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General remarks: Amino alcohols required for the synthesize of ligands, Anthranilamide and
aldehydes were purchased from Aldrich chemicals. N-Ph-anthranilamide is purchased from Alfa
Aesar. All reactions were carried out in a flame dried flask. Solvents used for reactions and column
chromatography were commercial grade and distilled prior to use. Toluene and THF were dried over
sodium/ benzophenone, whereas CH,Cl, and CHCl; were dried over CaH,. Solvents for HPLC
analysis were bought as analytical grade and used without further purification. TLC was performed on
pre-coated Merck silica gel aluminium plates with 60:254 indicator, visualised by irradiation with UV
light. Column chromatography was performed using silica gel Merck 60-100 mesh. Melting points
were determined by open glass capillary method and uncorrected. 'H-NMR and “C-NMR were
recorded on a Bruker AV 500 MHz using DMSO-d; or CDCl; as solvent and multiplicity indicated as
follows: s (singlet), d (doublet), t (triplet), q (quartet), m (multiplet), dd (doublet of doublet), dt
(doublet of triplet) bs (broad singlet). Coupling constants J are reported in Hz. High resolution mass
spectra were obtained by ESI using Waters/Micromass Q-TOF mass spectrometer. IR spectra were
recorded on a Perkin Elmer FT/IR-420 spectrometer and are reported in terms of frequency of
absorption (cm™). The enantiomeric excesses were obtained by HPLC analysis on a chiral stationary
phase column (CHIRALPAK AD-H; AS-H, and CHIRAL CEL OD-H). Optical rotation was recorded
on a Jasco DIP polarimeter at a wavelength of 589 nm.

General procedure for the enantioselective synthesis of 2-alkyl and 2-aryl-2,3-
dihydroquinazolinones.

In an oven dried flask pybox ligand 10 (7.5 umol) and Sc(OTf); (3 umol) were taken in 1 mL of
anhydrous dichloromethane. 50mg of 4A molecular sieves was added to the solution and the resulting
mixture was stirred further. After 3 h, Anthranilamide (1a) (300 umol) solubilized in 1 mL of
dichloromethane was added at the indicated temperature, followed by aldehyde (360 pmol) and stirred
until the reaction was completed. Completion of the reaction was ascertained by TLC, and the product
was purified by using a small pad of silica gel 60-100 mesh with an eluent of (PE\EA, 1:1) to afford
dihydroquinazolinones as colourless solids.

General procedure for the enantioselective synthesis of /N-Ph-2-aryl-2,3-dihydroquinazolinones.



In an oven dried flask pybox ligand 10 (30 umol) and Sc(OTf); (15 pmol) were taken in 1 mL of
anhydrous dichloromethane. 50mg of 4A molecular sieves was added to the solution and the resulting
mixture was stirred further. After 3 h, N-Ph-anthranilamide (1c¢) (300 umol) solubilized in 1 mL of
dichloromethane was added at the indicated temperature, followed by aldehyde (360 umol) and stirred
until the reaction was completed. Completion of the reaction was ascertained by TLC, and the product
was purified by using a small pad of silica gel 60-100 mesh with an eluent of (PE\EA, 3:1) to afford
corresponding 2,3-diaryl-2,3-dihydroquinazolinones as colourless solids.

(S)-2-phenyl-2,3-dihydroquinazolin-4(1H)-one (3a)’

e N

o

NH
~nH

Iz

\ J

Colorless solid, Isolated yield (63mg, 94%), Mp: 218 °C, R, = 0.4 (PE/EA, 1:1); '"H NMR (500 MHz,
DMSO-d¢): & = 8.29 (bs, 1H), 7.63 (dd, J = 7.8 and 1.5 Hz, 1H), 7.51 — 7.40 (m, 2H), 7.44
- 7.30 (m, 3H), 7.28 — 7.17 (m, 1H), 7.11 (bs, 1H), 6.77 (d, J = 8 Hz, 1H), 6.68 (m, 1H),
5.75 (t, J = 1.5 Hz, 1H); 'C NMR (125 MHz, DMSO-d¢): & = 164.04, 148.32, 142.10,
133.79, 128.90, 128.79, 127.82, 127.31, 117.59, 115.41, 114.87, 67.03; FTIR (KBr): 3303,
3186, 3062, 1652, 1613, 1511, 1391, 1300, 1148, 809, 748, 699 cm™'; [a]p ® = +214.1° (c
= 1.0 in THF, e.r. 99 : 1); HPLC conditions: AD-H column, n-hexane/2-propanol = 80/20,
flow rate = 0.8 mL min~', minor enantiomer: tg = 15.27 min, major enantiomer: tg = 12.40
min.

(S)-2-(naphthalen-2-yl)-2,3-dihydroquinazolin-4(1H)-one (3b)l
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Colorless solid, Isolated yield (75mg, 92%), Mp: 216 °C, R, = 0.45 (PE/EA, 1:1); '"H NMR (500 MHz,

DMSO-de): & = 8.37 (bs, 1H), 7.96 — 7.92 (m, 4H), 7.70 (d, J = 7.5 Hz, 1H), 7.64 (d, J = 7.5 Hz, 1H), 7.55 —
7.53 (m, 2H), 7.25 (t, J = 8 Hz, 1H), 7.19 (bs, 1H), 6.73 (d, J = 8 Hz, 1H), 6.69 (t, J = 7.5 Hz, 1H), 5.96 (bs,

1H); “C NMR (125 MHz, DMSO-d;): & = 164.05, 148.35, 139.34, 133.81, 133.47, 132.94, 128.58, 128.44,



128.04, 127.84, 126.89, 126.84, 126.32, 125.31, 117.64, 115.42, 114.488, 67.30; FTIR (KBr): 3447, 3281,
3187, 3052, 1660, 1610, 1513, 1387, 1297, 1157, 809, 744, 689 cm™'; [a]p ® = +193.0° (c = 0.75 in THF, e.r.
99 : 1); HPLC conditions: AD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min™', minor
enantiomer: tg = 21.46 min, major enantiomer: tg = 19.14 min.

(S)-2-(3-fluorophenyl)-2,3-dihydroquinazolin-4(1H)-one (3c)1
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Colorless solid, Isolated yield (66mg, 91%), Mp: 174 °C, R,= 0.4 (PE/EA, 1:1); "H NMR (500 MHz, DMSO-
dg): 6 = 8.40 (bs,1H), 7.63-7.61 (dd, J=7.5, 1.5 Hz, 1H), 7.46 — 7.41 (m, 1H), 7.34 (d, /= 8Hz, 1H), 7.31 (dt, J
=10, 2.5Hz, 1H), 7.26 (m, 1H), 6.78 (d, J = 8Hz, 1H), 6.70 — 6.67 (m, 1H), 5.79 (bs, 1H); *C NMR (125
MHz, DMSO-dg): 6 = 163.91, 162.52 (d, J=242.37 Hz), 148.01, 145.29 (d, J= 6.25 Hz), 133.89, 130.25 (d, /=
8 Hz), 127.82, 123.24 (d, J = 2.5Hz), 117.16, 115.12, 114.84, 114.34, 114.04 (d, J = 21.87 Hz), 66.08 (d, J =
1.12Hz); FTIR (KBr): 3421, 3212, 3075, 2629, 1676, 1607, 1523, 1424, 1208, 1121, 837, 799, 744, 720, 598;
[a]p = +173.4° (c = 1.0 in THF, e.r. 99 : 1); HPLC conditions: OD-H column, n-hexane/2-propanol = 80/20,
flow rate = 0.8 mL min™', minor enantiomer: ty = 19.00 min, major enantiomer: ty = 13.19 min.

(5)-2-(3-bromophenyl)-2,3-dihydroquinazolin-4(1H)-one (3d)'

(0]

NH

onH Br
N
H

Colorless solid, Isolated yield (84mg, 94%), Mp: 187 °C, R,= 0.5 (PE/EA, 1:1); "H NMR (500 MHz, DMSO-

dg): & = 8.40 (bs, 1H), 7.68 (t, /= 1.8 Hz, 1H), 7.62-7.60 (dd, J = 7.5 and 1.5 Hz, 1H), 7.55-7.53 (m, 1H), 7.50-
7.48 (m, 1H), 7.36 (t, J=7.5Hz), 7.28-7.24 (m, 1H), 7.22 (bs, 1H), 6.76 (d, /= 7.5 Hz, 1H), 6.70 —6.67 (m, 1H),
5.79 (t, J = 2Hz, 1H); ®C NMR (125 MHz, DMSO-dy): § =163.87, 147.95, 145.01, 133.93, 131.63, 131.05,
130.11, 127.83, 126.25, 122.06, 117.79, 115.36, 114.94, 65.99; FTIR (KBr): 3289, 3198, 3062, 1645, 1613,
1515, 1429, 1299, 1157, 865, 791, 757, 698 cm-1; [a]p ° = + 115.3° (¢ = 1.0 in THF, e.r. 90 : 10); HPLC
conditions: OD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min”', minor enantiomer: ty =
21.12 min, major enantiomer: tg = 17.82 min.

(5)-2-(4-fluorophenyl)-2,3-dihydroquinazolin-4(1H)-one (3¢)'
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Colorless solid, Isolated yield (67mg, 92%), Mp: 201 °C, R,= 0.4 (PE/EA, 1:1); "H NMR (500 MHz, DMSO-

de): =830 (s, 1 H), 7.61 (d, J=7.2 Hz, 1 H), 7.54 (dd, J = 5.6, 8.4 Hz, 2 H), 7.21 — 7.27 (m, 3 H), 7.11 (s, 1
H), 6.75 (d, J = 8.0 Hz, 1 H), 6.68 (t, J = 7.2 Hz, 1 H), 5.78 (s, 1 H); *C NMR (125 MHz, DMSO-d): & =
164.04, 162.58 (d, J =243.75 Hz), 148.27, 138.27, 133.83, 129.5 (d, J = 8.75 Hz), 127.83, 117.72, 115.53 (d, J
=21.25 Hz), 115.42, 115.17, 66.41; FTIR (KBr): 3414, 3300, 3184, 3067, 2935, 1651, 1614, 1486, 1389, 1232,
1157, 841, 757, 673 em™; [a]p = +158.7° (¢ = 1.0 in THF, e.r. 95 : 5); HPLC conditions: AD-H column, #-
hexane/2-propanol = 80/20, flow rate = 0.8 mL min”!, minor enantiomer: t; = 17.57 min, major enantiomer: tp =
12.30 min.

(5)-2-(4-bromophenyl)-2,3-dihydroquinazolin-4(1H)-one @30’
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Colorless solid, Isolated yield (81mg, 90%), Mp: 207 °C, R,= 0.5 (PE/EA, 1:1); "H NMR (500 MHz, DMSO-

dg): 6=8.32 (s, 1 H), 7.61 —7.59 (m, 3 H), 7.51(d, J=8.4 Hz, 2 H), 7.23 — 7.27 (m, 1 H), 7.16 (s, 1 H), 6.74 (d,
J=8.4Hz, 1 H), 6.68 (t, J= 7.6 Hz, 1 H), 5.76 (s, IH); ®C NMR (125 MHz, DMSO-dq): 8 = 163.93, 148.07,
141.58, 133.86, 131.69, 129.53, 127.83, 122.02, 117.76, 115.41, 114.49, 62.27; FTIR (KBr): 3446, 3308, 3190,
3064, 2936, 1654, 1608, 1484, 1384, 1152, 834, 795, 752, 678 cm™"; [a]p *° = +146.9° (¢ = 0.5 in THF, e.r. 97 :
3); HPLC conditions: AD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min™', minor enantiomer:
tg = 17.80 min, major enantiomer: tg = 12.21 min.

(8)-4-(4-0x0-1,2,3,4-tetrahydroquinazolin-2-yl)benzonitrile (3g)]
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Colorless solid, Isolated yield (66mg, 88%), Mp: 254 °C, R, = 0.35 (PE/EA, 1:1); '"H NMR (500 MHz,

DMSO-dq): & = 8.47 (s, 1H), 7.75(d, J = 8Hz, 2H), 7.66 (d, J = 8 Hz, 2H), 7.60 (d, J = 7.5 Hz, 1H), 7.29-7.24



(m, 2H), 6.76 (d, J = 7 Hz, 1H), 6.69 (t, J = 7.5 Hz, 1H), 5.85 (s, 1H); *C NMR (125 MHz, DMSO-d;): & =
163.77, 147.83, 147.78, 134.00, 133.00, 132.87, 128.14, 127.85, 119.11, 117.88, 115.36, 114.97, 111.51, 65.97;
FTIR (KBr): 3452, 3353, 3335, 2227, 1666, 1611, 1486, 1374, 1150, 838, 799, 772, 617 cm™; [alp = =
+174.08° (¢ = 0.5 in THF, e.r. 97 : 3); HPLC conditions: AD-H column, n-hexane/2-propanol = 80/20, flow rate
=0.8 mL min', minor enantiomer: tx = 18.52 min, major enantiomer: tg = 14.77 min.

(S)-2-(Biphenyl-4-yl)-2,3-dihydroquinazolin-4(1H)-one (3h)'
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Colorless solid, Isolated yield (85mg, 95%), Mp: 225 °C, R,= 0.5 (PE/EA, 1:1); "H NMR (500 MHz, DMSO-

dg): & =18.35 (bs, 1H), 7.70 — 7.58 (m, 7H), 7.48 — 7.45 (m, 2H), 7.39 — 7.36 (m, 1H), 7.28 — 7.25 (m, 1H), 7.18
(bs, 1H), 6.78 (d, J = 8 Hz, 1H), 6.71 — 6.68 (m, 1H), 5.81 (bs, 1H); *C NMR (125 MHz, DMSO-d;): & =
164.10, 148.30, 141.32, 140.81, 140.19, 133.83, 129.43, 128.04, 127.92, 127.87, 127.17,127.12, 117.63, 115.46,
114.92, 66.69; FTIR (KBr): 3290, 3183, 3057, 1652, 1611, 1508,1386, 1297, 1153, 750, 689 cm™'; [alp * =
+158.0° (c = 1.0 in THF, e.r. 98 : 2); HPLC conditions: AS-H column, n-hexane/2-propanol = 70/30, flow rate =
0.6 mL min"!, minor enantiomer: tz = 33.58 min, major enantiomer: tg = 43.41 min.

(5)-2-(4-ethylphenyl)-2,3-dihydroquinazolin-4(1H)-one 3i)’
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Colorless solid, Isolated yield (68mg, 91%), Mp: 197 °C, R, = 0.45 (PE/EA, 1:1); '"H NMR (500 MHz,

DMSO-dg): 6 =8.26 (s, 1H), 7.61 (d, J = 8 Hz, 1H), 7.40 (d, J = 8 Hz, 2H), 7.24 — 7.22 (m, 3H), 7.056 (bs, 1H),
6.74 (d, J = 8.0 Hz, 1H), 6.66 (t, J = 8Hz, 1H), 5.72 (s, 1H), 2.06 (q, J = 7.5 Hz, 2H), 1.16 (t, J = 7.5 Hz, 3H);
C NMR (125 MHz, DMSO-dy): 8 = 164.19, 148.36, 144.68, 139.51, 133.83, 128.35,127.74, 127.29, 117.57,
115.33, 114,84, 67.11, 28.37, 16.12; FTIR (KBr): 3446, 3302, 3192, 3060, 1655, 1612, 1512, 1388, 1297, 1157,
809, 744, 689 cm™; [a]p *® = +185.4° (¢ = 1.0 in THF, er. 93 : 7); HPLC conditions: AD-H column, n-
hexane/2-propanol = 80/20, flow rate = 0.8 mL min™', minor enantiomer: ty = 14.23 min, major enantiomer: tg =
12.02 min.

(5)-2-(Benzol[d][1,3]dioxol-5-yl)-2,3-dihydroquinazolin-4(1H)-one (3j)l
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Colorless solid, Isolated yield (77mg, 95%), Mp: 204 °C, R, = 0.35 (PE/EA, 1:1); '"H NMR (500 MHz,

DMSO-dg): 6 = 8.24 (bs, 1H), 7.52 (d, J=7.5 Hz, 1H), 7.25 (t, J= 7.3 Hz, 1H), 7.11 — 7.03 (m, 2H), 7.01 — 6.87
(m, 2H), 6.81 — 6.61 (m, 2H), 6.02 (bs, 2H), 5.68 (bs, 1H); *C NMR (125 MHz, DMSO-d;): & = 163.55,
147.80, 147.27, 147.19, 135.55, 133.27, 127.31, 120.40, 117.12, 114.94, 114.40, 107.84, 107.15, 101.09, 66.25;
FTIR (KBr): 3282, 3186, 3127, 2903, 1653, 1611, 1486, 1445, 1383, 1248, 1036, 755 cm™"; [a]p **= +170.2° (¢
= 1.0 in THF, e.r. 95 : 5); HPLC conditions: AD-H column, n-hexane/2-propanol = 70/30, flow rate = 0.8 mL
min™, minor enantiomer: ty = 16.66 min, major enantiomer: tz = 15.05 min.

(5)-2-(4-hydroxy-3-methoxyphenyl)-2,3-dihydroquinazolin-4(1H)-one (3k)'
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Colorless solid, Isolated yield (73mg, 90%), Mp: 217 °C, R, = 0.25 (PE/EA, 1:1); '"H NMR (500 MHz,

DMSO-dg): 6 = 9.15 (bs, 1H), 8.09 (bs, 1H), 7.62 3 (d, J= 7.5 Hz, 1H), 7.24 (t, J=7.5 Hz, 1H), 7.09 (bs, 1H),
6.95 (s, 1H), 6.89 (d, J = 7.5 Hz, 1H), 6.77 — 6.74 (m, 2H), 6.82 (t, /= 7.5 Hz, 1H), 5.66 (bs, 1H), 3.77 (s, 3H);
C NMR (125 MHz, DMSO-d,): § = 164.23, 148.64, 147.87, 147.62, 133.57, 132.36, 127.87, 120.16, 117.55,
115.53, 115.37, 114.69, 111.47, 67.37, 55.93; FTIR (KBr): 3388, 3354, 3058, 2969, 2935, 2841, 1646, 1610,
1499, 1427, 1357, 1270, 1125, 1021, 766 cm™; [alp * = + 159.2° (¢ = 1.0 in THF, e.r. 95 : 5); HPLC
conditions: AD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min”!, minor enantiomer: ty =
21.58 min, major enantiomer: tg = 26.49 min.

(5)-2-(3,4-Dimethoxyphenyl)-2,3-dihydroquinazolin-4(1 H)-one @'
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Colorless solid, Isolated yield (81mg, 95%), Mp: 214 °C, R, = 0.35 (PE/EA, 1:1); '"H NMR (500 MHz,

DMSO-dq): 8 = 8.17 (bs, 1H), 7.62 (dd, J = 7.8 and 1,5 Hz,1H), 7.30 — 7.19 (m, 1H), 7.13 (d, J = 1,8



Hz, 1H), 7.06 — 6.89 (m, 3H), 6.76 (d, J = 7.8 Hz, 1H), 6.72 — 6.63 (m, 1H), 5.70 (bs,
1H), 3.80 — 3.71 (2 x s, 6H); "*C NMR (125 MHz, DMSO-d,): & = 164.19, 149.48, 149.07,
148.51, 134.10, 133.69, 127.80, 119.67, 117.60, 114.90, 114.90, 111.80, 111.13, 66.98,
56.07, 55.96; FTIR (KBr): 3356, 3332, 2967, 2835, 1669, 1609, 1496, 1414, 1364, 1270,
1227, 1144, 1014, 769 cm™'; [a]lp *® = +151.2° (¢ = 1.0 in THF, e.r. 95 : 5); HPLC
conditions: AS-H column, n-hexane/2-propanol = 50/50, flow rate = 0.6 mL min'l, minor enantiomer:
tg = 20.79 min, major enantiomer: tg = 34.54 min.

(5)-2-(3-Bromo-4-methoxyphenyl)-2,3-dihydroquinazolin-4(1H)-one Bm)'
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Colorless solid, Isolated yield (93mg, 93%), Mp: 226 °C, R, = 0.45 (PE/EA, 1:1); '"H NMR (500 MHz,

DMSO-dy): 6 = 8.29 (bs, 1H), 7.69 (d, J = 2.0 Hz, 1H), 7.61(dd, J = 7.8 and 1,5 Hz, 1H), 7.42 (dd, J = 8.5 and
2.3 Hz, 1H), 7.32 — 7.20 (m, 1H), 7.18 — 7.04 (m, 2H), 6.82 — 6.58 (m, 2H), 5.73 (bs, 1H), 3.84 (s, 3H); “C
NMR (125 MHz, DMSO-dg): 6 = 163.40, 155.27, 147.54, 135.25, 133.23, 131.26, 127.30, 127.22, 117.13,
114.85, 114.35, 112.25, 110.20, 65.21, 56.21; FTIR (KBr): 3281, 3180, 2836, 1644, 1612, 1496, 1438, 1386,
1298, 1266, 1158, 1054, 890, 808, 747, 675, 623 cm™; [a]p * = +136.41° (c = 0.75 in THF, e.r. 96 : 4); HPLC
conditions: AS-H column, n-hexane/2-propanol = 50/50, flow rate = 0.6 mL min”!, minor enantiomer: tz = 27.45
min, major enantiomer: tg = 20.60 min.

(8)-2-(biphenyl-4-yl)-6-chloro-2,3-dihydroquinazolin-4(1H)-one 3n)

(e}

Colorless solid, Isolated yield (104mg, 95%), Mp: 245 °C, R, = 0.5 (PE/EA, 1:1); '"H NMR (500 MHz,
DMSO-dg): 6 = 8.6 (bs, 1H), 7.71 — 7.65 (m, 4H), 7.58 — 7.57 (m, 3H), 7.48 — 7.45 (m, 2H), 7.41 (bs, 1H), 7.39-
7.36 (m, 1H) 7.31- 7.29 (dd, J=7.5 and 2.5 Hz, 1H), 6.81 (d, J = 9 Hz 1H), 5.85 (bs, 1H); *C NMR (125 MHz,
DMSO-dy): 6 =162.91,147.02, 140.95, 140.92, 140.14, 133.60, 129.43, 128.07, 127.88, 127.19, 127.18, 126.92,
121.25,116.93, 116.55, 66.55; FTIR (KBr): 3435, 3272, 3177, 3057, 1647, 1611, 1513, 1388, 1299, 1153, 805,

755, 664 cm™; [a]p ** = +168.6° (¢ = 1.0 in THF, e.r. 98 : 2); HPLC conditions: AD-H column, n-hexane/2-



propanol = 80/20, flow rate = 0.8 mL min’l, minor enantiomer: tg = 11.41 min, major enantiomer: tg = 12.91
min.

(5)-2-(biphenyl-4-yl)-6-(trifluoromethoxy)-2,3-dihydroquinazolin-4(1H)-one (30)'

Colorless solid, Isolated yield (90mg, 95%), Mp: 209 °C, R,= 0.5 (PE/EA, 1:1); '"H NMR (500 MHz, DMSO-

dg): 6 = 8.6 (bs, 1H), 7.72 — 7.70 (d, J = 8.5 Hz 2H), 7.68 — 7.66 (d, J = 7.5 Hz 2H), 7.59 — 7.58 (d, /= 8 Hz
2H), 7.52 (s, 1H), 7.49-7.45 (m, 3H), 7.39 — 7.36 (t, J = 7.5 Hz, 1H), 7.30 - 7.28 (dd, J = 7.5 and 2.5 Hz, 1H),
6.88 — 6.86 (d, J = 9 Hz 1H), 5.89 (bs, 1H); *C NMR (125 MHz, DMSO-d,): & = 162.92, 147.33, 141.00,
140.82, 140.13, 139.72, 129.43, 128.08, 127.91, 127.40, 127.21, 127.18, 123.81, 121.78, 120.01, 119.76,
116.41, 115.55, 66.60; FTIR (KBr): 3547, 3468, 3414, 3187, 3120, 3087, 1672, 1601, 1553, 1485, 1348, 1264,
1175, 842, 733, 693 cm™; [alp ** =+196.04° (c = 1.0 in THF, e.r. 97 : 3); HPLC conditions: AD-H column, #-
hexane/2-propanol = 80/20, flow rate = 0.8 mL min”', minor enantiomer: tz = 8.02 min, major enantiomer: tg =
9.57 min.

(8)-2-ethyl-2,3-dihydroquinazolin-4(1H)-one (13a)

Colorless solid, Isolated yield (42mg, 80%), Mp: 148 °C, R,= 0.3 (PE/EA, 1:1); "H NMR (500 MHz, CDCl,):

5 7.89 (dd, J= 8 Hz, 1.5 Hz, 1H), 7.34 — 7.30 (m,1H), 6.88-6.85 (m, 1H), 6.69 (d, J = 8.0 Hz, 1H), 6.43 (bs,
1H), 4.88-4.85 (m, 1H), 1.86 — 1.81 (m, 2H), 1.08 (t, J = 7.5 Hz, 3H); *C NMR (125 MHz, CDCl;): & = 165.43,
147.44, 133.85, 128.57, 119.34, 115.86, 114.69, 66.43, 28.59, 8.28; HRMS (ESI): m/z calculated for C,,H,N,O
[M"+Na] 199.0847, found: 119.0845; FTIR (KBr): 3294, 3081, 2958, 1654, 1613, 1506, 1385, 1264, 1153, 755,
699 cm; [alp 2 = + 75.2° (¢ = 1.0 in THF, er. 89 : 11); HPLC conditions: OD-H column, n-hexane/2-
propanol = 80/20, flow rate = 0.8 mL min™', minor enantiomer: t; = 11.32 min, major enantiomer: tg = 9.77 min.

(S)-2-propyl-2,3-dihydroquinazolin-4(1H)-one (13b)'



SO

Colorless solid, Isolated yield (47mg, 82%), Mp: 151 °C, R,= 0.3 (PE/EA, 1:1); "H NMR (500 MHz, CDCls):

8791 —-7.89 (m, 1H), 7.33 — 7.28 (m,1H), 6.86 (t, J= 7.5 Hz, 1H), 6.67 (d, J = 8.0 Hz, 1H), 6.56 (bs, 1H), 4.90
(t, J = 5.5 Hz, 1H), 4.26 (bs, 1H), 1.74 — 1.79 (m, 2H), 1.44 — 1.54 (m, 2H), 1.01 (t, J = 7.5 Hz, 3H); *C NMR
(125 MHz, CDCL,): & = 165.39, 147.48, 133.75, 128.55, 119.30, 116.06, 114.73, 65.15, 37.67, 17.40, 13.82;
FTIR (KBr): 3326, 3165, 3041, 2965, 1642, 1621, 1502, 1384, 1252, 1146, 756, 687 cm™; [a]p ** = + 84.22°
(c=1.0in THF, e.r. 93 : 7); HPLC conditions: OD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL
min™, minor enantiomer: tg = 11.14 min, major enantiomer: tg = 9.47 min.

(S)-2-pentyl-2,3-dihydroquinazolin-4(1H)-one (13c¢)

O

Colorless solid, Isolated yield (52mg, 79%), Mp: 154 °C, R, = 0.35 (PE/EA, 1:1); '"H NMR (500 MHz,

CDCL): 8 791 (d, J= 1.5, 1H), 7.35 — 7.28 (m,1H), 6.90-6.87 (m, 1H), 6.69 (d, J = 8.0 Hz, 1H), 6.16 (bs, 1H),
491 (t, J = 6 Hz, 1H), 1.80 — 1.77 (m, 2H), 1.38-1.36 (m, 5H), 0.95-0.92 (m, 4H); *C NMR (125 MHz,
CDCL): 6 = 165.37, 147.42, 133.89, 128.63, 119.46, 115.91, 114.74, 65.38, 35.59, 31.45, 23.72, 22.49, 13.91;
HRMS (ESI): m/z calculated for C;3H;sN,O [M™+Na] 241.1317, found: 241.1311; FTIR (KBr): 3329, 3206,
3069, 2953, 1643, 1614, 1507, 1387, 1261, 1152, 752, 690 cm™; [a]p > =+ 79.7° (c = 1.0 in THF, e.r. 88 : 12);
HPLC conditions: OD-H column, n-hexane/2-propanol = 90/10, flow rate = 0.8 mL min”', minor enantiomer: tg
= 23.45 min, major enantiomer: tg = 20.66 min.

(8)-2-hexyl-2,3-dihydroquinazolin-4(1H)-one (13d)]
o)
dNH
N)\/\/\/
H

Colorless solid, Isolated yield (59mg, 84%), Mp: 158 °C, R,= 0.35 (PE/EA, 1:1); [a]p ** "H NMR (500 MHz,

CDCly): 8 7.91 —7.89 (dd, J = 1.0, 8 Hz, 1H) 7.34 — 7.31 (m,1H), 6.89-6.86 (t, J = 7.5 Hz, 1H), 6.69 (d, J = 8.0



Hz, 1H), 6.22 (bs, 1H), 4.88 (t, J = 5.5 Hz, 1H), 1.81 — 1.77 (m, 2H), 1.49 — 1.45 (m, 2H), 1.37-1.3 (m, 7H),
0.92 (t, J = 7 Hz, 3H); "C NMR (125 MHz, CDCly): § = 165.37, 147.42, 133.89, 128.63, 119.48, 11591,
114.74, 65.38, 35.59, 31.45, 23.72,22.49, 13.91; FTIR (KBr): 3326, 3215, 3072, 2953, 1644, 1616, 1509, 1388,
1259, 1153, 754, 699 cm™; [a]p ° =+ 91.7° (¢ = 1.0 in THF, e.r. 96 : 4); HPLC conditions: AD-H column, n-
hexane/2-propanol = 90/10, flow rate = 0.8 mL min”', minor enantiomer: ty = 15.45 min, major enantiomer: tg =
13.40 min.

(S)-2-isopropyl-2,3-dihydroquinazolin-4(1H)-one (13e)’

Colorless solid, Isolated yield (44mg, 78%), Mp: 170 °C, R,= 0.3 (PE/EA, 1:1); "H NMR (500 MHz, CDCl,):
57.88 (d, J=7.8 Hz, 1H), 7.30 (t, J= 7.7 Hz, 1H), 6.83 (t, /= 7.7 Hz, 1H), 6.66 (d, J = 8.1 Hz, 1H), 6.01 (s,
1H, ), 4.70 (d, J = 4.8Hz, 1H), 1.92-2.01 (m, 1H), 1.06 (t, J = 6.8 Hz, 6H); *C NMR (125 MHz, CDCI3) &
165.2, 147.4, 133.9, 128.5, 119.1, 115.5, 114.5, 70.2, 32.8, 17.0, 16.9; FTIR (KBr): 3366, 3171, 3056, 2923,
2851, 1646, 1505, 1396, 1314, 752 cm-1; [a]p 2° =+ 59.2° (¢ = 1.0 in THF, e.r. 82: 18); HPLC conditions: OD-
H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min”', minor enantiomer: tx = 11.53 min, major
enantiomer: tg = 9.30 min.

(8)-2-isobutyl-2,3-dihydroquinazolin-4(1H)-one (13f)

S

Colorless solid, Isolated yield (49mg, 81%), Mp: 176 °C, R,= 0.3 (PE/EA, 1:1); "H NMR (500 MHz, CDCl5):

5 7.89 (d,J=1.5 Hz, 1H), 7.33-29 (m, 1H), 6.88-6.85 (t,J= 7.5 Hz, 1H), 6.69 (d, J= 8.1 Hz, 1H), 6.66 (s, 1H),
4.95-4.93 (m, 1H), 1.84-1.81 (m, 1H), 1.67-1.71 (m, 2H), 0.99 (d, J = 6.5 Hz, 6H); *C NMR (125 MHz,
CDCl3) & 165.51, 147.49, 133.76, 128.56, 119.38, 116.24, 114.88, 63.66, 44.41, 23.86, 22.64, 22.62; FTIR
(KBr): 3366, 3171, 3056, 2923, 2851, 1644, 1505, 1396, 1314, 752 cm-1; [a]p ** = + 64.22° (¢ = 1.0 in THF,
e.r. 83 : 17); HPLC conditions: OD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min™', minor
enantiomer: tg = 11.49 min, major enantiomer: tg = 7.96 min.

(8)-2-benzyl-2,3-dihydroquinazolin-4(1H)-one (13g)"
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Colorless solid, Isolated yield (55mg, 77%), Mp: 189 °C, R,= 0.4 (PE/EA, 1:1); "H NMR (500 MHz, CDCls):

8 7.38 (t,J=17.5 Hz, 2H), 7.29-7.33 (m, 2H), 7.22 (d, J= 7.1 Hz, 2H), 6.86 (t, J = 7.5 Hz, 1H), 6.61 (d, J = 8.0
Hz, 1H), 6.18 (s, 1H), 5.04 (t, J = 7.0 Hz, 1H), 3.02-3.12 (m, 2H); *C NMR (125 MHz, CDCly): § 13.8, 17.4,
37.7,65.1, 114.7, 116.0, 119.4, 128.6, 133.8, 147.4, 165.3; FTIR (KBr): 3290, 3162, 3048, 2953, 1657, 1606,
1513, 1390, 1255, 1153, 778, 700 cm’; [alp B = +69.22° (c=1.0in THF, e.r. 82 : 18); HPLC conditions: OD-
H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min™, minor enantiomer: ty = 28.29 min, major
enantiomer: tg = 22.34 min.

(S)-2-phenethyl-2,3-dihydroquinazolin-4(1H)-one (13h)l

g

Colorless solid, Isolated yield (66mg, 87%), Mp: 204 °C, R,= 0.4 (PE/EA, 1:1); "H NMR (500 MHz, CDCl5):

8 7.92-7.90 (dd, J= 7.5 and 1.5 Hz, 1H), 7.35 — 7.24 (m, 6H), 6.87 (t, J = 7.5 Hz, 1H), 6.60 (d, J = 7.5 Hz,
1H), 4.94 (t, J = 5.5 Hz, 1H), 4.18 (bs, 1H), 2.87 — 2.78 (m, 2H), 2.19 — 2.12 (m, 2H); “C NMR (125 MHz,
CDCl5): 8 164.86, 146.89, 134.66, 134.19, 129.23, 128.40, 127.66, 119.76, 115.99, 114.81, 42.31; FTIR (KBr):
3296, 3169, 3052, 2950, 1654, 1609, 1519, 1391, 1256, 1155, 780, 700 cm™; [a]p ° = + 98.03° (¢ = 1.0 in
THEF, e.r. 93 : 7); HPLC conditions: AD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min”,
minor enantiomer: tg = 10.99 min, major enantiomer: tg = 9.69 min.

(8)-2-cyclohexyl-2,3-dihydroquinazolin-4(1H)-one a3i)y’

e

Colorless solid, Isolated yield (54mg, 79%), Mp: 177 °C, R, = 0.35 (PE/EA, 1:1); '"H NMR (500 MHz,
CDCly): 6 7.87-7.85 (dd, J = 7.8, 1.4 Hz, 1H), 7.30-7.268 (m, 1H), 6.83-6.80 (m, 1H), 6.66-6.65 (d, /= 7.5 Hz,
1H), 6.61 (s, br., 1H), 4.64 (dd, /=5, 1.5 Hz, 1H), 4.30 (, bs, 1H), 1.86-1.80 (m, 4H), 1.77-1.61 (m, 2H), 1.26-

1.23 (m, 2H), 1.17-1.08 (m, 3H); *C NMR (125 MHz, CDCI3): & 165.35, 147.48, 133.81, 128.44, 11891,

11



115.64, 114.50, 69.60, 42.69, 27.51, 26.19, 25.79, 25.78; FTIR (KBr): 3366, 3171, 3056, 2923, 2851, 1644,
1505, 1396, 1314, 752 cm-1; [a]p B = 179220 (c=1.0in THF, e.r. 82 : 18); HPLC conditions: OD-H column,
n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min”', minor enantiomer: ty = 14.17 min, major enantiomer: tg
=11.17 min.

(8)-2,3-diphenylquinazolin-4(1H)-one (15a)°

Colorless solid, Isolated yield (65mg, 74%), Mp: 207 °C, R,= 0.4 (PE/EA, 3:1); "H NMR (500 MHz, DMSO-
ds): & (ppm) 8.03 (d, 1H, J =7.9 Hz), 7.58-7.50 (m, 2H), 7.45-7.35 (m, 6H), 7.29-7.25 (m, 3H), 6.91-6.88 (m,
1H), 6.65 (d, 1H, J = 8.0 Hz), 6.10 (s, 1H), 4.95 (s, 1H); "C NMR (125 MHz, DMSO-dy): § (ppm) 74.64,
114.8, 116.89, 119.55, 126.78, 126.84, 126.99, 127.02, 127.04, 128.71, 128.91, 128.96, 129.03, 133.87, 139.89,
140.61, 145.38, 163.15; FTIR (KBr): 3427, 3294, 3061, 2932, 1633, 1511, 1392, 1332, 1257, 1158, 1025, 754
cem: [a]p B = 4+121.04° (c=1.0 in THF, e.r. 90 : 10); HPLC conditions: OD-H column, n-hexane/2-propanol
= 80/20, flow rate = 0.8 mL min™', minor enantiomer: tz = 29.57 min, major enantiomer: tg = 20.43 min.

(S)-2-(naphthalene-2-yl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15b)6

i
N
o H
N

Colorless solid, Isolated yield (81mg, 78%), Mp: 243 °C, R, = 0.45 (PE/EA, 3:1); '"H NMR (500 MHz,

DMSO-d): 8 (ppm) 7.87 — 7.92 (m, 4H), 7.73 (s, 1H), 7.70 (d, J = 7.5 Hz, 1H), 7.64 (d, J = 7.5 Hz, 1H), 7.51-
7.54 (m, 2H), 7.25-7.35 (m, 5H), 7.15-7.18 (t,J = 7.5 Hz, 1H ), 6.46 (bs, 1H), 6.69 (t,J = 7.5 Hz, 1H), 6.73 (d, J
=8 Hz, 1H), "C NMR (125 MHz, DMSO- d): 5 (ppm) 162.83, 147.02, 147.31, 138.52, 134.24, 133.18, 132.74,
129.09, 128.78, 128.47, 128.42, 127.96, 126.86, 126.54, 126.09, 125.0, 118.04, 115.85, 115.25, 73.36; FTIR
(KBr): 3447, 3291, 2932, 1640, 1513, 1387, 1297, 1158, 847, 754, 689 cm™; [a]p ° = + 114.27° (¢ = 1.0 in
THF, e.r. 87 : 13); HPLC conditions: AD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min'l,
minor enantiomer: tg = 32.19 min, major enantiomer: tg = 27.60 min.

(S)-2-(4-fluoro-phenyl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15c)’

12



Colorless solid, Isolated yield (66mg, 70%), Mp: 237 °C, R,= 0.4 (PE/EA, 3:1); "H NMR (500 MHz, DMSO-
de): & (ppm) 7.74 (d, J = 7.5 Hz, 1H), 7.43 (m, 1H), 7.6 (s, 1H), 7.18=7.38 (m, 5H), 7.13 (t, ] = 8 Hz, 2H), 6.78
(d, J = 8 Hz, 2H), 6.73 (t, ] = 8 Hz, 2H), 6.32 (s, 1H), 4.79 (s, 1H); C NMR (125 MHz, DMSO- d):  (ppm)
162.7, 162.52 (d, J = 246.7 Hz), 147.02, 141.11, 134.28, 129.33, 129.27, 129.11, 128.46 (d, J = 8.25 Hz),
126.92, 118.11, 115.73, 115.56 (d, J = 21.5 Hz), 115.26, 115.29, 72.51; FTIR (KBr): 3411, 2962, 1641, 1616,
1508, 1448, 1390, 1247, 1068, 985, 871, 619 cm-1; [a]p * = + 104.12° (c = 1.0 in THF, e.r. 81 : 19); HPLC
conditions: OD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min’!, minor enantiomer: ty =
28.19 min, major enantiomer: tg = 22.81 min.

(8)-2-(biphenyl-4-yl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one asa)’
e
O
.\‘\H
N
H

Colorless solid, Isolated yield (101mg, 92%), Mp: 241 °C, R, = 0.45 (PE/EA, 3:1); '"H NMR (500 MHz,

CDCl3): 6 = 8.05 — 8.03 (dd, J = 8 and 1.5 Hz, 1H), 7.52 — 7.47 (m, 4H), 7.42 — 7.39 (m, 4H), 7.34 — 7.29 (m,
4H), 7.24 — 7.22 (m, 2H), 7.20-7.18 (m, 1H), 6.90 — 6.87 (td, J = 4 and 1Hz, 1H), 6.65 — 6.63 (d, J = 7.5, 1H),
6.12 (s, 1H), 4.92 (s, 1H); *C NMR (125 MHz, CDCLy): & = 163.09, 145.29, 141.75, 140.69, 140.16, 138.91,
133.90, 129.07, 128.98, 128.85, 127.61, 127.39, 127.21, 127.01, 126.88, 126.80, 119.65, 117.02, 115.00, 74.36;
FTIR (KBr): 3415, 3300, 2933, 1637, 1586, 1397, 1262, 1155, 844, 736, 696 cm™; [a]p * = +139.7° (¢ = 1.0
in THF, e.r. 92 : 8); HPLC conditions: AD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min”',
minor enantiomer: tg = 26.57 min, major enantiomer: tg = 21.51 min.

(S)-2-(benzo[d][1,3]dioxol-5-yl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15¢)

13



Colorless solid, Isolated yield (71mg, 70%), Mp: 239 °C, R,= 0.3 (PE/EA, 3:1); "H NMR (500 MHz, DMSO-
de): & (ppm) 6 =7.72 (d, J= 7.5 Hz, 1H), 7.75 (m, 1H) 7.34 (t, J = 8 Hz, 2H), 7.30 — 7.25 (m, 3H), 7.20 (t, J
=7.5 Hz, 1H), 6.93 (s, 1H), 6.81 (s, 2H), 6.67-6.71(m, 2H), 6.20 (d, J = 2.5 Hz, 1H), 5.97 (d, J = 4.5 Hz, 1H);
“C NMR (125 MHz, DMSO- dy): & (ppm) 162.73, 147.82, 147.66, 147.02, 141.2, 135.07, 134.23, 129.06,
128.40, 126.72, 126.28, 120.74, 118.00, 115.76, 115.26, 108.26, 107.30, 101.64, 72.85; HRMS (ESI): m/z
calculated for C,;H¢N,O; [M'+H] 345.1239, found: 345.1233; FTIR (KBr): 3297, 3039, 2928, 1639, 1614,
1500, 1450, 1393, 1244, 1035, 937, 856, 697 cm™; [alp 2* = + 97.1° (¢ = 1.0 in THF, e.r. 79 : 21); HPLC
conditions: OD-H column, n-hexane/2-propanol = 80/20, flow rate = 0.8 mL min'l, minor enantiomer: tg =
32.35 min, major enantiomer: ty = 22.42 min.

(8)-2-(3,4-dimethoxy-phenyl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15t)5

s N

o ( j

N

M OMe
N
H

OMe

\ J

Colorless solid, Isolated yield (78mg, 73%), Mp: 246 °C, R, = 0.3 (PE/EA, 3:1); '"H NMR (DMSO-dy): §
(ppm) 8.01 (dd, J = 8.0, 1.5 Hz, 1H), 7.25-7.32 (m, 3H), 7.15-7.18 (m, 3H), 6.84—6.89 (m, 3H), 6.69 (d, ] =
8.0 Hz, 1H), 6.64 (d, J = 8.0 Hz, 1H), 6.05 (s, 1H), 4.78 (s, 1H), 3.81 (s, 3H), 3.71 (s, 3H); °C NMR (125 MHz,
DMSO- d): & (ppm) 163.33, 152.51, 145.5, 145.32, 141.39, 133.72, 133.6, 128.87, 126.34, 125.5, 123.9,
119.21, 119.14, 116.51, 114.82, 112.93, 112.18, 69.99, 60.8, 55.7; FTIR (KBr): 3411, 2932, 1635, 1616, 1508,
1390, 1267, 1236, 1029, 997, 952, 862, 694, 617 cm-1; [a]p> = + 88.22° (¢ = 1.0 in THF, e.r. 76 : 24); HPLC
conditions: AD-H column, n-hexane/2-propanol = 70/30, flow rate = 0.8 mL min’!, minor enantiomer: tz = 22.9

min, major enantiomer: tg = 15.23 min.
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'H,"*C NMR Spectrum of 2-ethyl-2,3-dihydroquinazolin-4(1H)-one (13a)
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HRMS of 2-ethyl-2,3-dihydroquinazolin-4(1H)-one (13a)
/ Elemental Composition Report

Single Mass Analysis
Tolerance = 200.0 mDa / DBE: min = -1.5. max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron lons

10 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

QTOF MICRO DEPARTMENT OF CHEMISTRY IITM

RD-KSP-INI-II 32 (0.541) AM (Cen,2, 80.00, Ht,5000.0,0.00,1 00); Sm (Mn, 2x4.00)

Page 1

13-Feb-201315:49:23

TOF MS ES+
100 199.0845 252
%
W il ... A L 199.4063
198.800 198.900 199.000 199.100 199.200 199.300 199.400
Minimum: ot TR
Maximum: 200.0 5.0 50.0
Mass Calc. Mass mDa PPM DBE Score Formula
199.0845 199.0847 -0.3 -1.4 5.5 1 Cl0 H12 N2 O Na
IR Spectra of 2-ethyl-2,3-dihydroquinazolin-4(1H)-one (13a)
100 - MPO7Prop
%T
°" 50
0 1 1 1 1 1 1 1
4000 3500 3000 2500 2000 1500 1000 500
-1
cm
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'H,"*C NMR Spectrum of 2-pentyl-2,3-dihydroquinazolin-4(1H)-one (13c)
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HRMS of 2-pentyl-2,3-dihydroquinazolin-4(1H)-one (13c)
/ Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 200.0 mDa / DBE: min =-1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron lons
10 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

QTOF MICRO DEPARTMENT OF CHEMISTRY IITM 07-Feb-201315:16:18
RD-KPS-2 69 (1.293) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x4.00) TOF MS ES+
241.1311 87.7
100 ‘
|
|
|
C%, 1
240.9514 241 ,430/2
e — —— - ——/———— ml2z
241.000 241.100 241.200 241.300 241.400
Minimum: -1.5
Maximum: 200.0 5.0 50.0
Mass Calc. Mass mDa PPM DBE Score Formula
241.1311 241.1317 -0.6 =20 5.5 1 Cl3 H18 N2 O Na

IR Spectra of 2-pentyl-2,3-dihydroquinazolin-4(1H)-one (13c)

100 - MPO7Hex
%T 50 -
O T T T T T T T
4000 3500 3000 2500 2000 1500 1000 500
cm™
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"H,"*C NMR Spectrum of 2-(benzo[d] [1,3]dioxol-5-yl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one
(15¢)

MP-07-N-Ph-PiP..........Prakash,

-oo ™ o0 O ©m™ NDO =g O TN w N o+ O 2]
RRR8a3 833885880 aR_INEREES 38 8
KAKNKNMNMAKMMKNMAMMKMNANAMNMMNMNNMNNNOOODOWOOD -5 (o] o

g L ESSNpRERss S S 2

0 AN
A A
I L L

= i

HIEN .

1 1 l 1 I I 1 1 1 1 1 ) 1 1 T 1 1 1 T
100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 1.5 10 05 ppm
a@%@gaﬁg 22
S S = =S =~

MP-07-N-Ph-P1iP..........Prakash,
& o 9 © =]
NE8YSSISSNIRSNER/IT oy
NANAN=ULTT OO OCOTLLON -
OIITTTOONNNNNN==~=09 O ~N
Ao B T R T TR TR T T R T R R T R R R N
\ |
~
o //\H
VRTKN/%/
‘\Vf,’/ “N fl\‘lH/‘\\\ -0
Ho >

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70O 60 50 40 30 20 ppm
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HRMS of 2-(benzo|[d][1,3]dioxol-5-yl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15¢)

" aye o

“ Single Mass Analysis
Tolerance = 200.0 mDa / DBE: min = -1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron lons
7 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

QTOF MICRO DEPARTMENT OF CHEMISTRY IITM 07-Feb-201315:13:06
RD-KPS-1 8 (0.149) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x4.00) TOF MS ES+
345.1233 593
100
%

344.8946 3455202
Ot - e e =3 = T — — PR m/z
344.900 345.000 345.100 345.200 345.300 345.400 345.500

Minimum: -1.5

Maximum: 200.0 5.0 50.0

Mass Calc. Mass mDa PPM DBE Score Formula

345.1233 345.1239 -0.7 =159 14.5 1 C21 H17 N2 03

IR Spectra of 2-(benzo[d][1,3]dioxol-5-yl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15e)

100 MPO7Pip
%T 50 -
0 T T T
4000 3000 2000 1000
-1
cm
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Table 5

HPLC Chromatogram of 2-phenyl-2,3-dihydroquinazolin-4(1H)-one (3a)

mAU
300+ PDA Multi
| g
1 \
1 (0]
200
J NH
P N 1 1
100 H \
] [\
[
: \j
v T T v ' T v v T l T T ng g v T T T ‘ T v v’ v T T T . v / ) na T v I
0.0 25 50 75 10.0 125 16.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Ch1 284um dam i
Peake | Ret Ti a Height Area % %
] 12.258 7887327 28654 $0.40 $3.098
2 15.025 7761719 253110 49,599 46.902
Toual 18649046 3068 100 700,000

I\Prakashidata\indanol pybexiindanol pyboxiok finaliphenylimp-07-ph-crystait led

mAU
g POA Multi 1
] o
4007
5 0
300
] NH
: H
200 N
] H
1004
1 o
] R
o
. .
T T
e e
0.0 25 50 75 100 125 50 175 200
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254um dum
Pesks | Ret Toe = Teight T | Bage'
P 13303 13330587 383838 95013 &b
> 5370 187707 5065 1087 1 284]
T 1388003 70001 T00.000] 100,000
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HPLC Chromatogram of 2-(naphthalen-2-yl)-2,3-dihydroquinazolin-4(1H)-one (3b).

I:\Prakash\datalindancl pyboxiindanol pybox\2-naphimp-07-2-naph rac1.led

mAU

§ PDA Multi 1

[l —_— - — _{1.__._ f — 1
L B e e e I e S e e e e L B e e e LN R Z p
0 5 10 15 20 25
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4um
Peak= Ret. Time Area Height Area % Heuglit %
1 19.529 13158241 318981 50.204 52674
2 21.965 13004462 286509 49.706 47.326
Totall 26162702 6505580 100.000 100.000
IAPrakashiwinayagam\PWe01.lcd
miAL
] rls;l FDA Mult 1
TH0H -
- 0 |
1 NH | |
] . H
500
_ . i
] H | |
250 | |
] | II
T | |II §
o — o — _r_L \-._LF.-o:.;
T T T T T T T T T T T T T T T T T T T T T T T
o 5 10 15 20
min
1 PDA Multi 1/254nm 4nm
PeakTabla
FDA Chl 254mm 4nm
Pask# Fet Time Area Height Area %o Haight %&
1 19.142 26727681 BOEGIS 08.601 98.577
2 21.460 379187 11677 1.39¢ 1423
Total 27106867 820372 100.000 100,000
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HPLC Chromatogram of 2-(3-fluorophenyl)-2,3-dihydroquinazolin-4(1H)-one (3c¢).

I'\Prakashidatatindanol pyboxindanol pybodm-fluoroimp-07-m-F-rac odhl.lcd

mal
15 e POA Ml 1
4 |\.l'|
] i .
] I 2
] o X ®
1004 I fi
] |
] NH | || i
[
] F |
| N | | || |I
[~ |
50 | i
1 | | I|
. [l [
] I| \ f "-.
- { l\ lII
- — .
LA DL R DAL L A P B A AL ELL L B BN L ) IS BN R I
0.0 25 50 75 100 125 15.0 175 200
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chi 254mm dum
Peak# Ret. Time Area Height Area %o Height %
1 15333 500836 146752 S0 143 57687
2 18.692 3260647 107643 49 857 42.313
Toal 10569473 254396 100.000 100.000
IAPrakashidatalindancl pybadindanol pyboxim-fluorcimp-08-m-F-10C1 Jed
mal
2000 - PDA Multi 1
i [
] ll'-'
] l
1500 | ||
] ) | |
] |
] NH
1000+ l
Sl H F ‘ [
] N |
] H |
1 |
RO0H | |
] | -
: I| I'\..\ :;:
= A S — J ek N -
I B e e o e e L o e e e e T T LA I S o s e o B R
0.0 25 50 75 10.0 125 15.0 17.5 200
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm dnm
Feal# Ret. Time Area Height Area % Heght %2
1 13.194 73668333 1950344 88802 99,083
2 19.007 217733 18300 1.098 0917
Tota 74486288 2017844 00.000 100.000
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HPLC Chromatogram of 2-(3-bromophenyl)-2,3-dihydroquinazolin-4(1H)-one (3d).

IPrakashidatatindanol pyboxindanal pyhodim-brimp-07-m-br rac.lcd

mAU
E FLA Multi 1
10 0
; NH [\
5] ."I N Br \
4 \ Y
' \ : .
- ! J,-
] / B ~y B /, .
— — — S
———] ——T e L e e L s e e e e e IR
16 17 18 19 20 21 22 23
min
1 PDA Mulli 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaks Eet Time Area Height Arss %o Height *s
1 18.287 23 17770 15 34843
2 21.382 4 14572 49 173 45.057
Totall 07684 32342 100.000 100.000
I'Prakashidataindzanol pybordindanol pyboxim-brimo-08-m-br-10C2 lod
mAU
A0H @ POA Multi 1
i Tl
1 (0] | III
3004 II |
] NH P
: N o Br |I I'l.
200+ H I' |
] | \
| §
] |
1004 I o
1 | Y
i I| \ _N
] / ‘\\ P
1 — L T
H . v — |
r : r T r r : T r r r T : r : : T
125 15.0 175 200 225
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak= Fet Tome Area Heaght Area % Height %s
1 17.826 1014597 396327 90.440 90.702
2 20125 40628 9360 2298
Totall 211708 4360535 100.000 100.000
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HPLC Chromatogram of 2-(4-fluorophenyl)-2,3-dihydroquinazolin-4(1H)-one (3e).

I:\Prakash\datatindanol pyboxiindanol pyboxip-flusreimp-07-p-flucro-rac puret.led

mAU
- E PDA Multi 1
200+ =
- =
. — E
. =
] 0] -
150-
i NH
i N
100 H f
] F
501 \
, B AR A
: B e S (S 0 5 5 S S S A S
0.0 25 5.0 7.5 10.0 12.5 15.0 17.5 20.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm dm
Peaks Ret. Time Area Height Area % Height %
1 12.447 6023847 204088 40,071 55,017
2 17.767 6030835 161473 50.029 44.063
Total 12054683 366460 100.000 100.000
I'\Prakash\data\indanel pyboxiindanol pyboxip-flucro\mp-07-p-flucro chi purei.lcd
mAU
250-] g PDA Multi 1
] lﬂ
200? 0 j\
150 @fL NH
] H
] N
100 H
] F
50 =
f s
] [
0—: R T ff\L
— ——— N e e e e e s L B s S S
0.0 25 5.0 7.5 10.0 12.5 15.0 17.5 20.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 2540m 4nm _
Peak# Ret. Time Area Height Area % Height %
1 12.308 7105100 244493 94,728 05273
2 17.577 395453 12131 327 4,727
Tota 7500353 256624 100.000 100.000
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HPLC Chromatogram of 2-(4-bromophenyl)-2,3-dihydroquinazolin-4(1H)-one (3f).

I'\Prakash\data\indana! pyboxiindancl pybox\p-brome\mp-07-p-bromo-raci.led

mAL
200 b S PDA Multi 1
1 e
— Wy
1 3
150~ 0 || n\'
NH | f|
] l I
100+ N | |
] H I1
Br | ‘ | II
50+ | la ’ \
|
0 f\|} ——
— T A L T T L I L L R ™
0.0 25 5.0 75 10.0 125 15.0 17.5 20.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaks Ret. Time Area Height Area % Height %
1 12.254 5438945 194654 49,867 56495
2 17.845 5518122 149894 50.133 43.505
Total 11007068 344547 100.000 100.000
I:\Prakash\datalindanol pybox\indanol pyboxip-bromoimp-07-p-brome pure.lcd
mAU
150+ ] PDA Multi 1
(2]
' e
0 |
100 NH li
; wH |
N |
H i
J Br I 1
50 | |
4 |
o 2
J \Jg :
o I M ~f —eE
——— T T T
0.0 25 5.0 7.5 10.0 12.5 15.0 17.5 200
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaks Ret. Time Area Height Area % Heiglit %
1 12.212 4020262 142894 96,683 96.976
2 17.806 137929 4456 3.317 3.024
Total 4158101 147350 100.000 100.000
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HPLC Chromatogram of 4-(4-0xo0-1,2,3,4-tetrahydroquinazolin-2-yl)benzonitrile (3g).

I\Prakashldataiindanol pyboxiindanol pybox\p-cyano'mp-07-p-cyanc-raci_lcd

mAL i
] ."-"? 2 PDA Multi 1
4 | w
30+ o II || N\
4 [
] | | |
1 NH | I| Il \
J | ,
20—_ N || | |I II
1 H II .
] CN | | [
10 [ [
b ]
| BEEN
R B
m.n' — .12,_5. — .15,_0. — .1?!_5. — '2n|.n' — .22,.5
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Heizht %
1 14724 1188006 33693 0625 53.581
2 18465 12075976 10056 50373 46.410
Total 2397072 54748 100.000] 100.000
I\Prakash\datalindancl pyboxlindanol pybox\p-cyano\mp-07-p-cyane chit.led
mAU
E PDA Multi 1
4 ] ,
150+ ll\f
0 | l
. NH [ I
100+ oH [
)} N |
¥ | |
] CN \
50+
| 3
f s
D_.—_—'— _Lri——'_'_ﬂ_‘_ ___lT':H—'—___
—— T T T T T T T T
0.0 25 50 7.5 10.0 12.5 15.0 17.5 20,0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 14.777 6315885 162164 97.217 7.539
2 18,541 180835 4092 2,783 2461
Tota 6496720 166256 100.000 100.000
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HPLC Chromatogram of 2-(Biphenyl-4-yl)-2,3-dihydroquinazolin-4(1 H)-one (3h).

I\Prakash\data\indanol pybox\AS-Hibiph\mp-07-11 rac1.led

mAU
1 g PDA Multi 2
] 18
J 18
750 M &
| ! o
| 0 ’ || N
500- @NH [ | ¥'1
N |

] , Il '|I
250 | \ | |
4 I \ | ||I
] [ [\
J |
0 - —L \\L Tj \¢ _
0 1|0 2I0 3ID 4ID
min
1 PDA Multi 2/240nm 4nm
PeakTable
PDA Ch2 240nm 4nm
Peaks Ret. Time Area Height Area % Height %
1 33.369 78642633 874572 50.500 57.587
2 43.236 76781637 644129 49.401 42413
Total 155424271 1518700 100.000 100.000

I:\Prakashidatatindanol pybox\AS-Hibiphimp-07-11 chit.lcd

mAU
PDA Multi 2
fi=
_ 0 ¥
300 B
: NH [
H | |
N [
. H ] I
200- O I
i ||
|
|
100 o
] \
] g .‘ \
] 2
o — N - - e - TL_ _L
L L L S S A I R B B
0 10 20 30 40
min
1 PDA Multi 2/240nm 4nm
PeakTable
PDA Ch2 240nm 4nm
Peaks Ret. Time Area Height Area % Height %
1 33.583 1100695 13834 2491 3.564
2 43411 43085907 374283 097.500 96.436
Tota 44186602 388118 100.000 100.000
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HPLC Chromatogram of 2-(4-ethylphenyl)-2,3-dihydroquinazolin-4(1H)-one (3i)

I\Prakash\datalindanol pyboxiindanol pybox\p-ethylmp-07-p-ethyl rac2 led

mALl
i ) ~  PDA Multi 1
fi= n
4 - o
i ||" ‘,E
i | ||
2004 ) | '
i NH | || || |
] N | |
100 H | | | ||
1 | [
k | | i
| [ [
I L._
1 |
ol - — i A,
—T—TT — T —T T T — T T T T
0.0 25 5.0 75 10.0 12.5 5.0
muim
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaks Bet. Time Area Height Area %o Heizhi %
1 12.048 §220345 274011 50.065 53.855
2 14.255 G204 144 134784 40035 46.145
Tom 12424401 SOBT0E 100000 100000
I-'\Prakashidatalindamol pyboxiindanc! pybox\p-ethyl\mp-07-p-ethyl chi3.led
mALl
] ] P& Multi 1
] |'|5
100} ||
75 O ‘ |
] NH | |
iy H |
] N |
] H |
25 || B
] | 5
_ F A
i — — . / 4
T T T T I T T T T I T T T I T T T T I T T T I T T T I T T T I T T T
0.0 25 5.0 7.5 10.0 12.5 15.0 17.56
min
1 PDA Multi 1/254nm $nm
PeakTable
FDA Chl 254nm 4om
Peak= Bet Time Ares Heizht Area % Heizht %
1 12.026 2661565 117483 91874 03447
2 14.237 204220 2330 T1.126 6553
Total 2865886 125733 10:0.000 100000
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HPLC Chromatogram of 2-(Benzo|d][1,3]dioxol-5-yl)-2,3-dihydroquinazolin-4(Z H)-one (3j)

I'\Prakash\dataiindanol pyboxiindanal pyboxipipernolimp-07-piper rac1.lcd

maAU
] [
] '3 3 PDA Multi 1
300~ |1-£ ﬂ,‘e
] (1
|
: 0 | | | li
sod i
o i
N |
H ) ! H ' \
1 (0]
100~ [ '
] T
| \ } |
[
_ | f
c FAS TJI_———" —— -
LI A —r T T T T T T —T
0.0 25 5.0 75 10.0 125 15.0 17.5 20.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254mm 4nm
Peaks Ret. Time Area Height Area % Height %
1 15.342 9748483 321566 49976 52,133
2 16.937 9757747 205251 50.024 47.867
Total 19506230 616818 100.000 100.000
|:\Prakash‘datalindanol pybox\indanol pyboxipipernclimp-07-piper chi pure1.led
maAlU
o FDA Multi 1
he
(2
] | |
754 |
| o \
CL |
1 H ]
50+ N o) | |
H > |
o |
_ |
251 \
. [
| ] \ g
_ | o
0 ] — ﬂ_,-"\-_a_-ﬁ____/’\\__n__ Jl_ — - o
T T T T T '| T T T I T T T T | T T T I T T T T T T T T ' T T T T '| T T T T [
0.0 25 5.0 75 10.0 12.5 15.0 17.5 20.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaks Ret, Time Area Height Area % Height %
1 15.052 2794749 03817 95 460 95,229
2 16.663 132910 4700 4.540 4771
Total 2927659 08517 100.000 100.000
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HPLC Chromatogram of 2-(4-hydroxy-3-methoxyphenyl)-2,3-dihydroquinazolin-4(/ H)-one (3Kk).

I:\Prakash\datatindanol pyboxiindanol pyboxiwanillin\mp-07-vanilin rac1.lcd
mAU

N
?
—
21.518

']
A et

e

26.538

PDA Multi 1

10 15 20 25 30 :
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaks Ret. Time Area Height Area % Height %
1 21.516 2230650 40760 50.528 54.366
2 26.536 2184007 34213 49.472 45,634
Tota 4414657 74972 100,000 100.000

I'\Prakash\data\indanol pybaxiindanol pyboxwanlllin\mp-07-vanilin chi pure1.led

1AL
. [ PDA Multi 1
50+ %
E |1
40 0] | \
] | |1
30 B
] {
_ R
;. ]
204 || \
] { \
10 & .
] 8 i
D_'___ e — TN _;-.Ai_ e e— ]
— 7T —— — T
0 5 10 15 20 25 30
min
PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm dnm
Peak# Fet. Time Area Height Area % Height %
1 21.587 182105 3819 5.029 7.103
2 26.497 3439039 49047 94,971 02,897
Tota 3621144 53766 100.000 100,000
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HPLC Chromatogram of 2-(3,4-Dimethoxyphenyl)-2,3-dihydroquinazolin-4(7 H)-one (31).

I'\Prakash'\datatindanal pybox\AS-Hwara\mp-07-03 rac2.led

mAU
3004 q";_; PDA Multi 2
| |
[
_ 0 ] \ g
200- 5
1 NH | |1 ﬁ
OMe | |
] N | || | '\l
100 OMe | [
J | i ||II
\ a
_ o *
i} —— Jl \x_ J '
¥
e e e e e S N e e e s T T — T
0 5 10 15 20 25 30 35 40
min
1 PDA Multi 27240nm 4nm
PeakTable
PDA Ch2 240nm 4mm
Peaks Ret. Time Area Height Area % Height %
1 21.317 19528012 302607 50.388 62.300
2 35.455 10226888 182346 40,612 37.601
Tota 38754800 484053 100,000 100,000

I\Prakash‘data‘indancl pybox\AS-Hvara\mp-07-03 chirall.led

mAU
125_: ﬂg PDA Multi 2
i | .\E
100 0 f
] NH ‘ \
. wH '
75— OMe
i N \
. H |
50 OMe | \
5 . [
267 R |
- R jl
D—:— e ——— If_ o ) — L
T T T T ] T T T T I T T T T I T T T T I T T T T I T T T T | T T T T | T T T T | T
0 5 10 15 20 25 30 35 40
min
1 PDA Multi 2/240nm 4nm
PeakTable
PDA Ch2 240nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 20.793 634513 11507 5004 8425
2 34.540 12754271 125072 94.906 91.575
Tota 13438784 136578 100.000 100,000
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HPLC Chromatogram of 2-(3-Bromo-4-methoxyphenyl)-2,3-dihydroquinazolin-4(1 H)-one (3m).

I\Prakashidata\indancl pybox\AS-Hibromeo methoxy\mp-07-09 rac1.led

mAU
5.:“:,_- qg PDA Multi 3
400 ‘ ]
- b
i b 0}
] fi
3001 |’ '1 NH
] I Br
. | N
2004 [ \ H
i [ OMe
100 | a
o S | '*ﬁk 1) I\.L o~ K\_L e —
) T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 10 20 30 40 50
min
1 PDA Multi 2/240nm 4nm
PeakTable
PDA Chl 240nm 4nm
Peak# Ret. Tune Area Height Arca % Height %
1 20.585 24488968 496173 49 862 50.682
2 27.305 24624561 3351905 50.138 40318
Totall 49113529 531368 100.000 100.000
I\Prakash\data\indanol pybox\AS-H\bromeo methoxy\mp-07-09 chii.led
mAL
o PDA Multi 2
_ !
500 o] I
| NH |l \
] o H
N Br |
o y N
| OMe I '\
- | -
- | | 2
| f \\ &
4] - e fL e o
—_—— — —
Q =] 10 15 20 25 30
min
1 PDA Multi 2/240nm 4nm
PeakTable
PDA Chl 240nm 4nm
Peaks# Ret. Time Aren Height Aren % Height %
1 20.602 34178063 661843 05.999 06,431
2 27.458 1424327 24498 4.001 3.569
Tota 35603280 686341 100.000 100.000
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HPLC Chromatogram of 2-(biphenyl-4-yl)-6-(trifluoromethoxy)-2,3-dihydroquinazolin-4(1H)-one (3n).

I'\Prakash\dataiindansl pyboxiindanal pyboxisubstituted\ocf3imp-07-biph-OCF3-dhq1.lcd

mAU
2 N PDA MUt 1
300- [l@ p
: (o] |\ |ﬂ|
] FiCO NH | !. [ l|
200 [ 1 | |.
] N O | ’ |

E O ]
100+ ’i |
] |'|

i
BN
0 S B VY A N _—
——————7r "7 T T T [ T T
0.0 2.5 5.0 75 10.0 12.5 15.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254um 4nm
Peaks Ret. Time Area Height Arena % Height %
1 8.003 7570252 330386 490,786 §3.270
2 9.567 7635313 289719 50.214 46.721
Total 15203565 620105 100.000 100.000
I:\Prakashidata\indancl pyboxiindanel pyboxisubstituted\oct3imp-07-biph-OCF3-dhy chirali led
maU
] o PDA Multi 1
2001 fla
: 0 I
F1CO Il |
150- | '1
| ||
1004 I| ]
] |
] ||' \,
J g |
s
0 — - e — . S ——
—_—————
0.0 2.5 5.0 7.5 100 125
min

1 PDA Multi 1/254nm 4nm

PeakTable
PDA Chl 254nm 4nm
Peaks Bet, Time Area Heiglt Area Y% Height %
1 8.020 186784 9311 3.260 4.240
2 9,572 5542039 210283 96,740 95.760
Total 5720723 210574 100.000 100.000
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HPLC Chromatogram of 2-(biphenyl-4-yl)-6-chloro-2,3-dihydroquinazolin-4(1H)-one (30).

I:\Prakash\data\indancl pybex\indanel pyboxisubstitutedichloroimp-07-ph rac chloro.led

mAU
8 3 PDA Multi 1
|'|- b
) = e
750+ [1 f
0 i |
] cl /| |
NH | '1
4 | ]
500 N L
' " ]
|
| ) . \
260 R
' RER
| |
| I u L_L
o] R _ L o
Porororoo . " — — topo
0.0 25 50 7.5 10.0 12.5 15.0 17.5
min
1 PDA Multi 1/250nm 4nm
PeakTable
PDA Chl 250nm 4nm
Peak# Ret. Tune Area Height Area % Height %o
1 11.397 22896731 887073 40,873 52,341
2 12,033 23013333 807734 50.127 47.659
Total 45010064 1694800 100,000 L00.000
I'\Prakash\dataiindancl pyboxiindanol pyboxisubstitutedichlaro\mp-07-ph pure led
maU
4 e PDA Multi 1
1000+ ﬁ\g
] I
1 0 [
7504 al a
] [
i I |
] | ]
500 [
] |
|
- |
250 [
] e | |
] T \
C- —_— f-'-'::‘— . S — |
T T T T T I T L] T T ' T T T T T T T T I T T T T I T T T T I T
0.0 25 5.0 7.5 10.0 125 15.0
min
1 PDA Multi 1/250nm 4nm
PeakTable
PDA Chl 250nm 4nm
Peaks Ret. Time Area Height Area % Height %
1 11418 627000 25300 1.996 2412
2 12.912 30786789 1027438 08.004 07,588
Tota 31413789 1052820 100.000 100.000

35



Table 7

HPLC Chromatogram of 2-ethyl-2,3-dihydroquinazolin-4(1H)-one (13a)

|:\Prakash\data\aliphatic\propionaldehyde\mp-07-propio odh rac2.lcd

mAU
PDA Multi 1
=25
e I e A S S 55 PR S £ P B o . e 5 P S 7w P B i ) 1 S
8.0 85 9.0 s 10.0 10.5 11.0 11.5 12.0 12.5
min
PeakTable
PDA Chl 250nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 9.844 1235909 38608 50.626 53.329
2 11.366 1205349 33788 49.374 46.671
Total 2441257 72396 100.000 100.000
nAU
. o PDA Muilti 1
3004 |
. o /
: f
1 NH .'/
= UL e |
J N |
J H I‘
1004 " _
- /
0: - ._, ) /\5__ G
T T T T I T T T ] T T l L T T T J T T T T
8 9 10 11 12 13
min
PDA Chl 250nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 9,770 10066333 309950 89.053 89.237
2 11.321 1237408 37383 10.947 10.763
Total 11303740 347333 100,000 100.000
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HPLC Chromatogram of 2-propyl-2,3-dihydroquinazolin-4(1H)-one (13b)

I-\Prakashidata\indancl pyboxiindanc! pybosibutyraldehyde'WP-07-33 RAC lod

mALl
a0 -4 POA Multi 1
] o o
20 NH
N)\/\
10+ H
D_
i ¥ 1' .
-10H
— T T T T T T T T T T T T T[T T T T T T
g 10 11 12 13 14
min
1 PDA Multi 1/250nm 4nm
PaakTable
PDA Chl 250om 4nm
Peak# Ret. Time Area Height Area % Height %
1 10.894 871141 31582 50472 53.819
2 12 465 854878 27089 49.528 446.181
Total 1726040 58682 100.000 100.000

I"Prakash\datalindanol pyboxiindanol pybox\butyraldehyde\mp-07-buty chi odh1.lcd

NH

Iz

50+
U O TR it L O T Y
0.0 25 5.0 75 10.0 125
min
1 PDA Multi 1/250nm 4nm
PeakTable

PDA Chl 250num 4nm
Peak# Ret. Tune Area Height Area % Height %
1 9479 4177310 132485 93.790 93.297
2 11.140 276576 9519 6.210 6.703
Tota 4453886 142004 100.000 100.000
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HPLC Chromatogram of 2-pentyl-2,3-dihydroquinazolin-4(1H)-one (13c)

I:'\Prakash\data\aliphatic\hexaldehyde'\mp-08-hex-rac-OD-H1.lcd

mAU
. b1 o PDA Multi 1
] > @
200 ||' a (o]
: f NH
150 H \ | )\/\/\
] ' / N
] | | H
100+ ) |
/ "
- “I
50 { /.
_ ; J A —
LN L B O L B B L L L LB B By L B B
18 19 20 21 22 23 24 25 26 27
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 20.562 12273994 218544 149977 53.804
2 23.192 12285213 187644 50.023 46.196
Tota 24559208 406188 100.000 100.000
250 5 PDA Multi 1
200 0
] \ NH
] N
1 H
100- f
1 /
1 2
50 3
- o™
0_: T M
T T I T | T T T T | T T T T | T T T T | T T L] T | T T T T | T T T T | T T T T
18 19 20 21 22 23 24 25 26
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 20.667 12967244 235805 87.881 88.363
2 23.450 1788272 31055 12.119 11.637
Total 14755516 266860 100.000 100.000
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HPLC Chromatogram of 2-hexyl-2,3-dihydroquinazolin-4(1H)-one (13d)

I\Prakashidatalindanocl pyboxlindano! pyboxinot workingtheptimp-0 7-hept rac2.led

mAL
1 e PO Multi 1
150 I/E o H
i [ %
- [ /
] [ [
. ] I|I | [
100+ [ fo
. NH Fo [
| )\/\/\/ | ' 'I |
] N |I | f \
4 H | II |I IllI
g | | |
] | \ / \
|
kb |
] / /
1 Jo ]
. B e e e e e e e e LA o oo o o e s e o e e L
10 11 1 13 14 15 16 17
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area o Heizght o
1 13.224 6320214 150741 50.265 51.882
2 15.262 6262376 139806 48735 48118
Total 12381602 00547 100.000 100.000

I'\Prakashidatalindanal pyboetindanal pybaxinet workingtheptimp-07-hept -20 after water.led

mall
1 l""E POA Muli 1
- ]
100+ ||' |
1 |
. 0 [
] II II
T5H NH | |I
: )\/\/\/ |
1 |
] |
] N f \
50+ H I| |
] |
i ||
25—_ | B
) -
] =
— —— ’_/ T ey
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
10 1 12 13 14 15 18 17
min
1 PDA Multi 1/254nm 4nm
PazkTable
FDA Chl 254am 4om
Peaks Fat. Time Arsa Haizht Area % Height %o
| 13.401 3500185 112808 95.710 24874
2 15.455 156881 G101 4190 5.126
Total 3657066 119014 100.000 100.000
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HPLC Chromatogram of 2-isopropyl-2,3-dihydroquinazolin-4(1H)-one (13e)

- PDA Mul§ 1
{\'-' 0
1000 * \ \ dm’l
N
- H
m o
|
0 | } M ’ j \.._. 3
' r—r—t 1 s e S e — .
7 B 9 10 1" 12 13 14
min
1 PDA Multi 1/250nm 4nm
PeakTable
PDA Chi 250nm 4am -
Peak¥ | Ret Time Arca Height Arca % Height % |
1 9.140 30548386 1309219 49.8% $3.072|
2 11.347 39786671 1157672 50.150 46928
Tota 79335087| 2466891 _100.000 100,000 |
mAU
B PDA Multi 1
| 0
30+
NH
A . u\H
204 N
1 H
10 2
. w
. /\
)
! b —y
T T T T I T T T J T T T T | T T T T | T T T T
8 9 10 14 12 13
]
PeakTable
PDA Chl 250nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 9.307 880771 39103 82.157 84.503
2 11.533 191285 7171 17.843 15.497
Total 1072056 46275 100.000 100.000
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HPLC Chromatogram of 2-isobutyl-2,3-dihydroquinazolin-4(1H)-one (13f)

b 5 PDA Multi 1
e h
P
o [ |nl
200 | o]
] |
| /Ti)\
|
| N
100 \ H
- |I
|
\
L} T T 1 | 1 1 T I 1 1 1 1 | 1 1 L} L} I T T 1 1 | 1
0.0 2.5 125 15.0 17.5 20.0
PeakTable
PDA Chl 250nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 8.027 8045027 273955 49.597 52.979
2 11.491 8175745 243142 50.403 47.021
Total 16220772 517097 100.000 100.000
mAU
] PDA Multi 1
. '\O
& : I
i
NH j ‘|
500 )\""/I\
| N |
H I |
] \ N
250+ 1 | g
i | '\ -
D_
I T I L J L T L T I T T T T | T T T T I T L} T T | L}
0.0 25 5.0 75 10.0 12.5
min
1 PDA Multi 1/750nm dnm
PeakTable
PDA Chl 250nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 7.965 23396075 800045 83.319 83.190
2 11.492 4684196 161667 16.681 16.810
Total 28080271 961712 100.000 100.000

41



HPLC Chromatogram of 2-benzyl-2,3-dihydroquinazolin-4(1H)-one (13g)

I:\Prakash'data\indancl pybox\indanel pybox\mp-07-ph acetaldehyde purel.led
mAU
] PDA Muilti 1
o
/ °\ O 2
] f
200 [\ NH .'/\
I /
[ \ N f
1 | "\ H |||I
100+ f \ /
] Ir' \ f
r. I
/
J— ./ B
T T T T T T T T T T T T T T T T T T T T T T T
20.0 225 25.0 275 30.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 21.152 15525413 260558 50.645 55.078
2 28.261 15129825 212514 49.355 44.922
Total 30655237 473072 100.000 100.000
1AU
T = PDA Multi 1
50
1 @]
A NH
1 L H
25 N
E H
wy
_ f &
] / 8
o - A__
T T T T T T T T T T T T T T T T T T T
20.0 225 250 27.5 30.0
min
PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak® Ret. Time Area Height Area% Height %
1 22,341 2317537 51652 82.179 84.009
2 28.205 502566 0180 17.821 15.001
Total 2820103 60833 100.000 100.000
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HPLC Chromatogram of 2-phenethyl-2,3-dihydroquinazolin-4(1H)-one (13h)

I\Prakashidatalindanol pyboxindanal pyboxihydre cinnamaldehyde'\MP-07-35 rac 220nm1.led

500 o 5 POA Mult 1
i { -
] |I | n
400 || |I ." 'll 0
] || |I I|
200 II || I| | NH
] | [
] Lo o N
200 b [ "
E | | |
J | | | I!
4 | || |
1004 | | \
: U \
o . .// —.L|_L
T T T T T I T T T T I T T T T I T T T T I T T T T I T T T T
8 B 10 1 12 13 14
min
1 PDA Multi 1/254nm 4nm
Pask Table
PDA Chl 254nm 4nm
Peak# Fet. Time Area Height Area %o Height %o
1 0016 9328728 473924 30456 5184
2 11.151 9160058 427377 49344 47.156
Tota 18485734 006301 100000 100.000

["\Prakashidatalindancl pyboxiindanol pyboxthydre cinnamaldehydetimp-07-hy cinna chi adhi.led

mAL

10 —
] & PDA Multi
] (e
] / -\’ 0
- ]
™ [\ NH
] I'I i
i [ | N
50 [ '||\ H
- |
i |
i III \
25—_ | %
: e / T— I -// q\“—‘-i Sy
o — T '
7 T T T T I T T T T | T T T T I T T T T I T T T T I T T T T I T T T T I T T T T
8.0 8.5 0.0 0.5 10.0 10.5 11.0 11.5 12.0
min
PDA Chl 250mm 4um
Pegks Ret. Time Area Height Area o Heishi %o
1 9698 2009802 03732 92 033 01,043
2 10.994 151544 8213 7.012 8.057
Tital 2161344 101945 100 000 100.000
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HPLC Chromatogram of 2-cyclohexyl-2,3-dihydroquinazolin-4(1H)-one (13i)

I:'\Prakash‘data'\aliphatic\cyclohexyl\mp-07-cyclohexyl rac1.lcd

mAU
100+ & " PDA Multi 1
] 0 A :
75 | \
i NH { ‘! f
1 | |
50- [ \-
1 N [ |' \
1 H III \ .
25 )'I
] o= __/—"\_1‘ / il — s
L e e e e LA S B s s ey e e e e e LS S S e s s e e e e e I
8 9 10 1 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Heiglht Area % Height %
1 11.087 2593183 97749 49.900 53975
2 14.146 2603564 83352 50.100 46.025
Total 5196747 181101 100.000 100.000
mAU ) - ) )
4004 = PDA Multi 1
(0] [F
A
300+ |
) NH [
|
auH { 1I
200- N [
- H { !ll
f \ o
4 II P
100+ | it
0H— T e ' /\ b
) ]
I T T T T I T T T T I T T T T I T T T T l T T T T I T T T T I T T T T I T T T T
8 9 10 11 12 13 14 15 16
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nn
Peak# Ret. Tume Area Height Area % Height %
1 11.174 10572063 392641 §0.909 82.712
2 14.172 2494578 82069 19.091 17.288
Total 13066641 474710 100.000 100.000
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Table 9
HPLC Chromatogram of 2,3-diphenyl-2,3-dihydroquinazolin-4(1H)-one (15a)

I\Prakash\data\N-DHQ\N-Ph dhq rac.lcd

mAU
PDA Multi 1
hd
: 5
500+
- i
—— 77 -
20.0 225 250 27.5 30.0 32.5
min
1 PDA Mutlti 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peaks Ret. Time Area Height Area % Height %
1 22 467 33480158 600113 50471 56.925
2 28.174 32855845 522214 40520 43.075
Total 66336003 1212327 100.000 100.000
LAFTARASTNTIP-U S N-poooan.acg
mAL
T 3 PDA Multi 1
300+ fﬂ%
] [ o
] | Ph
200- |' \ N~
: || ..HH
- I| N
J | H
100+ J
2 o
1 ]
R &
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
15.0 17.5 20.0 225 250 275 300
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
~Peak= Ret. Time Area Height Area % Height %
1 20.434 23400406 320200 90.300 01 064
2 20.570 2521762 31428 9.691 8.936
Tota 26021258 351718 100.000 100.000

45



HPLC Chromatogram of 2-(naphthyl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15b).

I\Prakash\data\MN-DHQ\naphthyl\imp-08-naph rac1.lcd

mAL
= -
75 5 E PDA Multi 1
| I o
J o | ﬁl
1 ~Ph {
50 N ’ \
_ N |\ |
] H | ! \
25+ } \ ‘ \
] | I'| [
R JuSe
T [ T T T T | T T T '| T T T T [ T T T T T T T T I T T T T [ T T T T |
0 5 10 15 20 25 30 35 40
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254mm dmun
Peak# Ret. Time Area Height Area % Height %
1 27912 3816075 74930 50.698 53.551
2 32.234 3711001 64993 49.302 46.449
Total 7527076 139923 100,000 100,000
I:\Prakash\data\N-DHQ\naphthyl\MP-08-NAPH CHI2.lcd
mAU
= PDA Multi 1
/R O
50 | '|| /Ph
[ N
f ||I 4 ;|\H
i N
H
25
/ 8
/ o
0+ / I TT— ¥
T
: - : | - : - | : - : : I ; : - :
250 27.5 30.0 325 35.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4um
Peak# Ret. Time Area Height Area % Height %
1 27.607 3092768 61700 87.169 87.347
2 32.193 455239 8938 12.831 12.653
Total 3548007 TO638 100.000 100.000
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HPLC Chromatogram of 2-(4-fluorophenyl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15c¢).

I:'\Prakash\data\N-DHQ\p-fimp-08-N-Ph-P-F rac1.lcd

nAU
] =] PDA Multi 1
=
200 [ S 8
[+ ]
] | g
150 o | || I
7 |
] N/ Ph , J l\
100 ! |
] N | '
] H || | B
50_- F | [
: R |
1 [ .' H' | L
| f
0:4___! | J k J . j 4
——— T — T ————
0 5 10 15 20 25 30 35
min
| PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 22.110 11070741 210340 50.620 54.827
2 28.960 10799579 173303 49.380 45.173
Total 21870320 383642 100.000 100.000
nAU ' ' ]
| o PDA Multi 1
] }W o
1 [ \ Ph
200- [ N~
T ,I \ L \H
| | \ H
J |]| \‘
100} | \ F o
] / ]
. / g
0 ¥ / A—/\J‘—— —
L e e e e o R e e e e S N N e ey e e e T
21 22 23 24 25 26 27 28 29 30
min
| PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 22815 12479250 280847 82.454 84.196
2 28.190 2655595 52716 17.546 15.804
Tota 15134846 333563 100.000 100.000
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HPLC Chromatogram of 2-(biphenyl-4-yl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15d).

I'\Prakash\data\DHQ TEST\mp-08-N-Ph-Biph final rac1.lcd
mAU

- PDA Multi 1
7 e
[ &

15.0 200 250 275
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 21.517 26917561 605778 50.127 55.796
2 26.570 26781701 479923 49 873 44 204
Totall 53699262 1085700 100.000 100.000
I:\Prakash\data\DHQ TEST\mp-08-N-Ph-Biph final1.lcd
mAU
1000+ '\E PDA Multi 1
750+ \
| N
i \ ‘\\H
: "». N
| RS
500 \‘. O
; \
250+ \ =
] \ g
1 \ &
O;__ I "F—j e oy o T—A'L_ |
= | T T T | T T T | T T T | T T T T | T T T T
17.5 20.0 225 250 275 30.0
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 21.337 48453686 990674 91411 91.135
2 27.081 4552747 96361 8.589 8.865
Total 53006433 1087035 100.000 100.000
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HPLC Chromatogram of 2-(benzo[d][1,3]dioxol-5-yl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15e).

D:AVK lab\prakash\mp-08-n-ph-pip rac.led

mAU 0
1 w Det.A Ch1
_Ph i ©
50 N =
] I 3
y N 0 ] \ o)
! H ) i |
1 0 || ,II \
] !
25 l| | |'||
] \ ’ .
B L
! a B
' |'
1 J f
-~ -  —_— L ) . i i |
e e e B O R s e e o e B N [N S S s S B S
0 5 10 15 20 25 30 35
min
1 Det.A Ch1/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Heiglit %
1 21.595 3446001 54148 50.398 58.187
2 31.151 3391586 38911 49.602 41.813
Tota 6837587 93059 100.000 100.000
D:AVK labtprakashimp-08-n-ph-pip-chi.led
mAU
400 3 Det.A Chi
j | \. ]
) |
300- | ‘ Ph
| | \u N~
1 \ .H
: Il \ N . (o]
200+ \
- | H )
| ]|' g
]
100—_ | Rk
o _/‘“h-,'_L - - / —
T B e e e e e R e S e B e e o e N B
15.0 17.5 20.0 225 250 27.5 30.0 325 35.0
min
1 Det.A Ch1/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
1 22,429 31519066 376301 78.036 83.191
2 32.353 8871438 T6031 21.964 16.809
Tota 40390504 452332 100.000 100,000
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HPLC Chromatogram of 2-(3,4-dimethoxyphenyl)-3-phenyl-2,3-dihydroquinazolin-4(1H)-one (15f)

mAU
| K PDA Multi 1
] '\3
- f| g
100+ (o] | o
. f\
Ph '
- -
N | | \
1 ' (1
] \ OMe [
50+
] H || |I ‘
4 | |
] OMe || 1I |[| \
4 | | | Il\
o-— N (V. VAN
—r—r— T T T T T T T T T T T T T T T T T T T
0 5 10 15 20 25
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254nm 4nm
Peak# Ret. Time Area Height Area % Height %
1 15.240 4454910 144102 50.633 60.218
2 22.902 4343578 95200 49.367 39.782
Total 8798488 239303 100.000 100.000
I:\Prakash\data\N-DHQ\vara\MP-08-vara chi1.led
mAU
] 0 '\"2" PDA Multi 1
200 e
: _Ph r|
E N |
150 wH OMe |
] N |
] H ]
100+
] OMe | -
] B &
50+ | n
1 [ f
] [
]\, VAV
! é e e 1,0 —r 1.5 s e 2,0 ——— 2,5 T
min
1 PDA Multi 1/254nm 4nm
PeakTable
PDA Chl 254mm 4mmn
Peak# Ret. Tume Area Height Area % Height %
1 15.237 7031820 223506 75.174 81.525
2 22.955 2322294 50650 24.826 18.475
Total 9354114 274156 100.000 100.000
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