnings for

Page 1

S-dimethoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:

6d) Methyl 1-(4- hydroxy-3,
< O Mo =Y NN - ~ © ©
3 B NN n 0 e~ Parameter Value
9] BB NNNNNNS 7} < <+ ™
\/ \/r#‘é/‘\ \ \ 1 Data File C:/ Users/ sony/
Name Desktop/ 23-apr-
mcd-1d/ H1/ 12/ fid
2 Title H1
3 Comment NV3B-91
4 Origin Bruker BioSpin GmbH
5 Owner M
6 Site
7 Spectrometer spect
8 Author
9 Solvent Cbci3
10 Temperature 300.0
11 Pulse 2930
Sequence
12 Number of 9
Scans
— h ~ 13 Receiver Gain 203
— — ~
~ — ~ 14 Relaxation 0.5000
T T T Delay
7.0 15 Pulse Width ~ 13.1000
f1 (ppm) 16 Acquisition  2.7263
Time
17 Acquisition 2014-04-23T12:04:17
Date
18 Modification ~ 2014-04-23T12:04:20
Date
19 Spectrometer 400.13
Frequency
20 Spectral Width 12019.2
21 Lowest -3103.6
! Frequency
22 Nucleus 1H
23 Acquired Size 32768
u 24 Spdctral Size 65536
i\ LR AR b & L5 L
x e - < < < e a
S ~ - ~ - ~ m S
-7 T
100 95 9.0 85 8.0 75 70 65 60 55 50 45 35 3.0 25 20 1.5 10 05 00 -05 -10 -1.5 -20
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Sample Name  NV3B91 Position Vial 9 Instrument Name  SG11351102 User Name
Inj Vol 05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NV3891.d ACQMethod  COMMON MHTD.m  Comment Acquired Time 9/3/2013 1:57:22 PM

x10 4 +ESI| Scan:1 (0.1-0.3 min, 8 Scans) Frag=135.0V Nv3B91.d
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Qualitative Compound Report

Data File NV3B-91.d Sample Name  Unavailable
Sample Type Unavailable Position Unavailable
Instrument Name Unavailable User Name Unavailable
Acq Method Acquired Time Unavailable
IRM Calibration Status DA Method daily_report.m
Comment Sample information is unavailable
Compound Table
it
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 23: C22 H20 N2 05 0.192| 392.137 €22 H20 N2 05 €22 H20 N2 O5 0.67 €22 H20 N2 05
/compound Label \m/z RT  Algorithm Mass
Cpd 23: C22 H20 N2 05 1393.1443 0.192  Find by Molecular Feature 392.137
MFE MS Spectrum
x10 5 Cpd 23: C22 H20 N2 O5: +ESI MFE Spectrum (0.145-0.512 min) Frag=135.0V NV3B-91.d
re]
5 g\fzu
4 é@
3 i .
©
2 ~
= g
g
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund |Formula Ion
393.1443| 1 553716.44|C22 H21 N2 O5 (M+H)+
394.1473| 1 125690.59|C22 H21 N2 05 (M+H)+
395.1505] 1 23072.12{C22 H21 N2 05 (M+H)+
396.1514f 1 2773.05|C22 H21 N2 O5 (M+H)+
397.1607] 1 355.69|C22 H21 N2 05 (M+H)+
415.1254| 1 12300.1|C22 H20 N2 Na O5 (M+Na)+
416,128| 1 2886.59|C22 H20 N2 Na 05 (M+Na)+
417.1318| 1 566.84|C22 H20 N2 Na 05 (M+Na)+
807.2607| 1 1918.39 (2M+Na)+
808.2622| 1 1130.32 (2M+Na)+
Predicted Isotope Match Table
m/z Calc m/z Diff (ppm) _|Abund % Calc Abund % _|Abund Sum % Calc Abund Sum %
1 393,1443 393.1445 0.6 100! 100 78.47 77.22
2 394.1473 394.1477 1.11 22.7 24.96 17.81 19.27
3 395.1505 395.1503 -0.31 4.17 4.01 3.27 3.1
4 396.1514 396.153) 3.89 0.5 0.48 0.39/ 0.37
5 397.1607 397.1555 -13.02 0.06 0.05 0.05 0.04/

-~ End Of Report -
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Parshotam
gr:;ysi s i ____ Tuesday, September 03,2013 1:14 PM e i i i
91.7q
9151
91.04
607 41cm-1
90.51 515.22cm-
562.85cm-1
90.0
506.41cm-1
89.51
1416.14em-1
= 890 2021 506m-1
-
88.5 1619.74cm-1
88.04
87.51
87 04 1021.36cm-1
86.5| : A ; . -
SR 3 T y 500
86.31— 2500 2000 1500 1000
3500 3000
4000 it
S T e R SR |
I Quality Checks 1
[sample Name ‘M%( Smecks give rise to multiple warnings for
ENVIR O C"”’ | the sample %

Page 1

6e) Methyl 1-(4-(benzyloxy)-3-methoxybenzyl)-9H-pyrido|[3,4-b]indole-3-carboxylate:

T N NINMANO®OMNLW wn
@ = MMM e oo Y ° ”’ < ‘°
0 BB NNNNNNG G GO 1 < < )
Ve e I
Parameter Value
1 Data File Name C:/ Users/ sony/
Desktop/ NV3B-
X-FID/ NV3B-BE-
H1/ fid
IR2 A5NANRINNER 2 Title NV3B-X-FID
NN NNNNNNNNNNN 3 Comment NV3B-BE
\ ~ / 4 Origin Bruker BioSpin
GmbH

Owner 1M
Site

Author

5
6
7 Spectrometer spect
8
9

Solvent CDCI3
10 Temperature 300.0
11 Pulse Sequence zg30
. 12 Number of Scans 16
f1 (ppm) 13 Receiver Gain 114
14 Relaxation Delay 1.0000
15 Pulse Width 13.1000
16 Acquisition Time 2.7263

17 Acquisition Date 2013-01-29T16:
22:29

18 Modification Date 2013-01-29T16:

19 Spectrometer 400.13

Frequency
20 Spectral Width  12019.2
/ 21 Lowest -3104.3
Frequency
ucleus 1H

cquired Size 32768
,Fpectral Size 65536
L S — —

,
2208 —
BN

1.00=
1.08=

3.32%

& 217=
n

| 3.20=

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

5.0 .
f1 (ppm)



106

S9'Tp —

08¢ —
8865 —

96'0L —
5892
oH.mmW
wm.mm

Zrent
8y'eTT
01T
90°L1T /
65°02T
z6°0zT /
89'TeT
o121/
€€ LTI~
06°L2T -F
bS'8eT
S8t
sTeTT
68°0€T
PE9ET
68'9€T
oT°L€T
8E°0pT
0T'pbT
L0°LpT
86°6vT

76991 —

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

170



107

RESARNBSEEY o .o

A H n
RERIII]ZISS pa ® ® ©
oA A E m m —
SN DN [ N

m

n

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

T
130 125 120 115 110 105 100 95 9 8 80 75 70f1(65) 55 50 45 40 35 30 25 20 15 10
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Sample Name NV3BE Position Vial 22 Instrument Name SG11351102 User Name
1Inj Vol 0.05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename NV3BE.d ACQ Method Commeon postive and n _ Comment Acquired Time 1702 12:09:36 PM

<10 5 | *ESI Scan:1 (0.12-0.25 min, 7 Scans) Frag=135.0v NV3BE.d
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Qualitative Compound Report

Cpd 13: C28 H24 N2 04 453.18 |

MFE MS Spectrum

o
z

85

x10 7 |Cpd 13: C28 H24 N2 O4: +ES| MFE Spectrum (0.112-0.583 min) Frag=135.0V NV3B-BE.d

Data File NV3B-BE.d Sample Name NV3B-BE
Sample Type Sample Position vial 3
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 06-09-2013 AM 11:46:44
IRM Calibration Status DA Method daily_report.m
Comment >
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
L

C d Label RT Mass Formula MFG Formula (ppm) DB Formula

Cpd 13: C28 H24 N2 04 0.193 4521731 €28 H24 N2 04 €28 H24 N2 04 1.19 €28 H24 N2 04
'Compound Label m/z RT __ Algorithm ~ Mass

0.193 Find by Molecular Feature 452.1731

0.8
0.6
0.4
0.2
0
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund |Formula Ton
453.18] 1 14156268 |C28 H25 N2 04 (M+H)+
454.1836| 1 4173447.25 |C28 H25 N2 04 (M+H)+
455.1915| 1 766174.75 |C28 H25 N2 04 (M+H)+
456.1939| 1 93032.05 |C28 H25 N2 04 (M+H)+
457.1958| 1 8733.57 |C28 H25 N2 04 (M+H)+
927.3362| 1 229249.22 (2M+Na)+
928.3387| 1 143515.58 (2M+Na)+
929.3419| 1 44726.77 (2M+Na)+
930.344| 1 10932.51 (2M+Na)+
931.3477] 1 1930.98 (2M+Na)+
Predicted Isotope Match Table
m/z Calc m/z Diff (ppm) Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 453.18 453.1809 1.88 100 100 73.74 72.54
2 454.1836 454.1841 1.08 29.48 31.45 21,74 22.82
3 455.1915 455.187 -9.83 5.41 5.6 3.99 4.06
4| 456.1939 456.1898 -9.02 0.66 0.73 0.48 0.53
5 457,1958 457.1925 -7.29 0.06 0.07 0.05 0.05

--- End Of Report -—
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PerkinElmer Spectrum Version 10.03.06
Tuesday, April 16, 2013 2:27 PM

Analyst Parshotam
Date Tuesday, April 16, 2013 2:27 PM
101 ]
1004
981
896.61cm-1 640.07cm-1
| 3032.51cm- 2856 854.57cm-1 | 570.46cm-1
96 3325 660m-1 1106.15cm-1 |
2924.28cm-1 ; 1080.56em-1
1598 92cm-1 696.70cm-1
1625.79cm-1 792 47cm-1

94 1454 42cm-1 1032.89cm-1

= 1565.55cm-1
o 1433 95em-1
& 92 1382.05cm-1
171281cm-1 1139.506m-1 749.21cm-1
|1220.08cm-1
90
| 1350.27cm-1

88 1512.50cm-1

86 1256 88cm-1

85 v T T T \

4000 3500 3000 2500 2000 1500 1000 500
cm-1
Sample Name Description Quality Checks
NV3B-BE CHCI3 The Quality Checks give rise to multiple warnings for
the sample.

6f) Methyl 1-(4

™ mn m N O 0 —M
(=] — - O n < Mmoo
£ B BB NNNNS
PR

Ve

™
o~

£ £

—6.7

~— @ @ <+
© n S N
[ < <+ ™

[

T T T

82 80 78 76 74
f1 (ppm)

PN
8 =
o~
T
6.8

7.0

Page 1

hydroxy-3-methoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:

Parameter Value
1 Data File C:/ Users/ sony/
Name Desktop/ 23-apr-
mcd-1d/ H1/ 11/ fid
2 Title H1
3 Comment NV3B-53L
4 Origin Bruker BioSpin GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCI3
10 Temperature 300.0
11 Pulse 2930
Sequence
12 Number of 8
Scans
13 Receiver Gain 203
14 Relaxation  0.5000
Delay
15 Pulse Width  13.1000
16 Acquisition 2.7263
Time
17 Acquisition ~ 2014-04-23T12:01:50
Date
18 Modification  2014-04-23T12:01:52
Date
19 Spectrometer 400.13
Frequency
20 Spectral 12019.2
Width
21 Lowpst -3105.1
Frequency
22 Nudjeus 1H
23 Acqlired Size 32768
24 Speftral Size 65536

2.5 2.0 1.5 1.0 0.5 0.0

0.5 -1.0 -15
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Sample Name NV3B53 Position Vial 77 Instrument Name $G11351102 User Name
Inj Vol 0.05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NV3B53.d ACQ Method COMMON POS AND NEG-O Comment Acquired Time _11/6/2012 7:26:19 PM
x10 5 |[+ESI Scan:1 (0.14-0.25 min, 6 Scans) Frag=135.0V NV3B53.d
5.6
5.4
5.2
5 363.10
4.8
4.6
4.4
4.2

PR T

303.10
s 256.30 331.10

160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600
Counts vs. Mass-to-Charge (m/z)
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Qualitative Compound Report

Data File NV3B-53.d Sample Name  NV3B-53

Sample Type Sample Position Vial 41

Instrument Name Instrument 1 User Name

Acq Method vishal_MS_25072012.m Acquired Time  11/7/2012 1:55:34 PM
IRM Calibration Status eSS ET T DA Method as.m

Comment

Sample Group Info.

Comp d Table

"
C d Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 52: C21 H1I8 N2 04| 0.289|  362.12667 C21 H18 N2 04 C21 H18 N2 04 -0.04 C21 H18 N2 04
Compound Label  m/z RT  Algorithm Mass
Cpd 52: C21 HI8 N2 04  363.13395 0.289 Find by Molecular Feature 362.12667

MFE MS Spectrum
x10 6 |Cpd 52: C21 H18 N2 O4: + MFE Spectrum (0.199-0.873 min) NV3B-53.d

1

C21 H19N2 04

0.8

363.13395

0.6

0.4

0.2

725.26094

150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z z |Abund |Formula Ton
363.13395] 1 1126750.8{C21 H19 N2 04 (M+H)+
364.1367| 1 248058.3|C21 H19 N2 O4 (M+H)+
365.14343| 1 54018.2|C21 H19 N2 04 (M+H)+
366.14896) 1 9800{C21 H19 N2 04 (M+H)+
367.15308| 1 1811.6/C21 H19 N2 04 (M+H)+
725.26094] 1 1377.6 (2ZM+H)+
726.2583| 1 1075.5 (2M+H)+
Predicted Isotope Match Table
p m/z Calc m/z Diff (ppm) |Abund % _ |Calc Abund % |Abund Sum % Calc Abund Sum %
1 363.13395 363.13393 -0.06 100 100 78.22 78.26
2| 364.1367 364.13713 1.17 22.02 23.81 17.22 18.64
3 365.14343 365.13982 -9.89 4.79 3.53 3.75 2.77
4 366.14896 366.14243 -17.83 0.87 0.39 0.68 0.31
5 367.15308 367.14501 -21.99 0.16 0.03 0.13 0.03
--- End Of Report -

% Agilent Technologies Page 1 of 1 Printed at: 3:11 PM on:11/7/2012
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PerkinElmer Spectrum Version 10.03.06

Parshotam

Analyst Monday, April 29, 2013 11:37 AM

Date

88

28493
861 1125.74cm-1

1625.81cm-1
2925.08cm-1 1599.03cm-1

%T
o
i

1513.32cm-1

1433 21cm-1

83‘
] 3327.200m-1
1

9505 1

L e B W 1500
3500 e

Quality Checks

NV3B-53L | the sample.

The Quality Checks give rise 10 multiple warnings for

Manday, April 28, 2013 11:37 AM

606 98cm-1

790.92cm-1

750.28cm-1

1712.66cm-1 1033 53cm-1

1000 500

6g) Methyl 1-(3,4,5-trimethoxybenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:

n NLOoYTaNQNoOmMm—AN 1 a © T ©
@ AN Tmmmna 0 n SN
0 CBNNNNNNNNN © < <+ Mo

N TSN =" | [N

i b & &
« N o <
T VH T T = T T =4 T HV
7.60 7.55 7.50 7.45 7.40 7.35 730 7.25
f1 (ppm)

Page 1
Parameter Value
1 Data File C:/ Users/ sony/
Name Desktop/ NV3B-X-FID/|
final/ NV3B-54L-H1/
fid
2 Title final
3 Comment NV3B-54L
4 Origin Bruker BioSpin GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCI3
10 Temperature 300.0
11 Pulse 2930
Sequence
12 Number of 16
Scans
13 Receiver 161
Gain
14 Relaxation ~ 1.0000
Delay

15 Pulse Width  13.1000

16 Acquisition  2.7263
Time

17 Acquisition  2013-04-04T14:27:55
Date

18 Modification 2013-04-04T14:27:58
Date

19 Spectrometer 400.13

Frequency

20 Spectral 12019.2
Width

21 Lowest -3102.8
Frequency

2 Nucleus 1H
Acquired Size 32768

2.141

YT

T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.5
f1 (ppm)

1.5 1.0 0.5 0.0
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gr:g 8 % X MmA8 B8R B 28 8 ab o FININ 2 Parameter Value
8 3 TR IS 8 ~ s S 6 o 1 Datafile  C:f Users/
— — RIRLFE j Rl A S N SN O 1A 10 < Name sony/
AN \er e 0| NN Desktop/
NV3B-X-FID/
final/
NV3B-54L
C13/ 5/ fid
2 Title NV3B-54L C13
3 Comment NV3B-54L
4 Origin Bruker BioSpin;
GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCI3
10 Temperature 680.4
11 Pulse zgpg30
Sequence
12 Number of 1200
Scans

13 Receiver Gain 1825

14 Relaxation 1.0000
Delay

15 Pulse Width ~ 8.4500

16 Acquisition 1.0420

Time

17 Acquisition 2013-03-18T1
Date 4:45:04

18 Modification  2013-03-18T1
Date 5:26:00

19 Spectrometer 125.76
Frequency

20 Spectral Width 31446.5

21 Lowest -3148.0
Frequency

22 Nucleus 13C

23 Acquired Size 32768

R R W ATl Ty

170 160 150 140 130 120 110 100 90
f1 (ppm)
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—128.85

121.79
121.03
—117.07

X

—112.00

—105.94

—60.91
—56.18
—52.78

—42.47

T

T

T

T
130 125

Sample Name

1Inj Vol

Data Filename

x10 8
1.15

1.1
1.05
1
0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05
o

120

0.05

T
115 110

NV3B54L

Wv3BSALd ;
VESI Scan:1 (0.14-0.29 min, 8 Scans) Frag=135.0V NV3854L.d

105 100 95 90 85

Position Vial 51
InjPosition
__AcQ Method

102.00 149.00

Common postive and n

225.00

T T T T T T T T

65 60
f1 (ppm)

§G11351102
Sample

Instrument Name
SampleType
Comment

407.00

345.00

301.00 375.10

User Name
IRM Calibration Status
Acquired Time

469.00

Not Applicable
| 3/14/20135:43:

3]

25

50 75

100 125 150 175 200 2

55 250 275 300 325 350 375 400 425 4

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

50 475 500 525 550 575
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Qualitative Compound Report

Data File NV3B-54L.d Sample Name NV3B-54L
Sample Type Sample Pasition Vial 2
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 06-09-2013 AM 11:42:23
IRM Calibration Status DA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Compound Table
MFG DIt
C Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 18: C23 H22 N2 05 0.193 406.1526 €23 H22 N2 05 C23 H22 N2 05 0.69 C23 H22 N2 05
Compound Label m/z RT  Algorithm Mass

Cpd 18: C23 H22 N2 05 407.1598

MFE MS Spectrum

0.193  Find by Molecular Feature 406.1526

x10 6
14

1.2

1
08
0.6
0.4
0.2

407.1598
"C23HZ3N205

L

Cpd 18: C23 H22 N2 O5: +ESI MFE Spectrum (0.134-0.605 min) Frag=135.0V NV3B-54L.d

835.2935

150 200 250 300 350 400C

MS Spectrum Peak List

450 500 550 600 650 700 750 800 850 900 950
ounts vs. Mass-to-Charge (m/z)

m/z z |Abund Formula Ion
407.1598( 1 1323387.38 |C23 H23 N2 05 (M+H)+
408.1634| 1 320527.78 |C23 H23 N2 05 (M+H)+
409.1657( 1 51522.08 |C23 H23 N2 05 (M+H)+
410.1679| 1 6680.48 |C23 H23 N2 05 (M+H)+
429.1413| 1 43063.52 |C23 H22 N2 Na 05 (M+Na)+
430.1448| 1 11433.1 [C23 H22 N2 Na O5 (M+Na)+
431.1469| 1 1758.17 |C23 H22 N2 Na 05 (M+Na)+
835.2935( 1 15240.44 (2M+Na)+
836.2967| 1 8595.12 (2M+Na)+
837.299% | 1 3073.66 (2M+Na)+
Predicted Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 407.1598 407.1601 0.88 100 100 77.72 76.38
2 408.1634 408.1634 -0.09 24.22 26.06 18.82 19.91
3| 409.1657 409.166 0.76 3.89 4.29 3.03 3.27
4 410.1679 410,1687 1.8 0.5 0.53 0.39 0.4
5 411.1756 411.1712 -10.7 0.05 0.05 0.04 0.04

--- End Of Report -
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9.42

l\
o0

Analyst
Date

95.4
85.0
94.5
94.04
93.5
93.0
92.5
92.0
91.5-
91.04
90.5

90.04

897
4000

%T

3789.65¢cm-1

3500

3305 96cm-1

Parshotam
Tuesday, April 16, 2013 2:24 PM

2922.82cm-1

3000

2500

1712.94cm-1

2000

cm-1

PerkinElmer Spectrum Version 10.03.06
Tuesday, April 16, 2013 224 PM

609 87¢cm-1

772.47em-1
1014.12cm-1

1504 43cm-1

1457.06cm-1
1432.80cm-1
1590 93cm-1349 75¢cm-1

0 o
1500 1000 500

Sample Name

Description

Quality Checks

NV3B-54L

CHCI3

The Quality Checks give rise to multiple warnings for
the sample.

Page 1
.
benzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
M TNNRNRLTTNNNS OO O MMM o w
= MY YTy MmaaANNQa o a oo =<
BB KNNNNNNNNNNNNNNNNGGSO O G < <
N AR N/
= e
| Parameter Value
1 Data File Name C:/ Users/ sony/
Desktop/ NV3B-
X-FID/
NV3B-81L-H1/
fid
2 Title NV3B-X-FID
3 Comment nv3b-81b
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCI3
10 Temperature 300.0
11 Pulse Sequence zg30

12 Number of Scans 16

13 Receiver Gain

14 Relaxation Delay 1.0000

203

15 Pulse Width 13.1000
16 Acquisition Time 2.7263
17 Acquisition Date 2013-02-04T12:
01:37
18 Modification 2013-02-04T12:
Date 01:38
19 Spectrometer ~ 400.13
Frequency
20 Spectral Width  12019.2
21 Lowest -3104.3
| Frequency
l 22 Nucleus 1H
23 Acquired Size 32768
24 Spectral Size 65536
JL . <J\ JL . X
P b L & e
S o — et T
- — — ~ © o
T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

5.0 4
f1 (ppm)
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288 3888 80 n o 5
ndd §383 58 i b3
N N 2 ‘

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

1 (ppm)

Sample Name NV3BB1B Position Vial 4 Instrument Name 5G11351102 User Name
Inj Vol 0.05 InjPasition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NV3B81B.d ACQ Method Common postive and n Comment Acquired Time 2/2/2013 12:39:41 PM
x10 4 |*ESI Scan:1 (0.18 min) Frag=135.0Vv NV3B81B.d
8
7.75
7.5

7.25 34 0o

0.751 123.90

0.25 453.00 ss58 g0 731.30 846.20

100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
Counts vs. Mass-to-Charge (m/z)
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Qualitative Compound Report

Data File NV3B-81B.d Sample Name NV3B-81B
Sample Type Sample Position Vial 21
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 05-03-2013 PM 2:35:52
IRM Calibration Status M DA Method SamplePurity-Default.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 9: C21 H18 N2 03 0.189 346.1329 €21 H18 N2 03 €21 H18 N2 03 -3.41 €21 H18 N2 03
Compound Label m/z RT Algorithm Mass

Cpd 9: C21 H18 N2 03 347.1402 0.189  Find by Molecular Feature 346.1329

MFE MS Spectrum
x10 6 |Cpd 9: C21 H18 N2 O3: +ESI MFE Spectrum (0.135-0.586 min) Frag=175.0V NV3B-81B.d

" 347

C21 HIG N2 O3

28
Na O6

042 H36 Nd

|
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List
m/z z |Abund |Formula Ion
347.1402§ 1 2696448 |C21 H19 N2 03 (M+H)+
348.1436| 1 624702.88 |C21 H19 N2 03 (M+H)+
349.1451| 1 84869.91 |C21 H19 N2 O3 (M+H)+
350.1476| 1 7096.09 |21 H19 N2 O3 (M+H)+
360.1211( 1 122056.3 [C21 H18 N2 Na 03 (M+Na)+
370.1241| 1 28274.41 [C21 H18 N2 Na 03 (M+Na)+
371.1278| 1 4299,05 |C21 H18 N2 Na 03 (M+Na)+
715.2528| 1 33629.79 |C42 H36 N4 Na 06 (2M+Na)+
716.2562| 1 15795.19 |C42 H36 N4 Na 06 (2M+Na)+
717.2585( 1 4902,11 |C42 H36 N4 Na 06 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calc m/z Diff (ppm) _|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 347.1402 347.139 -3.39 100 100 78.98 78.45
2 348.1436 348.1422 -3.88 23.17 23.78 18.3 18.65
3 349.1451 349.145 -0.43 3.15 3.32 2.49 2.6
4 350.1476 350.1477 0.09 0.26 0.34 0.21 0.27
5 351.1512 351.1503 -2.66 0.03 0.03 0.03 0.02
--- End Of Report ---

Agilent Technologies Page 1 of 1 Printed at; 2:44 PM on:05-03-2013
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PerkinElmer Spectrum Version 10.03.06
Tuesday, April 16, 2013 3:48 PM

Analyst Parshotam
Date Tuesday, April 16, 2013 3:49 PM
89
881~y
87
3696 20cm-1
86410.67cm-3661 86cm-1 607.0dcm-1
3790.01cm-1 783.13cm-1
85 3859.75cm-1 895 89cm-1
71433cm-1
a4 1164 87cm-1 644.27cm-1
1219.94cm-1
83 2045 48cm-1 1384.730m 1133 Baom-1
3233 57em-1 1625.03em-1
82 1106.67cm-1  755.13cm-1
9 - 1030.72¢m-
= et Vtrgon || 0™
= 1598.38cm-1
804
79 1431.75cm-1
78 (LA R VI
T
|
761
|
75*; 1259 34cm-1
743 s - e = e
4000 3500 3000 2500 2000 1500 1000 500
cm-1
ISnmpIe Name Description Quality Checks
MBV-81 CHCI3 The Quality Checks give rise to multiple warnings for
N'/)u’ s\ thesample. - =
Page 1
. . . .
6i) Methyl 1-(2,4-dimethylbenzyl)-9H-pyrido[3,4-b]indole-3-carboxylate:
— NMMNOVAN—TODDONOODOANMA R o ©
@ HHQUINTTIOMMANSO QSO o < Parameter Value
=5} BONNNNNNNNNNNNNNNNG < <
| g B

)

©

~
\

—2.19

[ BN 1 Data File C:/ Users/ sony/
Name Desktop/ NV3B-X-FID/
NV3B-82L-H1/ fid

2 Title NV3B-X-FID

3 Comment NV3B-82L

4 Origin Bruker BioSpin GmbH
5 Owner M

6 Site
7
8
9

Spectrometer spect

Author
Solvent cpci3
10 Temperature 300.0
11 Pulse 2930
Sequence
12 Number of 16
m < "cl" g Scans
« e o mad 13 Receiver Gain 181
— N O —
T T T T T T 14 Relaxation 1.0000
75 74 73 72 71 70 Delay
f1 (ppm) 15 Pulse Width  13.1000
16 Acquisition 2.7263
Time
17 Acquisition  2013-09-06T12:07:08
Date
18 Modification  2013-09-06T12:07:10
Date
19 Spectrometer 400.13
Frequency
20 Spectral 12019.2
Width
21 Lowest -3104.9
Frequency
22 Nucleus 1H
J 23 Acquired Size 32768
24 Spectral Size 65536
& & L
< N o
o~ L2l m N
T T T T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

4.5
f1 (ppm)
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ample Name NV3B82L Position Vial 57 Instrument Name 5611351102 User Name
nj Vol 0.02 InjPosition sampleType Sample IRM Calibration Status Not Applicable
)ata Filename 7NV}BSZL.0 ih ACQ Meﬂmdr CGMMC_’N h{lFTHOD,m Cummeﬁﬂtr Acquired Time tand 4/22[201] 3:40:50 PM
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Qualitative Compound Report

Data File NV3B-82L.d Sample Name NV3B-82L
Sample Type Sample Position Vial 15
Instrument Name Instrument 1 User Name vishal
Acq Method vishal_12-01-13.m Acquired Time 23-04-2013 PM 1:01:57
IRM Calibration Status BT pa Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
c d Table
MFG Diff
‘Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 23: €22 H20 N2 02 0.189 344.1527 €22 H20 N2 02 C22 H20 N2 02 -0.76 €22 H20 N2 02
Compound Label m/z RT Algorithm Mass
Cpd 23: C22 H20 N2 02  345,1598  0.189  Find by Molecular Feature 344.1527
MFE MS Spectrum .
x10 6 |Cpd 23: C22 H20 N2 O2: +ESI MFE Spectrum (0.113-0.719 min) Frag=175.0V NV3B-82L.d
o
(@
25 g% -
len =
15 i F:
-0
1 | fagt ]
| | <
0.5 | )
0 | !
s 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z_|Abund Formula Ion
345.1598| 1 2807460.25 |C22 H21 N2 02 (M+H)+
346.1643| 1 637392.63 |C22 H21 N2 02 (M+H)+
347.1664| 1 80521.94 |C22 H21 N2 02 (M+H)+
348.169| 1 7868.49 |C22 H21 N2 02 |(M+H)+
367.1428| 1 1006526.75 |C22 H20 N2 Na 02 (M+Na)+
368.1457| 1 232279.86 |C22 H20 N2 Na 02 (M+Na)+
369.1485| 1 29741.38 |C22 H20 N2 Na 02 (M+Na)+
711.2971 1 325387.97 |C44 H40 N4 Na 04 (2M+Na)+
712.2995]| 1 155883.11 |C44 H40 N4 Na 04 (2M+Na)+
713.3021| 1 39890.18 [C44 H40 N4 Na 04 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 345.1598 345.1598 -0.03 100 100 79.43 77.78
2 346.1643 346.163 -3.8 22.7 24.84 18.03 19.32
3 347.1664 347.1659 -1.46 2.87 3.37 2.28 2.62
4] 348.169 348.1687 -0.98 0.28 0.33 0.22 0.25
5 349.1797 349.1714 -23.67 0.04 0.02 0.03 0.02
--- End Of Report ---

Agilent Technologies Page 1 of 1 Printed at: 4:54 PM on:23-04-2013
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PerkinElmer Spectrum Version 10.03.06
Monday, April 22, 2013 11:46 AM

Parshotam
lyst
'I;::’EVS Monday, April 22, 2013 11:46 AM
91]
901
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[Quality Checks

7k)Methyl1-(hydroxyl(3-methoxy
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<

the sample._

o
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~N

aa

The Quality Checks give rise to multiple warnings for

Page 1

henyl)methyl)-9H-pyrido[3,4-b]indole-3-carboxylate:

@ O = I\ QO 1 o
NP o~
NNNG G5 o el
=\ || Parameter Value
1 Data File Name  C:/ Users/ sony/
Desktop/ NV3B-
X-FID/
NV3B-107L-ALL/
12/ fid
2 Title NV3B-107L-ALL
3 Comment NV3B-107C
4 Origin UXNMR, Bruker
Analytische
Messtechnik
GmbH
5 Owner root
6 Site
7 Spectrometer spect
8 Author
9 Solvent DMSO
10 Temperature 681.1
11 Pulse Sequence  zgpr
12 Number of Scans 16
13 Receiver Gain 128
14 Relaxation Delay 1.0000
15 Pulse Width 12.2500
16 Acquisition Time 3.1719

17 Acquisition Date

18 Modification Date

2013-07-09T16:5

2013-09-06T12:0

19 Spectrometer 500.13
Frequency
20 Spectral Width 10330.6
21 Lowest -3429.9
Frequency
22 Nucleus 1H
23 Acquired Size 32768
(24-Spectral Size ——65536——
: %
— i
T T T T T T T T T T T T T T T T T T T T T T T T T
12.0 115 11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

6.5 6.0
f1 (ppm)
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_~129.11
~-128.46
12171
—120.06
~118.39
\-116.75
_~112.99
~~-112.05
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—54.95
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T T T T T T T T T T T T T T T T T T T T T T T T T T T

135 130 125 120 115 110 105 100 95 90 8 80 75 60 55 50 45 40 35 30 25 20 15 10 5

Sample Name  NV3B107} Pasition Vial 2¢ Instrument Name  SG113511
Inj Vol 0.1 InjPosition SampleType Sample IRM Calibration Status
Data Filename  NV381072.d ACQ Method COMMON MHTD. Comment Acquired Time

x10 4 |*ES| Scan:1 (0.12-0.30 min, 9 Scans) Frag=135.0V NV3B1072.d

User Name

3

N

5 N_NM
A 0 N N A O 0 @ N

..
a b »

0.6
0.4

0.2

302.90

100 150 200 250 300 350 400 450 50 550 600 650 700
Counts vs. Mass-to-Charge (m/z)
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Qualitative Compound Report

Cpd 25: C21 H18 N2 04 363.1336 0.192  Find by Molecular Feature 362.1265

MFE MS Spectrum

Data File NV3B-107L.d Sample Name NV3B-107L
Sample Type Sample Position Vial 3
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 03-09-2013 AM 10:52:14
IRM Calibration Status DA Method daily_report.m
‘Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp Table
MFG Dift
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 25: C21 H18 N2 04 0.192 362.1265 C21 H18 N2 04 C21 H18 N2 04 0.5 C21 H18 N2 04
‘Compound Label m/z RT Algorithm Mass

x10 6 |Cpd 25: C21 H18 N2 O4: +ESI MFE Spectrum (0.038-0.539 min) Frag=175.0V NV3B-107L.d

2

15

1

05

DR <
C21 H19N2 O4

747.2418
C42 H36 N4 Na 08

150 200 250 300 350 408

MS Spectrum Peak List

450 500 550 600 650 700 750 800 850 900 950
'ounts vs. Mass-to-Charge (m/z)

m/z 2z |Abund Formula | Ton
363.1336| 1 2082372.38 |C21 H19 N2 04 kM+H)+
364.1376| 1 459471,13 [C21 H19 N2 04 (M+H)+
365.1397| 1 68970.91 |C21 H19 N2 04 (M+H)+
366.1428| 1 7133.44|C21 H19 N2 04 (M+H)+
385.1158| 1 119297.59 |C21 H18 N2 Na 04 M+Na)+
386.119) 1 28186.28 |C21 H18 N2 Na 04 M+Na)+
387.1209| 1 4109.53 [C21 H18 N2 Na 04 (M+Na)+
747.2418| 1 37353.53 |C42 H36 N4 Na 08 (2M+Na)+
748.2455| 1 16711.87 |C42 H36 N4 Na 08 (2M+Na)+
749.2493| 1 5351.61|C42 H36 N4 Na 08 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm)  |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 363.1336 363.1339 0.92 100 100 79.54 78.28
2 364.1376 364.1371 -1.38 22.06 23.81 17.55 18.64
3 365.1397 365.1398 0.35 331 3.53 2,63 2.77
4 366.1428 366.1424 -1.05 0.34 0.39 0.27 0.31

- End Of Report —
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Analyst Parshotam

e Date Tuesday. r 03,2013 12:54 PM

2918.66cm-1

qfﬂ T
&
o

3435.62cm-1

3500 3000 2500 2000

cm-1

PerkinElmer 5;
Tuesday, Sepl

1489 58em-1

1713.92cm-1

40cm-1
1350 87¢m-1
1434 24cm-1
1257.07cm-1

1019.27cm-1

1500 1000

500

[sample Name

Description

Quality Checks

V3B-107L

CHCL3

71) Methyl1-((3-chlorophenyl(hydroxyl)methyl)-9H-pyrido[3,4-b]indole-3-carboxylate

< 7 E5 BELLIREI=ETH 2 Parameter Value
o 3} Vo NNNNNNKNKNRNS i)
\ S NEmm—=—"| 1 Data File Name C:/ Users/
sony/ Desktop/
NV3B-X-FID/

The Quality Checks give rise to multiple warnings for

the sample.

Page 1

W

o wn

® N

©

Title
Comment
Origin

Owner
Site

Spectrometer
Author

Solvent

10 Temperature
11 Pulse Sequence

12 Number of
Scans

13 Receiver Gain

14 Relaxation
Delay

15 Pulse Width
16 Acquisition Time
17 Acquisition Date

18 Modification
Date

19 Spectrometer
Frequency

20 Spectral Width

21 Lowest
Frequency

22 Nugleus

1.00z ——- —_—
1.02= —m8™
. e S—

NV3B-110L-ALL/
13/ fid
NV3B-110L-ALL
NV3B-110L

UXNMR, Bruker
Analytische
Messtechnik
GmbH

root

spect

CcDCI3
682.7
2930
16

181
1.0000

12.2500

3.1719
2013-07-08T16:
07:32
2013-09-06T12:
03:58

500.13

10330.6
-2682.2

1H
32768

I L
& NN & &
o — - O - o o
- BN — ™
T T T T T T T T T T T T T T T T T T T T T
00 95 90 85 80 75 70 65 60 55 45 40 35 30 25 20 15 10 05 00

5.0
f1 (ppm)
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Sample Name NV3B-110L Position vial 34 Instrument Name §G11351102 User Name
Inj Vol 05 InjPosition sampleType Sample IRM Calibration Status
Data Filename NV3B-110L.d ACQ Method COMMON MHTD.IT Comment Acquired Time

<10 5|+ESI Scan:1 (0.13—0.31 min, 8 Scans) Frag=135.0V NV3B-110L.d ‘
2.8 |
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Qualitative Compound Report

Data File NV3B-110d - Sample Name NV3B-110

Sample Type Sample Position Vial 11

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 12-07-2013 PM 12:46:40
IRM Calibration Status #DA Method daily_report.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.0S.01 (B5125)

Comp d Table

« d Label RT ‘ Mass Formula MFG Formula (ppm) DB Formula
Cpd 19: C20 H15 O N2 03 l u.ml 366.07691 €20 H15 CI N2 03 €20 H15 CI N2 03 0.55 €20 H15 CI N2 03
Compound Label m/z RT  Algorithm ‘Mass
Cpd 19: C20H15Cl N2 367.0841 10.194 Find by Molecular Feature 366.0769
03
MFE MS Spectrum

x10 5 Cpd 19: C20 H15 CI N2 O3: +ES| MFE Spectrum (0.133-0.734 min) Frag=1 75.0V NV3B-110.d

oo

@

S

N

£ (2
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

o

MS Spectrum Peak List
Iﬁ [ z |abund [Formula Ton
Jo7.0841] 1 | 877595.5|C20 H16 CIN2 03 (M+H)+
J8.0874| 1 | 18415217 |C20 HIG CIN2 03 (M+H)+
J60.0824] 1 | 284477.59C20 H16 CIN2 O3 (M+H)+
370.0847] 1 6092171 |C20 H16 CI N2 03
371.088] 1 9738.43 |C20 H16 CI N2 03
389.0658] 1 36573.13|C20 H15 CI N2 Na 03
390.0689| 1 9510.71|C20 H15 CI N2 Na 03
391.0634] 1 12573.15 |C20 H15 CI N2 Na 03
7551403 1 7475.53|C40 H30 C12 N4 Na 06
[_zs7a32] 1 501126 |C40 H30 CI2 N4 Na 06
Predicted Isotope Match Table
[Tsotope m/z Calcmjz__|Diff (ppm) |Abund %
1 367.0841 367.0844 | 0.89
o[ 3e80874|  368.0876 0.41
S as0824] 360,082 2035
4| 370.0847 370.085 0.77
5 371.088|  371.0876 114
s 3720051| 3720001 1345
--- End Of Report -

- Agilent Technologies : page 1 of 1 Printed at: 1:11 PM on:12-07-2013
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Parshotam

Analyst
5 __Tuesday, Sept

per 03,2013 12:53 PM —
_ Date S .

929,
925
92.0

3001.15cm-1

91.54

1
91.04 &) 1k 1502.77¢m-1

90.57 2023 48cm-1

%T

88.5

87.9+
4000

[sample Neme
[NH38-110L

The Quality Chex
| the sample

Page 1

7m) Methyl1-(hydroxyl(2-(trifluoromethyl)phenyl)methyl)-9H-pyrido[3,4-b]indole-3-

carboxylate:
n ONLW VLMo OO T o 0
© T MY ETMmMmmenNn 5] S}
© WO NNNNNNNNMNS wn < Parameter Value
VN TSN

-

Data File Name C:/ Users/
sony/ Desktop/
c13-venket/ 8/

fid

2 Title c13-venket

3 Comment NV3B-108L

4 Origin Bruker BioSpin
GmbH

5 Owner 1M

6 Site

7 Spectrometer  spect

8 Author

9 Solvent CDCI3

10 Temperature ~ 300.0
11 Pulse Sequence zg30
12 Number of 16

Scans
13 Receiver Gain 203
14 Relaxation 1.0000
Delay

15 Pulse Width 13.1000
16 Acquisition Time 2.7263
17 Acquisition Date 2013-09-11T11

18 Modification 2013-09-11T11

Date :56:24
19 Spectrometer  400.13
Frequency
20 Spectral Width 12019.2
21 Lowest -3105.0
Frequency

J JJ—/\ 22 Nuclpus H

—
)
T

—

1.011
1.001
1.03%
1.08%
1159

O
1.067
1.51=

T T T T T T T T T T T

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5

T T T T T T T T

5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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B A
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x10
1

1

2
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T T
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Paosition
01 " InjPosition ™=~
ACQ Method

Instrument Name 5G11351
SampleType

User Name

Comment

Scan:1 (0.13-0.28 >cans) Frac 135.0V NV3-108lI

401.00

369.00 423.00

70 60 50

TRMCalibration Status Not Anplicable

Acquired Time

ounts vs. ass-to-Charge (m/z)
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520
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Qualitative Compound Report

Data File NV3-B-108.d L Sample Name NV3-B-108

Sample Type Sample Position Vial 39

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 12-09-2013 PM 1:05:13
IRM Calibration Status [Slieess T R oA Method daily_report.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table

i
C Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 22: C21 H15 F3 N2 03 0.194 400.1032 C21 H15 F3N2 03 C21 HISF3N203 0.79 C21 H15F3 N2 03
'Compound Label  m/z RT Algorithm 'Mass
Cpd 22: C21 HISF3 N2 401.1104 0.194 Find by Molecular Feature 400.1032

03

MFE MS Spectrum

x10 6 |Cpd 22 ©21 H15 F3 N2 03: +ESI MFE Spectrum (0.127-0.648 min) Frag=135.0V NV3-B-108.d
" 3
Z
2l 8
™
. e 8
4 e 23
2 | - 8.:_
1 l e
Q
0

)
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)

MS Spectrum Peak List

m/z z |Abund Formula Ion
401.1104] 1 6506811 [C21 H16 F3 N2 03 (M+H)+
402.1137] 1 1450870.63 |C21 H16 F3 N2 O3 (M+H)+
403.1168| 1 193642.3 [C21 H16 F3 N2 03 (M+H)+
404.1191( 1 20666.75 |C21 H16 F3 N2 03 (M+H)+
423.0925| 1 277094.5 |C21 H15 F3 N2 Na O3 (M+Na)+
424.0955( 1 63094.83 [C21 H15 F3 N2 Na 03 (M+Na)+
425.0986| 1 11116.23 [C21 H15 F3 N2 Na O3 (M+Na)+
823.196] 1 286142.75 [C42 H30 F6 N4 Na 06 (2M+Na)+
824.1988| 1 137427.8 |C42 H30 F6 N4 Na 06 (2M+Na)+
825.2018| 1 31158.32 [C42 H30 F6 N4 Na 06 (2M+Na)+-
Predicted Isotope Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 401.1104 401.1108 0.85 100 100 79.61 78.48
2| 402.1137 402.1139 0.6 223 23.74 17.75 18.63
3 403.1168 403.1167 -0.12 2.98 3.31 2.37 2.6
4 404.1191 404.1194 0.61 0.32 0.34 0.25 0.27
5 405.123 405.122 -2.43 0.02 0.03 0.01 0.02

--- End Of Report -—
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Parshotam
Analyst
y, nber 03, 2013 1:0 i
__Date - i st Tuesday, Sepler , 20131
86.8
86.5

526 3%cm-1

496

cm-1

20295 g 1455.83cm-1 170.77
923.53cm-1

%T

83.04 1313.09cm-
82 5‘_ 1036.45cm-1

e d el
Sample Neme
‘ NV3B-108L

Page 1

9a
)1-Acetyl-N-(4-methoxy phenethyl)- 9H -f-carboline-3-carboxamide,(Marinacarbolines-A)

a ~ HTNOONTNTANDDN VL OT =D TN N O T IN
=} el NHCooowwVnMmMMMMNN G Q @M~ BN Parameter Value
- o WBHBBBONNNNNNNNNNNNG O © e e NN
\,\\/ \Fn:":ﬂiJ el —— \V \V/ 1 Data File Name C:/ Users/
sony/ Desktop/
NV3B-X-FID/
final/
NV3B-57N2-H1/
fid
2 Title final
3 Comment NV3B-57N2
4 Origin Bruker BioSpin
GmbH
0 e 5 Owner 1M
6 Site
] 7 Spectrometer  spect
o]
St i/ 8 Author
N 0]
H 9 Solvent cpai3
10 Temperature 300.0
11 Pulse Sequence zg30
12 Number of 16
Scans
13 Receiver Gain 161
14 Relaxation 1.0000
Delay
15 Pulse Width 13.1000
16 Acquisition Time 2.7263
17 Acquisition Date 2013-04-26T15
:18:09
18 Modification 2013-04-26T15
Date :18:12
19 Spectrometer ~ 400.13
Frequency
20 Spectral Width 12019.2
21 Lowest -3104.4
Frequency
2 Nucleus 1H
3 Acquired Size 32768
\ 4 Speqral Size 6553
& july
n N
wn o
T T T T T T T T T T T T T
6.0 5 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0

5 50
f1 (ppm)
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MNH

T T T T T T T T T T T T T T T T T T T T T T T T T
135 130 125 120 115 110 105 100 95 90 8 80 75 7f[i ( 65) 60 55 50 45 40 35 30 25 20 15
ppm

Sample Name NV357N2 Paosition Vial 25 Instrument Name SG11351102 User Name
Inj Vol 0.02 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NV357N2.d __ACQMethod  COMMON METHOD.m  Comment lcqu_ir_ed 'l'_im_e Ay 4/25/2013 3:22:11 PM

%10 3 |*ESI Scan:1 (0.14-1.11 min, 45 Scans) Frag=135.0V NV357N2.d

2

388.10

410.10

_
N W hoo N ® O

263.00
0.6

0.5
0.4
213.70
0.3
0.2

0.1

100.90 149.10 489.70

25 50 75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475
Counts vs. Mass-to-Charge (m/z)
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Qualitative Compound Report

Data File Nv3B-57N2.d | 1AL, . » Sample Name NV3B-57N2
Sample Type Sample Position Vial 12
Instrument Name Instrument 1 User Name vishal
Acq Method vishal_12-01-13.m Acquired Time 26-04-2013 PM 2:44:10
IRM Calibration Status m DA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
MFG Ditt
C Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 32: C23 H21 N3 03 0.19 387.1584 C23 H21 N3 03 C23H21 N3 03 -0.35 C23H21 N3 03
Compound Label m/z RT Algorithm Mass
Cpd 32: C23 H21 N3 03  410.1477  0.19 Find by Molecular Feature 387.1584
MFE MS Spectrum
x10 5 |Cpd 32: C23 H21 N3 O3: +ESI MFE Spectrum (0.143-0.463 min) Frag=175.0V NV3B-57N2.d
8 y
2 N ‘g;
15 E =
; Sig =
: - %
© 2
0.5 | ’ |
|
| 1
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z_|Abund Formula Ion
388.1655( 1 52628.68 |C23 H22 N3 03 (M+H)+
389.1685( 1 15646.81 |C23 H22 N3 O3 (M+H)+
390.1722| 1 2270.37 |C23 H22 N3 03 (M+H)+
410.1477 1 230045.98 |C23 H21 N3 Na 03 (M+Na)+
411.1505( 1 55421.39 |C23 H21 N3 Na 03 (M+Na)+
412.1531] 1 7345.83 |C23 H21 N3 Na 03 (M+Na)+
797.3063| 1 70238.97 (2M+Na)+
798.3087| 1 36454.41 (2M+Na)+
799.3126| 1 9579.08 (2M+Na)+
800.3132| 1 2151.48 (2M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 388.1655 388.1656 0.12 100 100 74.15 76.5
2| 389.1685 389.1687 0.39 29.73 26.34 22.05 20.15
r 390.1722 390.1715 -1.71 4.31 3.95 Al 3.02
4 391.1768 3911742 -6.69 0.81 0.43 0.6 0.33
--- End Of Report ---

Agilent Technologies Page 1 of 1 Printed at: 3:11 PM on:26-04-2013
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PerkinEimer Spectrum Version 10.03.06

Analyst Parshotam Friday, April 26, 2013 1217 PM
Date Friday, April 26, 2013 12:17 PM
904
907
|
894
Sﬂ—l 5502, 84cm-1
| BT
599.71cm-1
87| 821.82cm-1
| 28523
861 2 .
= 922 44cm-1 ] 1150 45em-1 745.11cm-1
ES 85+ 32497 1288 61cm-1
| 3391.72cm-1 1383.81¢m-1
84|
1330 94cm- 5
| 620 RSOOSR e g
834 |
‘ 1493 17em-1
82 1452.10cm-1
1462.00cm-1
a1 ‘ 1512.08cm-1
e 1660.31cm-1 1245.88cm-1
4000 3500 3000 2 T ey
2500 2000 1500 1000 500
cm-1
Sample Name "
Descripti »
NV3B.SIND J plion Quality Checks

9b)1-Acetyl-N-(4-Hydroxy phenethyl)-9H-B-carboline-3-carboxamide: Marinacarbolines-

B)

The Quality Checks give rise to multiple warnings for
the sample

Page 1

4 NONWOYT LMMEOTMM MO HQ®OOYT AN
~N ORVOUOY Y, ©EOWOVOUMMM— — NN © QNN W ®© ®© Parameter Value
— AOBBOWOHB NNNNNNNNNGGH N Wy NI NN
N \F "] N 1 Data File Name C:/ Users/
sony/ Desktop/
NV3B-X-FID/
final/ Mar-B-H1/
fid
2 Title final
3 Comment MAR-B
oH 4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer  spect
8 Author
9 Solvent DMSO
10 Temperature 300.0
11 Pulse Sequence zgpr
12 Number of 16
Scans
13 Receiver Gain 114
14 Relaxation 1.0000
Delay
15 Pulse Width 13.1000
16 Acquisition Time 3.9846
17 Acquisition Date 2013-05-08T09:
56:44
18 Modification 2013-05-08T09:
Date 56:46
19 Spectrometer  400.13
Frequency
20 Spectral Width ~ 8223.7
21 Lowest -2764.0
Frequency
22 Nucleus 1H
23 Acquired Size 32768
24 SpectralFize 65536
-
S e “hsth e h L S
o S -~ NN a o S~
— — AN o ~ LR
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65 6.0
f1 (ppm)
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Sample Name MAR13 Position Vial 51 Instrument Name SG11351102 User Name

Inj Vol 0.5 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  MAR13.d ACQ Method ‘COMMON MHTD.m Comment Acquired Time 9/4/2013 3:08:33 PM
+ESI Scan:1 (0.1-0.3 min, 10 Scans) Frag=135.0V MAR13.d
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Qualitative Compound Report

Data File MAR-B.d Sample Name MAR-B

Sample Type Sample Position Vial 4

Instrument Name Instrument 1 User Name

Acq Method wvishal_12-01-13.m Acquired Time 06-09-2013 AM 11:51:06

IRM Calibration Status DA Method daily_report.m

Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table
C Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 27: C22 H19 N3 03 0.192 3731423 €22 H19 N3 03 C22 HI9 N3 03 0.81 C22 H19 N3 03

Compound Label m/z RT Algorithm Mass

Cpd 27: C22 HI9 N3 03 374.1496

MFE MS Spectrum '

0.192  Find by Molecular Feature 373.1423

x10 5 |Cpd 27: C22 H18 N3 O3: +ESI MFE Spectrum (0.139-0.492 min) Frag=135.0V MAR-B.d

3
25
2
)
1
05

87.5807

150 200 250 300 350 400 450 500 550 600 650 700 750 80O 850 900

950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z 2 |Abund |Formula Ton
374.1496| 1 299853.75 |C22 H20 N3 03 (M+H)+
375.1527| 1 77960.38 |22 H20 N3 03 (M+H)+
376.1557| 1 10574.28 |C22 H20 N3 03 (M+H)+
377.159] 1 1225.95 |C22 H20 N3 03 (M+H)+
396.1316] 1 30533 |C22 H19 N3 Na 03 (M+Na)+
397.1338] 1 7851.57 |C22 H19 N3 Na 03 (M+Na)+
398.1356] 1 1339.05 |C22 H19 N3 Na O3 (M+Na)+
769.2733] 1 9032.73 (2M+Na)+
770.2768| 1 4747.51 (2M+Na)+
771.2777] 1 1072.51 (2M+Na)+
Predicted Isotope Match Table
m/z Calcm/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 374.1496 374.1499 0.79 100 100 76.96 77.34
2 375.1527 375.153 0.95 26 25.23 20.01 19.52
3 376.1557 376.1558 0.39 3.53 3.67 271 2.84
4 377.159 377.1584 -1.49 0.41 0.39 0.31 0.3

--- End Of Report —
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10) 1-(1H-indole-3-carbonyl)-9H-f-carboline-3-carboxylic acid (Pityriacitrin B)
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\ I N e
Parameter Value
1 Data File Name C:/ Users/ sony/
Desktop/ NI2-
FID/ NI2-PI-B/
fid
2 Title NI2-FID
3 Comment NI2-Pi-B
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent DMSO

10 Temperature 300.0
11 Pulse Sequence zgpr

12 Number of Scans 16

13 Receiver Gain 81

14 Relaxation Delay 1.0000
15 Pulse Width 13.1000

16 Acquisition Time 4.0894
17 Acquisition Date 2013-08-01T16:
11:11
18 Modification 2013-08-01T16:
Date 11:12
19 Spectrometer 400.13
Frequency
20 Spedtral Width  8012.8
21 Lowgst -2567.3
Fregfiency
22 Nuclgus H
23 Acqujred Size 768
24 Spedtral Size 536
RS &S & gL kg Iy
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© — NMTOTOQOADRNMOUINOT T T O
%) © OMOOBNNONNA—AOWVWOT MmN
© © NONUBUBWTaNnNANN—TSSaT M Parameter Value
i g LOAARGASNNNSANSEndY  DataFle Gy Users somyy
ata File 1/ Users/ sony,
TS TSSO Name Desktop/ NI2-FID/
NI2-PI-B-C13/ 3/ fid
2 Title NI2-PI-B-C13
3 Comment NI2-Pi-B
4 Origin Bruker BioSpin GmbH
5 Owner M
6 Site
7 Spectrometer spect
8 Author
9 Solvent DMSO
10 Temperature 680.8
11 Pulse 2gpg30
Sequence
12 Number of 6144
Scans
13 Receiver Gain 1149
14 Relaxation ~ 2.0000
Delay
15 Pulse Width ~ 8.4500
16 Acquisition 1.0420
Time
17 Acquisition  2013-08-04T13:48:46
Date
18 Modification 2013-08-04T19:06:04
Date
19 Spectrometer 125.76
Frequency
20 Spectral 31446.5
Width
21 Lowest -3210.8
Frequency
22 Nucleus 13C
| | | Lo o | 23 Acquired Size 32768
! ‘ ‘ ! . ’ | l “\ “ ! 24 Spectral Sizel 6553q
I i . | | [
T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)
Sample Name NI2-PI-83 Position Vial 58 Instrument Name SG11351102 User Name
Inj Vol 0.5 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename  NI2-PI-13.d ACQ Method COMMON MHTD.m Comment Acquired Time il 8/1/2013 5:09:13 PM
%10 3 |*ES! Scan:1 (0.1-1.1 min, 47 Scans) Frag=135.0V NI2-PI-13.d
5
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Qualitative Compound Report

Data File NI2-Pi-B.d Sample Name NI2-Pi-B

Sample Type Sample Position Vial 8

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 02-08-2013 PM 12:47:17
IRM Calibration Status Bl oA Method daily_report.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table

MFG DIff
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 6: C21 H13 N3 03 0.193 355.0956 €21 H13 N3 03 C21 H13 N3 03 0.19 C21 H1I3 N3 03
CompoundLabel  m/z  RT _ Algorithm ~ Mass
Cpd 6: C21 HI3N303 356.1029 0.193  Find by Molecular Feature 355.0956
MFE MS Spectrum '
x10 4 |Cpd 6: C21 H13 N3 03: +ESI MFE Spectrum (0.145-0.512 min) Frag=175.0V NI2-Pi-B.d
)
7 2 B
[ e 3
5 BT
3 =
:
|
2 |
1 !
0 !
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
|m/z z |Abund Formula Ion
356.1029| 1 72749.95 |C21 H14 N3 O3 (M+H)+
357.1058| 1 18118.63 |C21 H14 N3 O3 (M+H)+
358.1084| 1 2675.16 |C21 H14 N3 03 (M+H)+
359.1124] 1 407.17 |C21 H14 N3 03 (M+H)+
Predicted Isotope Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Cale Abund Sum %
1 356.1029 356.103 0.07 100 100 77.43 78.23
2 357.1058 357.1061 0.63 24,91 24.08 19.29 18.84
X, 358.1084 358.1088 1.01 3.68 3.39 2.85 2.65
4 359.1124 359.1114 -2.72 0.56 0.35 0.43 0.28
--- End Of Report -

Agilent Technologies Page 1 of 1 Printed at: 1:47 PM on:02-08-2013
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| VR e — Parameter Value
1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/
NI2-20/ fid
2 Title NI2-FID
3 Comment NI2-20
4 Origin Bruker BioSpin
GmbH
5 Owner 1IIM
6 Site
7 Spectrometer  spect
8 Author
9 Solvent Acetone
10 Temperature ~ 300.0
11 Pulse Sequence zgpr
12 Number of 16
Scans
13 Receiver Gain 144
88 86 84 82 f (%gm) 76 74 72 14 Relaxation 0.5000
Delay
15 Pulse Width 13.1000
16 Acquisition 2.7263
Time
17 Acquisition  2013-07-23T1
Date 5:00:23
18 Modification 2013-07-23T1
Date 5:00:26
19 Spectrometer  400.13
/ Frequency
20 Spectral Width 12019.2
21 Lowest -4870.6
Frequency
22 Nucleus 1H
23 Acqjed Size 32768
24 ASi 65536
P
T
-
T T T T T T T T T T T T T T T T T T T T T T T T T
120 115 110 105 100 95 90 85 80 75 7.0 6. 50 45 40 35 30 25 20 15 1.0 05 0.0

5 6.0
1 (ppm)
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Sample Name Ni2-20 Position Vial 37 Instrument Name SG11351102 User Name
1Inj Vol 0.2 InjPosition SampleType Sample IRM Calibration Status Not able
Data Filename NI2-20.d ACQ Method COMMON MHTD.m Comment Acquired Time 7117/ 2:59:53 PM

x10 4 “—ESI Scan:1 (0.10-0.48 min, 16 Scans) Frag=135.0V NI2-20.d
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Qualitative Compound Report

Data File NI2-20.d Sample Name NI2-20

Sample Type Sample Position Vial 33

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 18-07-2013 AM 11:52:33
IRM Calibration Status [SiEgs T A Method daily_report.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table

MFG Dift
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 8: C20H13N3 O 0.193 311.1058 C20 HI3N3 0 C20H13N3 0 0.24 C20 HI3N3 0
Compound Label m/z T _ |lgorthm  Mass
Cpd 8: COHI3N3 O 1312.113 10.193  Find by Molecular Feature 311.1058
MFE MS Spectrum 4
x10 5 |Cpd 8: C20 H13 N3 O: +ESI MFE Spectrum (0.134-0.417 min) Frag=175.0V NI2-20.d
(e}
8 8 P
s
6 g % ‘é
| Wi ©
2 ‘ 3%
l
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z |Abund Formula ll:on
312.113] 1 833087.38 [C20 H14 N3 O | [
313.1163| 1 168770.94 |C20 H14 N3 O (M+H)+
314.1196| 1 19281.89 |C20 H14 N3 O (M+H)+
315.1234] 1 3008.61 |C20 H14 N3 O (M+H)+
334.0948| 1 3135.46 [C20 H13 N3 Na O (M+Na)+
335.0971| 1 767.67 [C20 H13 N3 Na O (M+Na)+
645.1982( 1 451.84 [C40 H26 N6 Na 02 (2M+Na)+
Predicted pe Match Table
Isots m/z Calcm/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Cale Abund Sum %
1 312.113 312.1131 0.42 100 100 81.34 79.45
2 313.1163 313.1162 -0.35 20.26 22.93 16.48 18.22
3 314.1196 314.1191 =1.53 231 2.71 1.88 2.16
4 315.1234 315.1219 -4.59 0.36 0.22 0.29 0.18
--- End Of Report -—-

Agilent Technologies Page 1 of 1 Printed at: 12:00 PM on:18-07-2013
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Analyst
Date

915,
91.0{
90 5‘]
90.0{
89.51
89.0]
885/
880"
87.5
87.04
86.5|

%T

3413.91cm-1

3800

PerkinElmer Spectrum Version 10.03.08
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Page 1

14) (4-Hydroxyphenyl)(9H-pyrido[3,4-b]indol-1-yl)methanone (Eudistomin-Y1)
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N R
1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/ NI2-
Y1/ fid
2 Title NI2-FID
> 3 Comment NI2-Y1
~N 4 Origin Bruker BioSpin
- GmbH
5 Owner 1M
6 Site
7 Spectrometer  spect
8 Author
9 Solvent Acetone
ch’g‘ ‘(H'_‘ $ ’E ’E 10 Temperature 300.0
—- NN N 5} ~
IERADR R = - = 11 Pulse Sequence zgpr
T T T 12 Number of 16
8.5 8.0 7.5 Seans
f1 (ppm) 13 Receiver Gain 128
14 Relaxation 0.5000
Delay
15 Pulse Width 13.1000
16 Acquisition Time 2.7263
17 Acquisition Date 2013-07-19T16
18 Modification 2013-07-19T16
Date :07:28
19 Spectrometer  400.13
Frequency
20 Spectral Width 12019.2
21 Lowest -4874.8
Frequency
22 Nucleus 1H
, 23 Acquired Size 32768
Jk 1 24 Spectral Size 65536 |
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Sample Name Ni2v1 Position Vial 35 Instrument Name SG11351102 User Name

Inj Vol

0.5 InjPesition SampleType Sample IRM Calibration Status

Data Filename  NI2Y1d ACQ Method COMMON MHTD.m Comment Acquired Time

x10 5

| g

- ol e e e o ol
NOOaSsNWAMODON®

+ESI Scan:1 (0.10-0.31 min, 9 Scans) Frag=135.0VvV NI2Y1.d
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195.00 : 310.90
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Qualitative Compound Report

Data File NI2-Y-1.d Sample Name NI2-Y-1

Sample Type Sample Position Vial 40

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 16-07-2013 PM 1:27:39
IRM Calibration Status “ DA Method daily_report.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Comp d Table

MFG Dift
C d Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 30: C18 H12 N2 02 0.194 288.0924 C18 H12 N2 02 C18 H12 N2 02 -8.87 C18 H12 N2 02
Compound Label m/z  RT__Algorithm Mass
Cpd 30: C18 H12 N2 02 289.0977 '0.194 Find by Molecular Feature 288.0924
MFE MS Spectrum
x10 6 de 30: C18 H12 N2 02: +ESI MFE Spectrum (0.136-0.637 min) Frag=175.0V NI2-Y-1.d —‘
o~
3.5 E g
@z
2 2o
25 QT
« SO0
2 o
1.5
1 |
0.5 ‘
!
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z_|Abund |Formula Ion
289.0977| 1 3691099.75 |C18 H13 N2 02 (M+H)+
290.1119( 1 730706.94 |C18 H13 N2 02 (M+H)+
291.1144| 1 78486.31 |C18 H13 N2 02 (M+H)+
292.1175] 1 4093.75 |C18 H13 N2 02 (M+H)+
293.1186| 1 921.64|C18 H13 N2 02 (M+H)+
Predicted pe Match Table
Isotope m/z Calcm/z Diff (ppm) __|Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 289.0977 289.0972 =2 100 100 81.93 81.28
rl 290.1119 290.1003 -39.82 19.8 20.42 16.22 16.6
3 291.1144 291.1031 -38.67 2.13 2.39 1.74 1.94
4 292.1175 292.1057 -40.11 0.11 0.2 0.09 0.17
5| 293.1186 293.1084 -34.83 0.02 0.01 0.02 0.01
-=- End Of Report —

Agilent Technologies Page 1 of 1 Printed at: 1:42 PM on:16-07-2013
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Analyst
Date
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Quality Checks

| NI2%g 1
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The Quality Checks give rise to multiple warnings for
| the sample.

Page 1
. .
13) (2-chlorophenyl)(9H-pyrido[3,4-b]indol-1-yl)methanone
g O n NOOTM AN NOOQONOVMITITITANODONONN O OO Parameter Value
S i NN RN AR R RN
— Bw WBANNNNNNNNNNNNNNNNNNNNNNNNNNNNNNN "
B R ) :
\/ nV Ny 1 Data File Name C:/ Users/
T sony/
Desktop/ NI2-
F-H1/ fid
2 Title Desktop
3 Comment NI2-F
4 Origin Bruker BioSpin
GmbH
5 Owner 1M
6 Site
7 Spectrometer spect
8 Author
9 Solvent CDCI3
10 Temperature  300.0
11 Pulse 2930
Sequence
12 Number of 16
é_ i Scans
” Al 13 Receiver Gain 203
T T T T T T T
14 Relaxati 0.5000
765 760 755 750 745 740 7.35 oo
f1 (ppm) Y
15 Pulse Width 13.1000
16 Acquisition 2.7263
Time
17 Acquisition 2013-06-18T1
Date 2:30:41
18 Modification ~ 2013-06-18T1
Date 2:30:42
19 Spectrometer 400.13
Frequency
[ 20 Spectral Width 12019.2
21 Lowest -3106.4
| Frequency
I 22 Nucleu 1H
| 23 Acquirgd Size 32768
24 fpectrg| Size , 65536
A L N G
< e < E?‘“
- - o~ (SRR
T T T T T T T T T T T T T T T T T T T T T 1
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X 5.5
f1 (ppm)
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Inj Vol 0.1 InjPosition SampleType IRM Calibration Status
Data Filename NI2F.d ACQ Method COMMON MHTD.m Comment Acquired Time

| +ESI Scan:1 (0.13-0.29 min, 7 Scans) Frag=135.0V NI2F.d
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Qualitative Compound Report

Data File NI2-F.d Sample Name NI2-F

Sample Type Sample Position Vial 42

Instrument Name Instrument 1 User Name

Acq Method vishal_12-01-13.m Acquired Time 26-06-2013 PM 5:43:58
IRM Calibration Status [Glictess T DA Method daily_report.m
Comment

Sample Group Info.

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.05.01 (B5125)

Compound Table

MFG Diff
Compound Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 22: C18 H11 CIN2 O 0.199 306.0561 C18 H11 CIN2 O C18H11CIN20O -0.46 C18H11 CIN20O
Compound Label m/z RT Algorithm Mass
Cpd 22: C18 H11 CIN2 O 307.0635 0.199 Find by Molecular Feature 306.0561
'
MFE MS Spectrum
x10 5 |Cpd 22: C18 H11 CI N2 O: +ES| MFE Spectrum (0.099-0.466 min) Frag=175.0V NI2-F.d
o
. e
go
3 P
ST
|0
2 o
I
|
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z_|Abund Formula Ion
307.0635] 1 447661.59 |C18 H12 CIN2 O (M+H)+
308.0666] 1 88647.37 |C18 H12 CIN2 O (M+H)+
309.0608] 1 137381.91 |C18 H12 CI N2 O (M+H)+
310.0635] 1 28267.65|C18 H12 CIN2 O (M+H)+
311.0662| 1 3507.25|C18 H12 CIN2 O (M+H)+
312.069| 1 269.08|C18 H12 CIN2 O (M+H)+
313.0651] 1 359.09|C18 H12 CIN2 O (M+H)+
320.0448| 1 1637.07 [C18 H11 CI N2 Na O (M+Na)+
Predicted Isotope Match Table
Isotope m/z Calcm/z Diff (ppm) |Abund % Calc Abund % Abund Sum % Calc Abund Sum %
1 307.0635 307.0633 -0.8 100 100 63.4 61.73
2| 308.0666 308.0664 -0.66 19.8 20.38 12,55 12.58
3 309.0608 309.0609 0.43 30.69 34.17 19.46 21.09
4 310.0635 310.0637 0.62 6.31 6.68 4 4.12
5 311.0662 311.0665 0.96 0.78 0.7 0.5 0.44
6 312.069 312.0693 0.71 0.06 0.05 0.04 0.03
7| 313.0651 313.072 21.97 0.08 0 0.05 0
--- End Of Report ---

Agilent Technologies Page 1 of 1 Printed at: 7:50 PM on:26-06-2013
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PerkinElimer Spectrum Version 10.03 06
Monday, August 05, 2013 2:31 PM

Analyst Parshotam
Date Monday, August 05, 2013 2:31 PM
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| 1643 8%em-1
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40
3436.34cm-1
34— — ' 2 Lt
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cm-1
‘Sample Name Description Quality Checks ‘
}le F CHCL3 The Quality Checks give rise to multiple warnings for
et x i oLy [ the sample.
Page 1
.
) Fascaplysin
BN BBSBURRREBRRREEITLS
PR BBBBBBNNNNNNNNNNNNN Parameter Value
NN N ere—t———— 1 Data File Name C:/ Users/
sony/ Desktop/
NI2-FID/ NI2-
FAS/ fid
2 Title NI2-FID
3 Comment NI2-Fas
4 Origin Bruker BioSpin
ONNUNOOINMODO—=HANM—OWONLWLM GmbH
NNRQOITMANONRTNDQONNOOT T 5 Owner M
PARBBBBVBOBNNNNNNNNNNNN
[P 6 Site
/ / 7 Spectrometer  spect
| 8 Author
9 Solvent MeOD
10 Temperature 300.0
11 Pulse Sequence zgpr
12 Number of 16
) il LT £852%y U Scans
=] = - a0 euaan N
— — — - A A A 13 Receiver Gain 114
T T T T T T T T T T T
14 Relaxation 1.0000
94 92 90 88 86 84 82 80 7.8 76 74 Deloy
1 (ppm
(ppm) 15 Pulse Width 13.1000
16 Acquisition Time 2.7263
17 Acquisition Date 2013-08-01T16
:07:05
18 Modification ~ 2013-08-01T16
Date :07:08
19 Spectrometer  400.13
Frequency
20 Spectral Width  12019.2
21 Lowest -4094.7
Frequency
22 Nucleus 1H
2B Acquired Size 3276
J Spectral Size 6553
S L SEEETETR
o o O NO—N
— — B TR T
T T T T T T T T T T T T T T T T T T T T T T
10.5  10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5. 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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Sample Name  NI2FAS Position vial 63 Instrument Name  SG11351102 User Name
Inj Vol 05 InjPosition SampleType Sample IRM Calibration Status Not Applicable
Data Filename _ NI2FAS.d ACQMethod  COMMON MHTD.m _ Comment Acquired Time 8/1/2013 5:21:38 PM

%10.4 +ESI Scan:1 (0.1-0.7 min, 26 Scans) Frag=135.0V NI2ZFAS.d

3

271.00
2.8

e S e §

525.00
0.2 304.90
558.80

250 300 35%0uh4&00 450 éggrge 8%}]92) 600 650 700
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Qualitative Compound Report

Data File NI2-FAS.d Sample Name NI2-FAS
Sample Type Sample Position Vial 2
Instrument Name Instrument 1 User Name
Acq Method vishal_12-01-13.m Acquired Time 10-09-2013 AM 10:54:38
IRM Calibration Status [BEEES I oA Method daily_report.m
Comment
Sample Group Info.
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.05.01 (B5125)
Comp d Table
MFG DIff
Comp Label RT Mass Formula MFG Formula (ppm) DB Formula
Cpd 13: CI8 HION2 O 0.196 270.0793 CI8 HION2 O CI8 HION2 O 0.16 C18 HION2 O
Compound Label m/z __RT___ Algorithm ~IMass
Cpd13: CI8HION2O  271.0865 |0.196 Find by Molecular Feature 270.0793
'
MFE MS Spectrum
x10 6 |Cpd 13: C18 H10 N2 O: +ESI MFE Spectrum (0.120-0.641 min) Frag=135.0V NI2-FAS.d
o
14 g
12 S
1 &&
0.8 =
0.6
0.4
0.2 l
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts vs. Mass-to-Charge (m/z)
MS Spectrum Peak List
m/z z_|Abund Formula Ion
271.0865| 1 1488100.88 [C18 H11 N2 O (M+H)+
272.0899| 1 266393.78 [C18 H11 N2 O (M+H)+
273.0927| 1 28140.96 |C18 H11 N2 O (M+H)+
2740961 1 2836.29 |C18 H11 N2 O (M+H)+
Predicted Isot Match Table
Isotope m/z Calc m/z Diff (ppm) |Abund %  |Calc Abund % _ |Abund Sum % Calc Abund Sum %
1 271.0865 271.0866 0.31 100 100 83.34 815
2 272.0899 272.0897 -0.62 17.9 20.36 14.92 16.6
3 273.0927 273.0927 -0.25 1.89 2.17] 1.58 1.77
4 274.0961 274.0955 -2.15 0.19 0.16 0.16 0.13

--- End Of Report -




