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Section 1:

Table S1.Characterization data of 2-(4" -substituted benzamido)5-(4'-fluoro-3'-
phenoxyphenyl }1,3,4thiadiazoles

Compd. M.P. (Onset | yield Nature of Analysis(%)
Molecular
Value from the Formula Found (Calculated)
NoO. DSC plot (%) ound (Calculate
R plot) Compd. C H N
white 64.44 | 3.61 | 10.74
] CoqH14FN20,S
TDz-11 H 260.59 73 | powder | 217147822 | (64 36| (3.68) | (10.47)
white 61.61 | 3.20 | 10.26
] CoqH1aFoN20,S
Tbz-2 | F 233.88 65 | powder | ~2171372%3%2° | (61 47)| (3.18) | (10.41)
white 65.17 | 3.98 | 10.36
] CooHqaF N2OoS
Tbz-3 | CH, 252.78 68 | powder | =22716" 3-2° | (g5 56)| (3.58)| (10.18)
white 62.70 | 3.83 | 9.97
] CooHqaFN202S
TDZ-L: IR :  3'1c3@14 (NH str.), 1642(C=0 str.), 1605500 (C=C / C=N str. ), 1215 {O-C
str.)
TDZ-2:IR: 3!1,8161 (NH str.), 1676 (C=0 str.), 1593498 (C=C/ C=N str.), 1216 (€-C
str.).
TDZ-3:IR: 3'1,8mM9 (NH str.), 1666 (C=0 str.), 1595499 (C=C [C=N str.), 1212 (€0-C
str.).
TDZ-4 IR : 3'1 8160 (NH str.), 1648 (C=0 str.), 1597498 (C=€ / C=N str.) 1212 (©-C

str.).
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Table S2:Crystallization Experiments:

Compound Code Solvents Result
TDZ-1 (a ) Toluene* (b) Ethanol Crystak dbtained andame
Formobserved.
TDZ-2 (a) Ethanol + Hexané (b) | Crystak obtained andasne
DCM + Hexane (cJHF | Formobserved.
+Hexane
TDZ-3 (a) DCM + hexane® (b) Crysials obtained andasne
Chloroform +hexane (c) Formobserved.
Ethanol + Hexanéd)
Acetonitrile + Hexane
TDZ-4 (a) DCM + hexane® (b) Crystak obtained andasne
Acetone + Hexane Formobserved.

*. indicates the solvent system from which the obtained crystals were used for single crystal

XRD.

Figure Sl: *H NMR of all compounds: All NMR experiments were recorded on 400MHz
spectrometer (from Bruker) in CDCis solvent.

() TDZ-1: 'H NMR (400 MHz, CDC)): 118.12 (d, J = 7.90 Hz, 2H), 7.7R71 (m, 1H),
7.707.66 (m, 1H), 7.657.62 (m, 1H), 7.597.55 (m, 1H), 7.5Z.47 (m, 2H), 7.39

7.35 (m, 2H), 7.3F.29 (m, 1H), 7.16 (t, J = 7.20Hz, 1H), 7.06 (d, J = 8.10Hz, 2H)

Parameter
1 Data File Name

2 Title

3 Origin

4 Ouwner

5 Solvent

B Pulse Sequence

7 Acquisition Date
B Modification Date
B Temperature

10 Number of Scans
11 Spectrometer Frequency
12 Spectral Width

13 Lowest Frequency
14 Nudeus

15 Acquired Size

16 Spectral Size

Value
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(b) TDZ-2: *H NMR (400 MHz, CDCJ): Ui 8.30:8.24 (m, 2H), 7.65.59 (m, 2H), 7.37 (t, J
= 8.02Hz, 2H), 7.31 (t, J = 9.30Hz, 1H), 7.14 (t, J = 8.41Hz, 3H), 7.07 (d, J = 8.08Hz,

2H).

Parameter Value
1 Data File Name E:/TDZ SERIES/ DG/ DCJ DC-PP-TDZ-2/ 1f fid 14000
p Tite DC-PPTDZ-2 I
| PROTONRO CDCI3/ optf topspin/ nmrsu, DC/ L
NOV1Z nmrsu 13000
B Origin Bruker BioSpin GmbH r
B Cwner nmrsu +12000
E Solvent CDcl3 1
B Pulse Sequence 2930
7 Acauisition Date 2012-11-30T10: 15:38 +11000
B Modification Date 13
£ Temperature 298.2 10000
10 Number of Scans 32
1 Spectrometer Frequency 400.13 I
17 Spectral width 5196.7 9000
13 Lowest Frequency 17137 1
14 Nudeus H
15 Acquired Size 32768 8000
16 Spectral Size 65536 I
7000
6000
5000
4000
3000
2000
1000
i
0
T T 1000
& T T T T T T T T T T T T T
12.0 11.0 10.0 9.0 5.0 4.0 3.0 2.0 1.0

6.0
f1 (ppm)

(c) TDZ-3: *H NMR (400 MHz, CDCJ): i 8.04 (d, J = 8.19Hz, 2H), 7.7263 (m, 2H),
7.35 (t, J = 8.03Hz, 2H), 7.30 (d, B51Hz, 3H), 7.13 (t, J = 7.43Hz, 1H), 7.04 (d, J

= 7.85Hz, 2H), 2.40 (s, 3H).

+22000
~Parameter e +21000
i Dats File Name £:/TDZ SERTES/ DC/ DC/ DCPPDZ-3/ 1f I
fid 20000
2 Tid DCPPDZ-3 |
= | PROTONRO COCI3 [ optf topspin| nmrsuj 19000
DC/NOV12 nmrsu I
3 Origin Bruker BioSpin GmbH _lel]l]l]
4 Owner | nmrsu L
5 Solvent cocla [17000
& Pulse Sequence 230 16000
7 Acquisiton Date 2012-11-30T10:09:32 t
§ Modification Date 15000
9 Temperature 298.2 :14000
10 Number of Scans 32 I
11 Spectrometer Frequendy 400.13 13000
12 Spectral Width 81%6.7 I
13 Lowest Frequency 7137 lel]l]l]
14 Nudeus H
15 Acquired Size | 32788 jlll]l]l]
16 Spectral Size | _g5535 u 110000
‘ 9000
—t J f Lsooo
[ |
] “ ‘| |-7000
| !
. f Fs000
[ i Lsooo
4000
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2000
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1 S o
< Ot AT (=) [
aamo0cO ) 1000
T T T T T O N T T T - T T
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(d) TDZ-4: *H NMR (400 MHz, CDCJ): 1 8.25 (d, J = 8.89Hz, 2H), 7.77771 (m, 2H),
7.397.32 (m, 3H), 7.15 (d, J = 7.39Hz, 1H), 7.04 (d, J = 7.94Hz, 3H);&ID(m,
2H), 3.90 (s, 3H).

3800
| | Parameter Value 3600
1 Dats File Name £:/TDZ SERIES/ DC/ DC/ DC-AP-TOZ-4f I
| 1f fid I 3400
2 Tite DCPP-TDZ-4 1
PROTONRO €DCI3 / opt/ topspin/ nmrsu)
TC NOVTZ s ~3200
3 Origin Bruker BioSpin GmbH I
|4 Owner Amrsy -3000
5 Solvent cods3 I
& Pulsg Sequence 2530 2800
7 Acquisition Date 2012-11-30T}10:21:07 I
|8 Modification Date 2600
9 Temperature 298.2 I
| 10 Number of Scans 32 2400
11 Spectrometer Frequency 400.13 I
| 12 Spectral Width | 81987 2200
13 Lowest Frequency -1713.7 I
14 Nudleus H 2000
15 Acquired Size 32768 I
16 Specral Sz 555% -1800
1600
1400
| I
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| r
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Figure S2: Mass spectraof all compounds:
(a) TDZ-1: HRMS-ESI' : 392.0889 (calculatefbr Co1H14FN3O,S + H': 392.0864)

Display Report

Analysis Info
Name D:\Data\user data\DEC 2012\11 dec\Dr.D Chopra-TD2-1_1-A,5_01_4703.d

Analysis
Method

HRLCMS-20 Sept.m

Sample Name  Dr.D Chopra-TD2-1
Comment

Acquisition Date  12/12/2012 1:05:15 PM

Operator Meena Sharma
Instrument micrOTOF-Q Il 10330

Acquisition Parameter
Source Type ESI lon Polarity Positive

Focus

Active Set Capillary 4500 V

Scan Begin 50 m/z Set End Plate Offset -500 v

Scan End

3000 m/z Set Collision Cell RF 130.0 Vpp

Set Nebulizer 1.2 Bar
Set Dry Heater 200°C
Set Dry Gas 7.0 I/min
Set Divert Valve Waste

Intens.
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1.0
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0.4
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Dr.D Chopra-TD2-1_1-A,5_01_4703.d: UV Chromatogram, 200-400 nm
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| 149.?232 221.1181 299.0715 433.2321 536. :_813
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N CZ1H14FN3025, M+nH ,392.09
s000] 3920864
20001 393.0896
s 394.0824
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(b) TDZ-2: HRMS-ESI' : 410.0774 (calculated for,@H13FN30,S + H': 410.0769)

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

HRLCMS-20 Sept.m
Dr.D.Chopra-TD2-2

Acquisition Date  2/7/2013 11:01:48 AM

D:\Data\user data\2013\FEB\07 FEB\Dr.D.Chopra-TD2-2_1-B,1_01_145.d

Operator
Instrument

Acquisition Parameter
Source Type ESI
Focus Active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Set Nebulizer
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Set Dry Gas

Set Divert Valve
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Amit
micrOTOF-Q Il 10330
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.
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(c) TDZ-3: HRMS-ESI' : 406.1030 (calculated forg16FNs0,S + H': 406.1020)

- Display Report -
Analysis Info Acquisition Date  2/7/2013 11:11:56 AM
Analysis Name  D:\Data\user data\2013\FEB\07 FEB\Dr.D.Chopra-TD2-3_1-B,2_01_146.d
Method HRLCMS-20 Sept.m Operator Amit
Sample Name  Dr.D.Chopra-TD2-3 Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500 vV Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 7.0 1/min
Scan End 3000 miz Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
lnuans.t_;I : Dr.D.Chopra-TD2-3_1-B.2_01_146.d: TIC +All MS
My
i I
24 \!
N — |
Intens. ! Dr.D.Chopra-TD2-3_1-B,2_01_146.d: UV Chromatogram, 200-400 nm
[I'I'IAU]—l I
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|
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L
Imen;i" } Dr.D.Chopra-TD2-3_1-B,2_01_146.d: BPC 406.1032+0.01 +All MS
Wi
103
0.5-i |
0.04— —— ‘ — 7+ : r — :
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Intens. UV, 4.4-4 9min #(2625-2929),
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100~\\
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2000 301.1413 -
149.0233 | l 7055000  gos 5634
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(d) TDZ-4: HRMS-ESI" : 422.1010 (calculated forgH1sFN;OsS + H': 422.0969)

Display Report

Analysis Info Acquisition Date

12/12/2012 1:44:12 PM

Analysis Name

D:\Data\user data\DEC 2012\11 dec\Dr.D Chopra-TD2-4_1-A,7_01_4705.d

Method HRLCMS-20 Sept.m Operator Meena Sharma
Sample Name  Dr.D Chopra-TD2-4 Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 7.0 I/min
Scan End 3000 m/z Set Collision Cell RF~ 130.0 Vpp Set Divert Valve Waste
Intens.§ 1 Dr.D Chopra-TD2-4_1-A,7_01_4705.d: TIC +All MS
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( ]
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Figure S3: DSC curves of solids (@ C/min) recorded on Perkin EImer DSC 6000.
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recorded on PANalyticdEmpyreanbetween 5 50° in 2y):

Profile fitting Refinement was performed

with JANA 2080ofile fitting parameter Rand

Rup are given the diagrams. Thiggher values of Rand Ry, in case offDZ-1 may indicate
the presencef more than one phase in the bulk powder.
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d) TDZ-4:



