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General Information: 3-Aroyl-thioacetanilides (5, X = S) are prepared as reported in literature.
Isatine derivatives (1), DMAP (4-dimethylaminopyridine) and solvents used are commercially
available. IR spectra of all the compounds are recorded in KBr on FT-IR spectrometer and o
values are reported in reciprocal centimetres (cm™). "H NMR spectra are recorded at 300 MHz
with TMS as internal standard (6 = 0) and the values are reported as follows: chemical shift (0
ppm), multiplicity (s = singlet, d = doublet, t = triplet, q = quartet, m = multiplet), coupling
constants (in Hz) and integration. For °C NMR at 75 MHz, CDCl; (8 = 77.27) and/or TFA (& =
115 g, 161 q) are used as internal standards and spectra are obtained with complete proton
decoupling. Low-resolution MS and HRMS data are obtained using Electron Spray lonization

(ESI) and high-resolution spectra are recorded on QSTARXL hybrid MS/MS system under ESI.
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All the reactions are monitored by thin layer chromatography (TLC) on precoated silica gel 60

F,s4 (mesh) and spots are visualized under UV light.

X-ray Crystallography Data of compound 3a:

Figure caption: The molecular structure of 3a, with the atom-numbering scheme. Displacement
ellipsoids are drawn at the 30% probability level and H atoms are shown as small spheres of

arbitrary radius.
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Crystallogrphic data for 3a

X-ray data for the compound were collected at room temperature with a graphite
monochromated MoK radiation (,A=0.71073A) with ®-scan method.' Preliminary lattice
parameters and orientation matrices were obtained from four sets of frames. Unit cell
dimensions were determined using 3740 reflections for 3a data. Integration and scaling of
intensity data were accomplished using SAINT program.' The structures were solved by
Direct Methods using SHELXS97° and refinement was carried out by full-matrix least-
squares technique using SHELXL97.”> Anisotropic displacement parameters were
included for all non-hydrogen atoms. All H atoms were positioned geometrically and
treated as riding on their parent C atoms, with C-H distances of 0.93--0.97 A, and with
Uiso(H) = 1.2U¢q (C) or 1.5U¢q for methyl atoms.

Crystal data for AO68: CysH sN,OS, M = 394.47, colourless needle, 0.42 x 0.23 x 0.11
mm°, orthorhombic, space group P2,2,2; (No. 19), a = 4.2876(5), b = 19.102(2), ¢ =
23.711(3) A, V'=1942.0(4) A°, Z=4, D, = 1.349 g/cm’, Fyoo = 824, CCD area detector,
Mo-Ka radiation, A = 0.71073 A, T = 293(2)K, 26nx = 50.0°, 18599 reflections
collected, 3411 unique (Riy = 0.0629). Final GooF = 1.315, R1 = 0.0867, wR2 = 0.1938,
R indices based on 3223 reflections with I >24(I) (refinement on F7), 263 parameters, 1 =
0.186 mm™. Absolute structure parameter (Flack parameter)’ = 0.16(19). CCDC 922749
contains the supplementary crystallographic data for this paper. These data can be
obtained free of charge at www.ccdc.cam.ac.uk/conts/retrieving.html [or from the
Cambridge Crystallographic Data Centre (CCDC), 12 Union Road, Cambridge CB2 1EZ,
UK fax: +44(0) 1223 336 033; email: deposit@ccdc.cam.ac.uk].

1. SMART & SAINT. Software Reference manuals. Versions 6.28a & 5.625, Bruker
Analytical X-ray Systems Inc., Madison, Wisconsin, U.S.A., 2001.
2. Sheldrick, G. M. SHELXS97 and SHELXL97, Programs for crystal structure solution

and refinement; University of Gottingen: Germany, 1997.

3. Flack, H. D. Acta Cryst. 1983, A39, 876-881.
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"H NMR and C NMR spectra for spectroscopic Data of pyrrolo[3,4-c|quinolinone
derivatives 3a-z,;
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A SRINIVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
2/6/2013 6:30:15 PM NATIONAL CENTRE FOR MASS SPECTROMETRY

YR-QUI-1 #11 RT: 0.11 AV: 1 NL: 1.14E8
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]

395.12180
C2sH1aON25=39512126
17.5 RDBE

1004 1.35448 ppm

95
90
a5
a0
75
70
65
60

55

50
45
40
35
30
25

Re lative Abundance

20
15

10

279.15033
237.07964 | , 331.21744 L L L. 445.12057 492.40460 519.14001 54235425
T 1

| 1
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wa
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A SRINIVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
11/29/2012 6:24:50 PM NATIONAL CENTRE FOR MASS SPECTROMETRY

'YR-QUI-2 #13° RT: 0.13° AV: 1~ NL: 4.99E6
T: FTMS {1,1} + p ESI Full ms [125.00-2500.00]

413.11157

CosHigONz FS=413.11184
100 17.5 RDBE
95 -0.64480 ppm

Relative Abundance
o
[=]

5 355.06961
331.21713 436.18781
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miz
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A SRINWVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
2/6/2013 6:14:25 PM NATIONAL CENTRE FOR MASS SPECTROMETRY

YR-QUI-22 #117 RT: 0.11° AV: 1~ NL: 3.48E7
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]

oL ;
[ ]

429.08267
CasHyg O Ny Gl S = 429.08229
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SRINNVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
AT2013 1001 2:30 PM MNATIOMAL CENTRE FOR MASS SPECTROMETRY

YR-QUI-2 #6-28 RT: 0.06-0.28 AV: 22 NL: 5.92E6
T: FTMS {1,1} + p ES| Full ms [100.00-2000.00]
473.02170
Czs H 12 8] Ng Br 8 = 473.03177
175 RDEE

1005 -0.15020 ppm 475.02973

Relatve Abundance
(4]
>

303 476.03287

53 47702257 .
E 47127599 472 27941 478.02739 47903408

4569 4

=

0 471 472 473 474 475 476 477 478 479
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A SRINIVAS INDIAN INSTITUTE OF CHEMICAL TECHMOLOGY
11/29/2012 6:19:28 PM MATIOMAL CENTRE FOR MASS SPECTROMETRY

YR-QUI-4 #12 RAT: 0.12 AV: 1 NL 2.08E7
T: FTMS {1,1} +p ESI Full ms [125.00-2500.00]
367.08078
CoaHis O N2 S = 367.08996
17.5 RDBE
-0.48390 ppm

g ADurdarce

Relaliv
.
(=]

309.20593 301.21704 . L, e 413.26617 42008798
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A SRINIVAS MNOIAN INSTITUTE OF CHEMICAL TECHNOLOGY
11/2H 2012 6:16:42 PM NATIONAL CENTRE FOR MASS SPECTROMETRY

YR-QUI-5 £12° RT: 0.12° AV: 1~ NL: 7.94Es
T: FTMS {1,1} + p ESI Full ms [125.00-2500.00]
385.08099

Cosz His O N2 F 5= 38508054
17.5 RDBE
1.18191 ppm

Relative Abundance

430.27747

280 300 320 340 360 380 400 420 440 450
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A SRINNVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
2/6/2013 B:27:37 PM NATIONAL CENTRE FOR MASS SPECTROMETRY

YR-QUI-24 #11° RT: 0.11° AV: 1 NL: 3.56E7
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]

401.05176
Czs Hig O Ny CI S = 401.05099
17.5 RDBE
100 1.91943 ppm
953
903
853
803
75
O
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11

Relative Abundance
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!
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[=T ]
i
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A SRINIVAS INDIAM INETITUTE OF CHEMICAL TECHMOLOGY
11/2%2012 B:14:08 PM MNATIONAL CEMTRE FOR MASS SPECTROMETRY

YR-QUIE #12 AT: 0.12 AV: 1 NL G21EG
T: FTMS {1,1} +p ESI Full ms [125.00-2500.00]

445.00021

a3 His O Nz Br § = 445.00047

17.5 RDBE 446.99802

100 .0.58269 ppm

Apurgarce

alive

Rz

441.31604
441 442 443 4 445 445 447 448 449 450
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A SRINNVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
21192013 4:47 00 PM MATIOMAL CENTRE FOR MASS SPECTROMETRY

YR-QUI-27 #6327 RT: 0.22 AV: 1~ NL: 6.86E6
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]

381.10510
CosHiz O N2 5=381.10581
7.5 RDBE

100; -1.33263 ppm
953

903

Relative Abundance
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340 350 360 370 380 390 400 410 420 430
miz

545



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

A SRINIVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
11/2902012 6:11:36 PM MNATIONAL CENTRE FOR MASS SPECTROMETRY

VR-QUI-7 #12° RT: 0127 AV: 1~ NL: 857E8
T: FTMS {1,1} +p ESI Full ms [125.00-2500.00]
401.05089
CaaHy4 O N2 Cl S = 401.05099
7.5 RDBE
-0.74385 ppm

Relative Abundance
L))
T

EE 387.07089 407.00708

oy, 1, 394.02997 413.26617 416.26398

aas 390 395 400 405 410 415 420
miz
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A SRINIVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
117292012 6:09:02 PM NATIONAL CENTRE FOR MASS SPECTROMETRY

YR-QUl-e #1237 AT 0.13° AV: 1~ NL: 1.30E6
T: FTMS {1,1} +p ESI Full ms [125.00-2500.00]

419.04166
CoaHiaON2CIF S=419.04157
17.5 RDBE
1007 0.21550 ppm
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803
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Relative Abundance
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A SRINIVAS
1172972012 6:06:28 PM

YR-QUI-2 #12° RT: 012 AV: 1 WL 6.11E4

INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
NATIONAL CENTRE FOR MASS SPECTROMETRY

T: FTMS {1,1} +p ESI Full ms [125.00-2500.00]

Relative Abundance
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SRINIVAS INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
712013 10:22:44 PM NATIONAL CENTRE FOR MASS SPECTROMETRY

WR-QUI-28 #117 RT: 011 AV: 17 NL: 9.24E6
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]

415.06659
CaaHyg ON; ClIS = 415.06664
17.5 RDBE
-0 11739 ppm

Relative Abundance
an
[=]
11
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3 387.07846 |
0 L e e e ey e e S B By I e B T SN N B S B B B f— |' —t
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YR-QUI-12#11° RT: 0.1 AV: 1 NL: 7.86E7
T: FTMS {1.1} +p ESI Full ms [100.00-2000.00]
397.10107
CosHyz Oz N2 S = 397.10053
17.5 RDBE

1005 1.38305 ppm
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YR-QUI-14 #117 RT: 0.11° AV: 1~ NL: 5.17E7
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]

41509143
CoaHieOaN2F S=415.09110
17.5 RDBE
0.78894 ppm
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YR-QUI-25 #2-17 AT: 0.02-0.17 AV: 15 NL: 4.27E6

INUIAN INSTHTU TE OF CHEMICAL 1ECHNOLOGY
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T: FTMS {1.1} +p ESI Full ms [100.00-2000.00]
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YR-QUI-1e #11 BT: 011 AV: 1 NL: 7.92E7
T: FTMS {11} +p ESI Full ms [100.00-2000.00]
397.10110
Gy Hyz O2 N2 S = 397.10053
17.5 RDBE
1.45990 ppm
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YR-QUI-17 #11° RT: 0.11° AV: 1~ NL: 4.65E7
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]

415.00124
Cos Hia O2 N2 F S = 415.09110
17.5 RDBE
95 0.56838 ppm
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'YR-QUI-29 #2-17 AT: 0.02-0.17 AV: 15 NL: 4.05E6
T: FTMS {1,1} + p ESI Full ms [100.00-2000.00]

o
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Ca4H1e 02 N2 CI'S = 431.06155
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VR-QUI-18 #11° RT: 0.11° AV: 1~ NL: 1.09E7
T: FTMS {1,1} + p ESI Full ms [100.00-2000.00]

475.01233

CasHie 02 N2 Br 8 = 475.01104
7.5 RDBE

100 271892 ppm
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YR-QUI-21 #11° RT: 0.11° AV: 1~ NL: 7.20E7
T: FTMS 1.1} +p ESI Full ms [100.00-2000.00]
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WR-QUI-19 #117 RT: 0.11° AV: 1~ NL: 3.56E7
T: FTMS {1,1} + p ESI Full ms [100.00-2000.00]
403.05740
Cop His Oz N2 S = 403.05695
16.5 RDBE
100; 1.13610 ppm
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YR-QUI-7 #62° RT: 0.21° AY: 1 ML: 6.90E6
T: FTMS {1.1} +p ESI Full ms [100.00-2000.00]
37304605
Co1 H1a O Nz Sa= 373.04638
16.5 RDBE
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YR-QUI-12 #11 RT: 0.11 AV: 1 NL: 2.96E5
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]
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YR-QUI-1 #4-50 RT: 0.01-0.17 AV: 47 NL: 1.08E7
T FTMS {1,1} + p ESI Full ms [100.00-2000.00]
42317028
'C;g? Hgg 03 N; =423.17032
17.5 RDBE
-0.08712 ppm

Relative Abundance
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YR-QUI-2 #4-50 RT: 0.01-0.17 AV: 47 NL: 1.31E6
T: FTMS {1,1} + p ESI Full ms [100.00-2000.00]
443.11614
CogHog OaNa Cl=443.11570
17.5 RDBE
0.98969 ppm

Relative Abundance
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YR-QUI-3 #4-50 RT: 0.01-0.17 AV: 47 NL: 3.30E6
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]
427 14579
CzsHap O3 N2 F=427.14525
17.5 RDBE
1.27955 ppm
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27-05-13 20:37:13

YR-QUI-4 #4-50° RT: 0.01-0.17 AV: 47 NL: 9.05E5
T: FTMS {1.1} + p ESI Full ms [100.00-2000.00]
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YR-QUI-5 #4-50 RT: 0.01-0.17 AV: 47 NL: 9.27E6
T: FTMS {1,1} +p ESI Full ms [100.00-2000.00]
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Cog Hag O3 N2 =409.15467
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E Ohde
955
303
= o]
853

Relative Abundance
(45}
=]
LIl

103 402.18475

: | 419.31565 42716588

LLLDARAES PR BARY BASES LEARN
425 430

S65



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

CAlICT-HRMS\27.05.2013\YR-QUI-6

ASRINIVAS o
YR-QUI-G #4-50 RT: 0.01-0.17 AV 47 NL: 1.96E6
T: FTMS {1.1} + p ESI Full ms [100.00-2000.00]

Relative Abundance
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