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EXPERIMENTAL SECTION
General Information and Materials

Commercial reagents were used without further purification. Melting points are
uncorrected. IR spectra were recorded on a Perkin EImer-FTIR spectrometer using solid samples
as KBr plates. For compounds *H NMR (400 MHz, CDCls) and 3C NMR (100 MHz, CDCls) spectra
were recorded in deuterochloroform (CDCl3) as well as DMSO-Dg on a Bruker 400 MHz
spectrometer using tetramethylsilane (TMS, & = 0) as an internal standard at room temperature.
Mass spectra were recorded on Agilent 1200 LC/MS-6110 mass spectrometer. Spectral data and
copy of *H, 13C NMR and ESI-HRMS spectra of all compounds (5a-v, 5aa, 9, 10, 11 & 12) are listed
below.

General Procedure for the Synthesis of Starting Materials:

Based on literature procedure?, all substituted 2-aryl-benzoxazinones were synthesized from the
corresponding benzoyl chlorides and anthranilic acids.

General synthetic procedure for the [RuCly(p-cymene);] catalyzed chemo and siteselective
ortho-C-H amidation of 2-aryl-benzoxazinones (3) with sulfonyl azides (4)

To an oven dried single neck test tube employed with 2-aryl-benzoxazinones (3) (0.3
mmol), sulfonyl azides (4) (0.45 mmol), [RuClz(p-cymene)], (5 mol-%), AgSbFs (20 mol-%) and
Cu(OAc);2 (100 mol %) was added DCE (3mL). The test tube was purged with nitrogen gas three
times. The reaction mixture was stirred at reflux temperature for 24 h. After completion of the
reaction as shown by TLC, the crude reaction mixture was diluted with CH,Cl,, filtered over celite
pad. The filtrate was concentrated under reduced pressure and purified by column
chromatography (10%, EtOAc / hexanes) to provide the desired pure products (5a-v) in good
yields.

Typical synthetic procedure for the 2-(2-(phenylsulfonamido) benzamido) benzoic acid 5aa

A compound (5a) dissolved (50 mg, 0.162 mmol) in acetone (2 mL) was added dropwise
slowly to a stirred solution of 4N NaOH (1 mL) at 0 °C and the reaction mixture was allowed to
stirr at room temperature until completion of the reaction. The crude mixture was poured into

ice water (10 mL), acidified with AcOH and acetone was removed in vacuo. The crude reaction



mixture was filtered off to afford the desired cleavage product (5aa) as white amorphorous solid
in excellent yield (95 %) without further purification.
Typical synthetic procedure for the 2-(2-(phenylsulfonamido) benzamido) benzoic acid 5aa

A compound (5a) dissolved (50 mg, 0.162 mmol) in t-butanol (2 mL) was added dropwise
slowly to KOt-Bu (0.162 mmol.) at 0 °C and the reaction mixture was allowed to stirr at reflux
temperature until completion of the reaction. The crude mixture was poured into ice water (10
mL), acidified with 2N dil. HCI. The crude reaction mixture was filtered off to afford the desired
cleavage product (5aa) as white amorphorous solid in excellent yield (94 %) without further
purification.
Typical synthetic procedure for the 2-(2-(phenylsulfonamido) benzamido) benzoic acid 5aa

A compound (5a) (50 mg, 0.162 mmol) was added slowly to a stirred solution of HBr in
AcOH (0.648 mmol ) at 0 °C and the reaction mixture was allowed to stirr at room temperature
until completion of the reaction. The crude mixture was poured into ice water (10 mL). The crude
reaction mixture was filtered off to afford the desired cleavage product (5aa) as white
amorphorous solid in excellent yield (92 %) without further purification.
Typical synthetic procedure for the 2-(2-(phenylsulfonamido) benzamido) benzoic acid 5aa

A compound (5a) dissolved (50 mg, 0.162 mmol) in TFE : DCE (1:1 ratio, 2 mL) was added
dropwise slowly to a stirred solution of Na;5,0s (0.162 mmol) at 0 °C and the reaction mixture
was allowed to stirr at reflux temperature until completion of the reaction. The crude mixture
was poured into ice water (10 mL) and TFE : DCE mixture was removed in vacuo. The crude
reaction mixture was filtered off to afford desired cleavage product (5aa) as white amorphorous
solid in excellent yield (96 %) without further purification.
Typical synthetic procedure for the 2-(2-(2-((4-methylphenyl)sulfonamido)-4-nitrophenyl)-4-
oxoquinazolin-3(4H)-yl)benzoic acid 9

A mixture of compound (5m) (50 mg, 0.114 mmol) and anthranilic acid (6) dissolved (16
mg, 0.114 mmol) in pyridine (3 mL) at 0 °C and the reaction mixture was allowed to stirr at reflux
temperature until completion of the reaction. The crude mixture was poured into ice water (10

mL), acidified with 2N dil. HCl. The crude reaction mixture was filtered off to afford desired



cleavage product (9) as white amorphorous solid in excellent yield (87%) without further

purification.

Typical synthetic procedure for the removal of directing group (DG) to be used for post-
synthetic functionalization:?

A compound (5f, 5r & 5t) dissolved (50 mg, 0.162 mmol) in MeOH (2 mL) was added
dropwise slowly to a stirred solution of NaOMe (0.324 mmol) at 0 °C and the reaction mixture
was allowed to stirr at reflux temperature until completion of the reaction. The crude mixture
was poured into ice water (10 mL), acidified with 2N dil. HCI. The crude reaction mixture was
filtered off to afford desired cleavage products (10, 11 & 12) as white amorphorous solids in
excellent yields (93%, 91% & 96 % respectively) without further purification.

N-(2-(4-oxo0-4H-benzo[d][1,3]oxazin- yl)phenyl)benzenesulfonamide (5a)

e o N
Physical state: White solid
Reaction Time: 24 h @ﬁﬁo
N
Yield: 86 % (98 mg) )\©
PhO,SHN
M.P: 205-210°C N <
IR (KBr) Vmax cm™: 3492, 1823, 1760, 1579
14 NMR (400 MHz, CDCl3): 8 12.3 (s, NH), 8.24 (dd, J = 15.6 Hz, 1H), 7.67 (t, J =

16 Hz, 1H), 7.65 — 7.48 (m, 3H), 7.39-7.11 (m, 6H),
7.13-7.17 (m, J = 15.6 Hz, 1H).

13C NMR (100 MHz, CDCl3): 6 157.2, 146.5, 145.0, 139.8, 139.5, 137.3, 134.2,
133.2, 129.9, 129.3, 129.2, 129.0, 127.2, 126.8,
123.6,119.8, 116.7, 115.7

HRMS (ESI): Calc. for [(C20H1aN2SO4)]  (M+H)* 379.0753,
measured 379.0757



N-(5-fluoro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)benzenesulfonamide (5b)

Physical state: White solid ( o )
Reaction Time: 24 h @fLO
7,
Yield: 87% (103 mg) N)\©\
M.P: 151-155 °C  PhO,SHN F)
IR (KBr) Vmax cm™: 3461, 1793, 1686, 1636
1H NMR (400 MHz, CDCls): 612.65 (s, NH), 8.18-8.26 (m, 2H), 7.88-7.94 (m, 3H),

7.76 (t, J = 7.6Hz, 1H), 7.41-7.62 (m, 5H), 6.81-6.85
(m, 1H);

13C NMR (100 MHz, CDCl3): 6 157.9, 156.7, 144.7, 139.3, 137.4, 133.5, 132.3,
132.2, 129.4, 129.3, 129.1, 127.3, 126.6, 116.7,
110.9, 110.7, 106.4, 106.1.

HRMS (ESI): Calc. for [(C20H1aFSN204)] (M+H)* 397.0658
measured 397.0682.

N-(2-(5-chloro-4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)benzenesulfonamide (5c)

4 N\
Physical state: White solid Cl O
Reaction Time: 24 h dj\o
Yield: 78 % (96 mg) N)\©
PhO,SHN
M.P: 194-199 °C \ /
IR (KBr) Vmax cm™: 3473, 1801, 1760, 1637
1H NMR (400 MHz, CDCl3): 6 12.14(s, NH), 8.17 (dd, J = 6.4, 1.6 Hz, 1H), 7.64-

7.84 (m, 6H), 7.36-7.52 (m, 4H), 7.14-7.18 (m, 1H)
13C NMR (100 MHz, CDCl3): 6 165.8, 157.9, 147.3, 139.9, 139.5, 136.7, 136.6,
134.6, 133.3, 131.7, 131.0, 129.2, 127.2, 125.7,
123.6,119.6, 115.1, 114.5
HRMS (ESI): Calc. for [(Ca0H14CIN2SO4)] (M+H)* 413.0363,
measured 413.0368.



N-(3-chloro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)benzenesulfonamide (5d)

Physical state:

Reaction Time:

Yield:

M.P:

IR (KBr) Vmax cm™:

1H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

White solid ( (o) )
24h o ClI
7,
79 % (98 mg) N
151-155 °C (PhO2SHN y

3432, 1809, 1767, 1634

6 13.01 (s, NH), 9.00 (d, / = 8.4 Hz, 1H), 8.34 (dd, J =
6.4, 1.6 Hz, 1H), 8.23 (dd, J = 6.8, 1.2 Hz, 1H),
7.42-7.77(m, 7H), 7.28(d, J = 1.2 Hz, 1H), 7.20 (d, J =
8, 0.8 Hz, 1H)

6 165.5, 158.3, 157.4, 145.3, 140.6, 137.0, 134.6,
131.8, 131.4, 130.8, 129.7, 129.0, 127.2, 126.1,
123.6, 120.9, 116.8, 115.0

Calc. for [(C20H13N2SCIO4)] (M+H)* 413.0363,
measured 413.0368.

N-(2-(5-chloro-4-oxo-4H-benzo[d][1,3]oxazin-2-yl)-5-fluorophenyl) benzenesulfonamide (5e)

Physical state:
Reaction Time:
Yield:

M.P:

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

White Solid

24 h cl O
89% (115 mg) o
F

7,
210-215 °C N
PhO,SHN

3457, 1793, 1640

6 12.47 (s, NH), 8.19 (dd, J = 6.4, 2.8 Hz, 1H), 7.75 —
7.90 (m, 2H), 7.43-7.66 (m, 7H), 6.81-6.86 (m, 1H)

6 165.8, 157.9, 147.3, 139.9, 139.5, 136.7, 136.6,
134.6, 133.3, 131.7, 130.1, 129.2, 127.2, 125.7,
123.6,119.6, 115.1, 114.5

Calc. for [(Ca0H13CIFN2SO4)] (M+H)* 444.0300,
measured 444.0412.



N-(4-chloro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)benzenesulfonamide (5f)

Physical state:
Reaction Time:
Yield:
M.P:

IR (KBr) Vmax cm™:
H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCl3):

HRMS (ESI):

White solid ( (0] h
24h (0]

N/ Cl
77 % (95 mg)
189-205 °C (PhO2SHN )

3414, 1801, 1760, 1637

6 13.1 (s, NH), 9.00 (d, J = 1.2Hz, 1H), 8.27-8.98 (m,
2H), 8.10 (s, 1H), 8.00-8.09 (m, 1H), 7.86-8.00 (m,
1H), 7.27-7.69 (m, 5H), 7.23-7.25 (m, 1H)

6 165.0, 158.2, 157.8, 145.3, 140.8, 137.8, 137.2,
134.9, 132.3, 130.5, 129.9, 129.2, 127.4, 126.5,
123.6,120.8, 116.8, 115.2

Calc. for [(C20H13N2SCIO4)] (M+H)* 413.0363,
measured 413.2690.

N-(4-bromo-2-(4-oxo-4H-benzo[d][1,3]oxazin-2yl)phenyl)benzenesulfonamide(5g)

Physical state:
Reaction Time:
Yield:
M.P :

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

White solid e o )
87 % (119 mg) N’)\©/B’
198-199 °C PhO,SHN

1\ J

3442, 1804, 1765, 1633

6 12.23(s, NH), 8.24-8.27 (m, 2H), 7.91- 7.93 (m,
1H), 7.76 — 7.82 (m, 3H), 7.54-7.65 (m, 4H), 7.36-
7.50 (m, 2H)

6 157.6, 156.0, 144.7, 139.2, 138.7, 137.4, 136.9,
133.4, 132.2, 129.7, 129.3, 129.1, 127.2, 126.9,
121.2,117.1,116.8,116.4

Calc. for [(Ca0H14BrN2SO4)] (M+H)* 455.9858,
measured 456.9864 & 458.9844

N-(4-nitro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)benzenesulfonamide (5h)



Physical state:
Reaction Time:
Yield:

M.P:

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

White solid e o N
24 ©\)Lo

76 % (96 mg) N4\©N02
151-155 °C | PhO,SHN )

3542, 1824, 1764, 1653

8 13.05 (s, NH), 9.1 (d, J = 2.8 Hz, 1H), 8.30 (dd, J =
4.8, 2.4Hz, 2H), 7.48-7.84 (m, 9H)

6 144.9, 139.0, 137.6, 134.0, 130.2, 129.4, 128.8,
127.4,126.9, 125.9, 117.9, 114.4

Calc. for [(CaoH1N3SOg)] (M+H)* 424.0603,
measured 424.0596.

N-(5-methoxy-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl) benzenesulfonamide (5i)

Physical state:
Reaction Time:
Yield:

M.P:

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

White Solid 0

24 h ©\)L/°
“*@

85 % (104 mg)
| PhO,SHN

OMe
132-134°C /

3442,1812,1746, 1637

§12.59 (s, 1H), 8.21 (dd, J = 6.8, 1.2 Hz, 1H), 8.08 (d,
J=9.2 Hz, 1H), 7.85-7.89 (m, 3H), 7.37-7.56 (m, 5H),
7.24 (d, J = 6.4 Hz, 1H), 6.64 (dd, J = 6.8, 2.4Hz, 1H),
3.84 (s, 3H);

6 164.2, 158.3, 157.4, 145.4, 141.9, 139.5, 137.2,
133.3, 131.5, 129.2, 128.9, 128.6, 127.3, 126.4,
116.4,110.1, 107.9, 104.0, 55.8.

Calc. for [(C2:H16N2SOs)]  (M+H)*  409.0858,
measured 409.0856.



N-(5-ethoxy-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl)benzenesulfonamide (5j)

Physical state:
Reaction Time:
Yield:

M.P:

IR (KBr) Vmax cm™:

1H NMR (400 MHz, CDCls):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

fo) )
24 h o
89 % (112 mg) N/)\Q
168-170°C PhO,SHN OEt
\ J

3469, 1800, 1753, 1625
812.57 (s, NH), 8.21 (dd, J = 6.4, 1.2 Hz, 1H), 8.07 (d,
J=8.8 Hz, 1H), 7.84-7.87 (m, 3H), 7.70-7.72 (m, 1H),
7.24-7.56(m,5H), 6.63 (dd, J = 6.4, 2.4 Hz, 1H), 4.07
(9,) =7.6, 6.8 Hz, 2H), 1.42 (t, J = 6.8 Hz, 3H)

6 163.6, 158.4, 157.4,145.4, 141.9, 139.6, 137.2,
133.2,131.5,129.2, 128.9, 128.6, 127.3, 126.6,
116.4,110.7, 107.8, 104.4, 64.2, 14.7

Calc. for [(C2H1sN2SOs)]  (M+H)*  423.1015,
measured 423.1001.

N-(5-methyl-2-(4-ox0-4H-benzo[d][1,3]oxazin-2-yl)phenyl) benzenesulfonamide (5k)

Physical state:
Reaction Time:
Yield:

M.P:

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

f p
White Solid 0
24 h @ﬁﬁo
N
80 % (94 mg) )\©\
PhO,SHN Me
112-114 °C N J

3452, 1803, 1765, 1637;

6 12.27 (s, NH), 8.23 (dd, J = 16, 6.8 Hz, 1H), 8.03 (d,
J = 8.4 Hz, 1H), 7.73-7.89 (m, 4H), 7.34-7.59 (m, 5H),
6.95 (dd, J = 0.8 Hz, 1H), 2.38 (s, 3H)

6 158.2, 157.4, 145.6, 145.2, 139.7, 139.6, 137.3,
133.1, 129.7, 129.1, 129.0, 128.9, 127.2, 126.6,
124.7,120.3,116.7, 113.1, 22.2



HRMS (ESI): Calc. for [(C21H17N2SO4)] (M+H)*  393.0909,
measured 393.0907
4-Methyl-N-(2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl) benzenesulfonamide (5I)

- N
Physical state: White solid o
Reaction Time: 24 h @\)LO
7,

Yield: 82 % (96 mg) NJ\@

TsHN
M.P: 201-203 °C - J
IR (KBr) Vimax cml; 3346, 1829, 1774, 1654
1H NIMR (400 MHz, CDCls): & 12.21 (s, NH), 8.23-8.25 (m, 1H), 8.15 (dd, J = 6. 8,

1.2 Hz, 1H), 7.89-7.93 (m, 1H), 7.68-7.78 (m, 4H),
7.58-7.62 (m, 1H), 7.47-7.49 (m, 1H), 7.12-7.16 (m,
3H), 2.32 (s, 3H)

13C NMR (100 MHz, CDCl3): 6 158.1, 157.2, 145.1, 144.1, 139.8, 137.3, 136.5,
134.1, 129.8, 129.8, 129.3, 128.9, 127.3, 126.8,
123.5,119.8, 116.7, 115.7, 21.6

HRMS (ESI): Calc. for [(C21H1704SN2)]  (M+H)*  393.0909,
measured 393.0906.

4-Methyl-N-(5-nitro-2- (4-oxo-4H-benzo [d][1,3] oxazin-2-yl)phenyl) benzenesulfonamide (5m)

e o N
Physical state: White solid
Reaction Time: 24h @ﬁﬁo
N

Yield: 79 % (104 mg) /KQ

TsHN NO,
M.P: 241-243 °C \< /
IR (KBr) Vmax cm™: 3512, 1822,1766, 1665
14 NMR (400 MHz, CDCls): 8 12.51 (s, NH), 8.54 (d, J = 2 Hz, 1H), 8.36 (d, J = 8.4

Hz, 1H), 8.29 (dd, J = 6.4, 1.2 Hz, 1H), 7.66-7.99 (m,
7H), 7.25 (d, J = 9.2 Hz, 1H), 2.36 (s, 3H)

13C NMR (100 MHz, CDCls): & 157.3, 155.8, 150.6, 145.0, 144.4, 140.9, 137.6,
135.9, 134.7, 133.6, 131.1, 130.3, 130.2, 129.2,
127.6,127.2,119.3,113.3, 21.7

10



HRMS (ESI): Calc. for [(C2:H16N3SOs)] (M+H)* 438.0760,
measured 438.0770.
N-(5-fluoro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)-4-methyl benzene sulfonamide (5n)

Physical state: White solid e 0 N
Reaction Time: 24 h ©\)LO

Yield: 81 % (100 mg) N/)\©\

M.P: 198-199 °C L TsHN F)

IR (KBr) Vmax cm™: 3490, 1810, 1723, 1645

1H NMR (400 MHz, CDCls): 612.57 (s, NH), 8.17-8.26 (m, 2H), 7.89-7.93 (m, 1H),

7.75 (dd, J = 4.8, 1.6 Hz, 3H), 7.45-7.62 (m, 2H), 7.21
(d, J = 8.4 Hz, 2H), 6.80-6.84 (m, 1H), 2.35 (s, 3H)
13C NMR (100 MHz, CDCl3): 6 157.9, 156.7, 145.0, 137.4, 136.3, 132.2, 130.0,
129.3, 129.0, 127.3, 126.9, 126.7, 116.7, 111.3,
110.8, 110.6, 106.4, 106.1, 21.7
HRMS (ESI): Calc. for [(C21H1sN2FSO4)] (M+H)* 411.0815,
measured 411.0841.

N-(2-(5-chloro-4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)-4-methyl benzene sulfonamide (50)

Physical state: White solid

e N
Reaction Time: 24 h Cl o
Yield: 80% (102 mg) dﬁo

N

M.P: 180-181 °C )\©

9 TsHN )
IR (KBr) Vmax cm'L: 3512, 1812, 1737, 1680
14 NMR (400 MHz, CDCls): §12.03 (s, NH), 8.14 (d,

J =8 Hz, 1H), 7.47 = 7.79 (m, 7H), 7.15 (m, 3H), 2.33
(s, 3H)

13C NMR (100 MHz, CDCl3): 6 158.0, 154.7, 147.4, 144.3, 140.0, 136.7, 136.6,
136.5, 134.5, 131.6, 130.0, 129.8, 127.3, 125.8,
123.5, 119.8, 115.2, 114 .5, 21.7

11



HRMS (ESI):

Calc. for [(C21H16CIN2SO4)] (M+H)* 427.0519,
measured 427.0514.

N-(2-(5-chloro-4-oxo-4H-benzo[d][1,3]oxazin-2-yl)-5-fluorophenyl)-4-methylbenzene

sulfonamide (5p)
Physical state:
Reaction Time:
Yield:

M.P:

IR (KBr) Vmax cm™:

1H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCl3):

HRMS (ESI):

(cl O A
White solid ©\)LO
24 h N’)\©\
81 % (108 mg) TsHN F
\_ J

240-242 °C

3381, 1787, 1634

612.4 (s, NH), 8.61-8.57 (d, / = 16 Hz, 1H), 7.58-7.79
(m, 5H), 7.45(dd, J = 8.0, 2.8 Hz, 1H), 7.22 (d, /=8
Hz, 2H), 6.80 — 6.85(m, 1H), 2.36 (s, 3H)

6 157.7, 154.6, 147.2, 144.8, 136.8, 136.2, 132.5,
131.6, 130.0, 127.3, 125.6, 114.6, 113.9, 111.0,
110.6, 106.6, 106.1, 104.1, 21.7

Calc. for [(C21H1sCIFN2SO4)] (M+H)* 445.0425,
measured 445.0444.

3-chloro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)-4-methylbenzenesulfonamide (5q)

Physical state:
Reaction Time:
Yield:

M.P:

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3):

White solid o

24 h ©\)Lo cl
N/)\©

71 % (91 mg)
185-187 °C

3452, 1802, 1743, 1624
5 8.89 (s, NH), 8.21 (dd, J = 6.8, 1.2 Hz, 1H), 7.91—-
7.95 (m, 1H), 7.64-7.72 (m, 3H), 7.36 — 7.50 (m, 4H),
7.15 (dd, J = 5.2, 1.6 Hz, 1H), 6.89 (d, J = 8 Hz, 2H),
2.31 (s, 3H)

12



13C NMR (100 MHz, CDCl3):

HRMS (ESI):

6 158.0, 155.3, 152.6, 145.1, 144.8, 137.6, 137.2,
135.4, 134.2, 132.6, 130.0, 129.9, 128.8, 127.1,
126.5, 125.6, 123.7,117.0, 21.6

Calc. for [(C21H16CIN2SO4)] (M+H)* 427.0519,
measured 427.0530.

N-(4-bromo-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)-4-methylbenzene sulfonamide (5r)

Physical state:
Reaction Time:
Yield:

M.P :

IR (KBr) Vmax cm™:

1H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

White solid

e o a

195-196 °C
TsHN

24 h
o
82 % (116 mg) ©\)L, Br
N
\ J

3456, 1804, 1732, 1637
§12.10 (s, NH), 8.24-8.28 (m, 2H), 7.54-7.95 (m, 7H),
7.15-7.17 (m, 2H), 2.33 (s, 3H)

6 157.8, 156.2, 144.8, 144.4, 138.9, 137.4, 136.9,
132.2, 131.8, 130.6, 129.9, 129.7, 129.1, 127.3,
126.9,121.3, 116.8, 116.3, 21.7.

Calc. for [(C21H16BrN2SO4)] (M+H)* 471.0014,
measured 471.0021 & 473.003.

N-(5-methyl-2-(4-ox0-4H-benzo[d][1,3]oxazin-2-yl)phenyl)-4-methylbenzene sulfonamide (5s)

Physical state:
Reaction Time:
Yield:

M.P :

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3):

White solid ( o h

24 h ©\)Lo

77 % (94 mg) N/)\©\

155-156 °C TsHN Me
\_ J

3410, 1803, 1725, 1613

512.18 (s, 1H), 8.22 (dd, J = 6.8, 1.2 Hz, 1H), 8.02 (d,
J = 8Hz, 1H), 7.39-7.91 (m, 6H), 7.13 (d, J = 8 Hz, 2H),
6.95 (dd,J = 7.2, 0.8 Hz, 1H), 2.37 (s, 3H), 2.32 (s, 3H)
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13C NMR (100 MHz, CDCl3):

HRMS (ESI):

6 158.3, 157.4, 145.5, 145.2, 144.0, 139.8, 137.2,
136.6, 130.4, 129.7, 129.0, 128.9, 127.7, 126.6,
124.6,120.3, 116.6, 113.2, 22.2, 21.6

Calc. for [(C22H19N2SO4)]  (M+H)*  407.1066,
measured 407.1039.

N-(5-ethyl-2-(4-ox0-4H-benzo[d][1,3]oxazin-2-yl)phenyl)-4-methylbenzene sulfonamide (5t)

Physical state:
Reaction Time:
Yield:
M.P :

IR (KBr) Vmax cm™:

1H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

p
White Solid o h
24 h (D\)L/O
N
75 % (95 mg) /K@
TsHN Et
200-201°C . )

3432,1801, 1751, 1627

612.21 (s, NH), 8.23 (dd, J =6.4, 1.6 Hz, 1H), 8.04 (d,
J=8.4Hz, 1H), 7.87-7.91 (m, 1H), 7.55-7.76 (m, 5H),
7.13 (d, J = 8Hz, 2H), 6.96 (dd, J = 6.8, 1.6 Hz, 1H),
2.66 (q,J =7.6, 7.6 Hz, 2H), 2.32(s, 3H), 1.22 (t, J =
7.6 Hz, 3H)

6 158.3,157.4,151.6, 145.3, 144.1, 139.9, 137.2,
136.5, 129.8,129.7,129.0, 128.9, 127.3, 126.7,
123.4,119.0, 116.6, 113.2, 29.3, 21.6, 15.0

Calc. for [(C3H21N2SO4)] (M+H)* 421.1222,
measured 421.1234

N-(5-isopropyl-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)-4-methylbenzene sulfonamide

(5u)

Physical state:
Reaction Time:
Yield:

M.P:

IR (KBF) Vmax cm™:

White Solid @ﬁj\o
24 h NG
74 % (96 mg) TsHN
\ J

108-110°C
3421, 1810, 1732, 1662

14



'H NMR (400 MHz, CDCl3):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

6 12.2 (s, NH), 8.22-8.24 (m, 1H), 8.05 (d, J = 8.4Hz,
1H), 7.55-7.91 (m, 6H), 6.97-7.14 (m, 3H), 2.88-2.95
(m, 1H), 2.32 (s, 3H), 1.23 (d, / = 7.2Hz, 6H)

6 158.4, 157.4, 156.1, 145.3, 144.1, 140.0, 137.2,
136.5, 129.8, 129.7, 129.0, 128.9, 127.4, 126.7,
121.9,117.7,116.7,113.3, 34.5, 23.5, 21.6.

Calc. for [(C24H23N204S)] (M+H)* 435.1379,
measured 435.1393.

N-(5-methoxy-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl)-4-methylbenzenesulfonamide

(5v)

Physical state:
Reaction Time:
Yield:

M.P :

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3):

13¢ NMR (100 MHz, CDCls):

HRMS (ESI):

2-(2-(phenylsulfonamido)benzamido)benzoic acid (5aa)

Physical state:
Reaction Time :
Yield:

M.P:

White solid ( (0] R
v lod

7,
85 % (108 mg) N)\Q
715917 o | TsHN OMe

3448,1801, 1764, 1643

§12.52 (s, NH), 8.21 (dd, J = 6.8, 1.2 Hz, 1H), 8.05 (d,
J=9.2Hz, 1H), 7.85-7.89 (m, 3H), 7.71-7.75 (m, 1H),
7.52-7.56 (m, 1H), 7.17-7.26 (m, 3H), 6.64 (dd, J =
6.8, 2.4 Hz, 1H), 3.85 (s, 3H), 2.34 (s, 3H)

6 164.2, 158.4, 157.4, 145.5, 144.2, 142.0, 137.2,
136.6, 131.5, 129.8, 128.9, 128.6, 127.4, 126.4,
116.5,110.1, 107.9, 103.9, 55.9, 22.7.

Calc. for [(C22H19N2SOs)]  (M+H)*  423.1015,
measured 423.1037.

Ph
White solid O:5\\H o
6h N
H
94 % (60 mg) HO™ ~O
234-236 °C

15



IR (KBr) Vmax cm: 3654, 3541, 3479, 1715, 1678, 1486

14 NMR (400 MHz, CDCls): 8 12.15 (s, 1H), 10.68(s, 1H), 8.57 (s, 1H), 8.02(m,
1H), 7.11-7.62 (m, 12H)

13C NMR (100 MHz, CDCl3): 6 169.8, 166.5, 140.2, 138.7, 137.1, 134.4, 133.6,
133.1, 131.6, 131.3, 129.6, 128.5, 127.1, 125.6,
124.1,122.7,121.3, 118.1,

HRMS (ESI): Calc. for [(CaoH17N20sS)] (M+H)* 397.0858,
measured 397.0855

2-(2-(2-((4-methylphenyl)sulfonamido)-4-nitrophenyl)-4-oxoquinazolin-3(4H)-yl)benzoic acid

(9) g

N
Physical state: White solid ©\):/l
Yield: 87 % (55mg) TsHN NO,

M.P: 276-278 °C
IR (KBr) Vmax cm™: 3631, 3529, 3418, 1725, 1683, 1472,
1H NMR (400 MHz, CDCl3): 6 12.21 (s, 1H), 11.63 (s, 1H), 8.71-8.94 (m, 3H),

8.18-8.39 (m, 3H), 7.62-7.84(m, 4H), 7.25 (s, 1H),
2.34 (s, 3H)
13C NMR (100 MHz, CDCl3): 6 168.1, 167.1, 140.2, 139.4, 139.3, 134.8, 133.3,
132.9, 129.0, 128.4, 127.4, 127.3, 127.1, 124.9,
124.5,124.1,122.5,122.2,122.1,121.8,120.0, 22.8.
HRMS (ESI): Calc. for [(C2gH21N4O5S)] (M+H)* 557.1131,
measured 557.1123

5-chloro-2-(phenylsulfonamido)benzoic acid (10)

(0]
Physical state: White solid HO cl
Reaction Time: 12 h
HN
Yield: 93 % (49 mg) SO,Ph
M.P: 163-164 °C
IR (KBr) Vmax cm™: 3632, 3511, 3437, 1731, 1651, 1479

16



'H NMR (400 MHz, DMSO-D):

13C NMR (100 MHz, DMSO-D):

69.91 (s, 1H), 8.50 (s, 1H), 8.26 (s, 1H), 8.07 (dd, J =
39.8, 2.5 Hz, 1H), 7.51(m, 2H), 7.22 (m, 3H)

6 167.0, 136.1, 124.6, 123.7, 122.3, 121.1, 119.9,
118.5,114.8, 113.1, 113.0.

HRMS (ESI): Calc. for [(C1sH11CINO4S)] (M+H)* 312.0097,
measured 312.0414
5-bromo-2-((4-methylphenyl)sulfonamido)benzoic acid (11) o

Physical state:
Reaction Time :
Yield:

M.P:

IR (KBr) Vmax cm™:

'H NMR (400 MHz, CDCl3+DMSO-Dg):

13C NMR (100 MHz, CDCls):

HRMS (ESI):

4-ethyl-2-((4-methylphenyl)sulfonamido)benzoic acid (12)

Physical state:

Reaction Time :

Yield:

M.P:

IR (KBr) Vmax cm™:

1H NMR (400 MHz, CDCl3):

White solid Ho)b/m
12 h N

91 % (36 mg) Ts

171-172 °C

3629, 3492, 3444, 1730, 1641, 1463

8§ 10.92 (s, 1H), 7.91 (dd, J = 39.8, 2.5 Hz, 1H), 7.61
(d, ) =8.0Hz, 1H), 7.47-7.37 (m, 2H), 7.27 (d, ) = 3.5
Hz, 1H), 7.19 — 7.11 (m, 2H), 6.49 (dd, ) = 8.7, 3.2 Hz,
1H), 2.27 (s, 3H).

6 169.1, 144.1, 139.8, 136.4, 133.8, 129.7, 127.2,
119.9, 118.2,112.4, 106.8, 21.3

Calc. for [(C1aH13BrNO4S)] (M+H)* 369.9749,
measured 369.9753, 371.9733.

(0]
White solid HO
12 h HN
96 % (35 mg) Ts
156-157 °C

3648, 3501, 3429, 1728, 1647, 1456
8 10.42 (s, 1H), 7.94 (d, ) = 8.1 Hz, 1H), 7.78 (d, J =
8.3 Hz, 2H), 7.56 (s, 1H), 7.25 (d, J = 8.1 Hz, 2H), 6.92
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(dd, J = 8.2, 1.4 Hz, 1H), 2.67 (q, J = 7.6 Hz, 2H), 2.38
(s, 3H), 1.22 (t, J = 7.6 Hz, 3H).

13C NMR (100 MHz, CDCls): 6 172.6, 153.1, 144.1, 141.2, 136.2, 132.3, 129.7,
127.4,122.9,118.1,112.2,29.2, 21.5, 14.8

HRMS (ESI): Calc. for [(C16H18NO4S)] (M+H)* 320.0957, measured
320.0962
References

[1]. S. Thakral, D. Saini, A. Kumar, N. Jain, S. Jain, Med. Chem. Res 2017, 26, 1595-1604.

[2]. K. Raghuvanshi, L. Ackermann and K. Koszinowski, Dissertation, 2017, https://d
nb.info/1125713054/34
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e Name PVK-QUNZ-BSA-R Pasition Instrument Name Q-TOF User Name QTOF-Phadrmin
Vol -1 InjPosition SampleType Sample IRM Calibration Status Success |
ata Filename  PVK-QUNZ-BSA-R.d ACQ Method Pondicherry Universi Comment PVK-MB-379.0753 Acquired Time 10-10-2017 12:06:20

x10 3 [Cpd 1: C20 H14 N2 O4 S: + FBF Spectrum (0.480-0.897 min} PVK-QUNZ-BSA-R.d Subtract

7.75
7.5
7.25 379.0757

7 {(M+H)+
6.75-
6.5
E.ESj

&
5.75
55 -‘ . ( O )
5.25 -
54
4.75 (0)
4.5/
4.25 N
4

375  PhO,SHN

3.25

Z,

3
2.75?]
2.5
2.25
24 80.0791
1.754 3(M;H)+
1.5
L:zsj
1
0.75 381.0765
0.5 - {M+H}+
0.25 i rrvie
L

877 377.5 378 3785 379 3705 380 380.5 381 02815 382 3825 383 383.5 384 3845 385
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3 2 1

1

T

PEm

Current Dabs Parameters

KAME PVE-4-FP-QUNE-BSA

EEFRO 1

BROCNO 1

F2 - Bcguisition Parametars

Latea 20170118

Time 14,27

INSTRIUM specty

PROBHD S mm DOL 13C=1

PULPRCG 3

D

SOLVEMNT

NS -

DS 2

SWH : Hz

FIDRES 0.125483 Hz

AQ 3.9B8463B7 sec

RG 32z

i 60,800 vsec

DE 6,00 usec

TE Z292.3 K

Dl 1.00000000 sec

TDO 1

===zz=sa= CHANNEL ] ==eem-o--

HOC1 1H

Fl 11.42 usec

PL1 =3.00 dB

5FO1 400.1324710 MH=z
2 - Processing parameters

SI 32766

8F 100. 1300051 MH=z

Whw EM

558 ]

LB Q.30 Hz

GB ]

PC 1.04



CPD CDCLl3 {D:\MR} KOPAL 1

Current Data Fa
HAME PVE-4-F=00HE-BSA
B = I I I L N I Rt i eI L o e I EXEHO 2
Lo e e B S To T A T AN A o e i e T < IR i SR oo D =g PROCHG 1
P = el O
[ = s U ol B Bt e A ) T T e Ut e T T R L 2 = igition P o
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L e B B B B o M s e e o B B B B B B [ = mi— p -
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e N\ A l.36315988 =sec
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oW 20,800 usec
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(0] TE 2684.0 K
01 2.00000000 sec
Z 411 0.03000000 sec
N DELTA 1.894999998 sec
TOd 1
PhO,SHN F cams===== CHANNEL fl ==me=====
\_ J HUCL 13C
Fl 9.15 usec
FL1 0.00 dB
Srel 100, 6228298 MH=
======== CHBMNNEL f2 ========
CEDPRG2 waltzlg
woC2 1H
PCFDZ 90,00 usec
u PL12 14.90 dB
FL13 14.90 dB
PLZ -3.00 dB
SFDZ 4001316005 MHz
- Processing paraméebers
32768
100.6127545 MHz
o
1.00 Hz
[
1.40
1 1 L T N T T ]
180 160 140 120 100 A0 60 40 20 ppm
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¥
Sample Mame PVE-4-F-QUNZ-BSA Position Instrument Name

tnj Vol

-1 InjPosition SampleType

Data Filename  PVK-4-F-QUNZ-BSA.d  ACO Method Pondicherry Universi Comment

Q-TOF
Sample
PVK-MB-396.06

User Name

IRM Calibration Status

Acquired Time

QTOF-PUNadmin
Succass
20-01-2017 12:12:46

%10 4 |Cpd 1: C20 H13 F N2 O4 S: + FBF Spectrum (0.521-1.038 min) PVK-4-F-QUNZ-BSA.d Subtract

3.4
3.2 |
3
2.8
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2.4
2.2
=
1.8
1.6 |
1.4-

1.2

0.8
0.6
0.4 -

0.2
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(M+H)+
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(M+H)+
|

399.0681
(M+H )+

400.0701
(M+Hj+
|

PhO,SHN
\_

395 396 397 398 399
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Sample Name RE-6-Cl-QZ-BSA Position Instrument Name Q-TOF User Name QTOF-PUNadmin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  RK-6-CI-QZ-B5A1.d ACQ Method Pondicherry Universi Comment RE-MB-412.0285 Acquired Time 25-05-2018 13:16:52

x10 3 Cpd 1: C20 H13 CI N2 04 S: + FBF Spectrum (0.445-0.993 min) RK-6-CI-QZ-BSA1.d Subtract

4.8

4.6
413.0368
4.4 4 (M +H)+

4.2

4 Cl O
3.8
3.6
3.4 | N
3.2. [
5. \PhOZSHN

2.8

2.6
24
2.2 1

2 415.0338
1.8 (M-I-H,i-
1.6

1.4

i 414.0403
1.2 M+ H)+
1

0.8

0.6 - 416.0374

Py
0.4 4 ( I ) 417.0472
0.2 (M+H)+

0 -

411 a1z 413 a4 415 418 417 418 4189 420
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Current Data Parameters
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Sample Name RK-2-C1-Q2-BSA Position
Inj Vol -1 InjPosition
Data Filename  RK-2-0-QZ-BSA.d ACQ Method

Pondicherry Universi

Instrument Name Q-TOF User Name
SampleType Sample IRM Calibration Status
Comment RK-MB-412.0285 Acquired Time

®x10 S
1.6
1.55
1.5
1.45
1.4
1.35-
1.3
1.25
1.2
1.15
1.1
1.05 -

14
0.95
0.9
0.85
0.8
0.751
0.7
0.65 1
0.6
0.55 1
0.5 4
0.45 -
0.4
0.35
0.3+
0.25
0.2+
0.15
0.1
0.054

413.03268
(M+H)+

[#]

4140395
(M+H)+

415.0342
{(M+H)+
I

416.0367
(M+H)=+
417.0332
(M+H)+

QTOF-PU\admin
SUCCESS
24-05-2018 12:54:27

Cpd 1: G20 H13 Cl N2 O4 S: + FBF Spectrum (0.477-0.767 min) RK-2-Cl-QZ-BSA.d Subtract

4 o )
O CI
7,
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416 417

30

418 419 420

421



™ o
r [}
L =
o o Current Data Parameters
- | MAME FVE-E-CL-4-F-QUNZ-BSR
EXENG 1
‘ PROCHT 1
l FZ - Roguisition Parametera
Date_ 20170113
Time 16.53%
INETRIM apect
PROBHD 5 mm DUL 13cC-1
EULEROG zg30
™o 63536
SOLVENT v ]
O] 1&a
Dz 2
SWH 9223.685 Mz
FIDRES 0.125483 Hz
Cl O a0 3.0846387 sec
RG 256
o D &0, B00 naec
DE 6.00 usec
P TE . 283.4 K
N D1 1.00000000 sec
DO 1
=m=csmms= CHAHHEL fl sseccem=
PhOZSHN F HUC1 1H
El 11.42 usec
FL1 -3.00 dB
SFO1 400.1324710 MH=z
F2 - Processing parameters
51 32768
EF 4001200050 MHz
WO : EM
S5B o
LA .30 Hz
GEB Q
P 1.00

| I

N AR AR RS RARR ALY AR RAAS nanas sy pa s S MRS AR SRR Raa e S RS AS RARA SRR MR ARasS nassans sy LESER S
13 12 11 10 6 5 4 3 2 1 0 ppm

2] B 7
M
8 Ff:f;ﬁﬁo
L] Lol Dl e [l s} Fa2Y o)
- ~ealel e edl

. &

31



15
60
oo
0
el
v
1&
a0
G
ne
s
0
ft
ok
3]
&3
Gk
i

3V T S T

pasir]

cl o
t :N
PhO,SHN

RNEL

il

L]

<
T

<3
Lo’

]
L]
[N}

32



/Sample MName PVK-6-Cl-4F-QUNZ-BSA
Inj Vol -1
Data Filename  PVK-6-O-4F-QUNZ-BSA

Paosition
InjPosition
ACQ Method Pondicherry Universi

Instrument Name

SampleType
Comment

Q-TOF

Sample

PVE-MEBE-444.03

User Name

IRM Calibration Status

Acquired Time

QTOF-PUNadmin
Success
13-01-2017 13:52:53

<10 4 |+ Scan (0.696 min) PVK-6-Cl-4F-QUNZ-BSA.d

3.2
3.1 1
3
2.9
2.8
2.7
2.6
2.5
2.4
23
2.2
2.1

R S
1

0.5

442 0462

443,048

445.0485

444.0412
|

Cl O
o

e

PhO,SHN

442 443 444

445
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26

134.92
130.486
116,80
.48
116
16,84

176.

Currant

HAME
EXPHO
PROCNC

F2 - Acguisiziign Parameters

Date_
Time
INSTROM
PROBHD
PULEFROG
o
SOLVENT
Ms

os

SWH
FICGRES
AD

RG

DW

DE

TE

&

201710068
12.31
spect

SUL 13C-1
zgpgIdn
653516
crZll
512
4
24030 . 461 Hz
1,.366793 Hz
1.3631988 sec
32
20 600 usec
600 usec
2920 K
2.00000000 sac
3.03000040 see
1.892099088 =ec

132
9.15% user

0,00 dB

122.622829 MH=z

(3 8)

(%

[EEv i)

-3.00 OB

S00,1310000 MHz

s



¥l
i 1 '
L ple Name  PVK-3-C-QUNZ-BSA Pasition Instrument Name Q-TOF User Name QTOF-PU\admin

H ' ol -1 InjPasition SampleType Sample IRM Callbration Status Success
ata Filename  PYK-3-C-QUNZ-BSA.H ACQ Method Pondicherry Universi Cemment PYK-MB-413.0363 Acguired Tima 12-10-2017 11:45:18

{1

| -

(f %10 5|+ Scon (0565 min) PYK-3-GLQUNZ-BSA.d
1.1

1.05
;
195.0923 s
0.95- (o)
0.9
0B85

0.8 N
0.75 4 _ PhO,SHN
0.7 \_
0,65
0.6

0.55
Q.54

Q.45+ -
381.2867

0.4 - 413 26920
0.354

0.3 4

0.25
149.0233

0.2- 372 §455

0.15- 301.1432

0.1 A
282 2808

.05
© 266.2347 ] I 470.2608
il

oLle |!.|L-. =|| :'"J. TR AERITN | LU [R L P AORSTRL TRN LN ol
120 140 160 180 200 220 240 250 280 300 320 340 360 380

420 440 460 480 6OO

400
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g { rent Data Parameters
b KAME RE-3-Br-Q2-BEA
. EXPHO 1
=] EROCHO i
L
EF2 Acguis arameters
Date_ BO518
Time 15,42
INSTRUM SR
EROBHD 5 mm BEO BB-
EULPROG zo
D 55536
CDC13.
18
3 2
(" () ) S5WH B223.685 3
FIDRES 0.125483 Hz
AD J.90463587 sec
(0] RG 287
DW 60,800 usac
Z Br DE 6.00 usac
N TE 254.2 K
D1l 1LOG0000HD sec
DO 1
| PhO,SHN

F2 - Processing parameters

51 327658

5F 00.31300048 Milw

WDW EM

558 0

LE .30 He
0

PC 1.40

|
R —— e - l - i E— __Jl-j_;

13 12 11 10

1.00
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N/ Br
 PhO,SHN

Current Zat
HAME RE-3
EXRPNG

PROCHMEG

FZ2 - Rogulstoic
Date_

T i
INSTRUM
PROEHD
PULFROG
™
SOLVENT
HE

[ah3

SWH
FIDRZE
L)

RG

Lk

oE

TE

-------- CHARMNEL

srol LO3.RTH

ss====== CEANNEL

[ lae]

0o o L e

[EE= RN
o=

oo
st ]

!

200 180 160 140 120 100 3.0 60 40
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.mele Name RK-3-Br-QZ-BSA

Inj Vol

Data Filename

®x10 5

1.1
1.05
14
0.95 1
0.9 -
0.85
0.8
0.75
0.7
0.65 1
0.6
0.55 -
0.5
0.45 1
0.4
0.35
0.3
0.25
0.2
0.15
0.1 4
0.05

Position

-1 InjPosition

RK-3-Br-QZ-BSA.d

ACQ Method

Pondicherry Universi

Instrument Name

SampleType
Comment

Q-TOF
Samgple
RE-MB-455.9779

User Name

Acquired Time

IRM Calibration Status

QTOF-PU\admin
Success
21-05-2018 12:57:31

456 9864
(M+H)+

457.9852
(M+H)+

458 9844
(M+H)+

Cpd 1: G20 H13 Br N2 04 S: + FBF Spectrum (0.414-0.768 min) RK-3-Br-QZ-BSA.d Subtract

PhO,SHN
\_

459.9829 -
(M+H)+

460.9823
(M+H)+
461.9803
462.9844
(MAHD* )+

455 456 457

458

460 461 462 463 464

39
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g Currenkt Dscts Paramezers
=] NAME R¥-3-NOZ2-Q2-REA-D
c.; EXENO 1
] PROCHG 1

F2 = Acguisition Parametsss

- 13,047

- 0.066
——

Dake_ 20180528
Time 11.23
IHETRUM apact
FROBHED BED 3B-1H
FULERAG zq30
T £5338 =
SOLVENT COC13
HE 32
| Ds 2
- ! EWH B223.855 Rz
0 i FIDRES LL234E3 He
i hQ 3.9848387 sec
| RG 383
(o) E a7} B0, BOD usecs
' LE £.00 usec
Z No2 ! TE 2517 K
N i Dl L. 0BOGGI00 sec
i TR0 i
| PhO,SHN ] S
! HOCL
i Pl
i FL1
SFOL Lon

FZ = Processing parasoters

i 51 31748
i ; SF GO0 300048 WEz
| ! WIW ¥
| i 556 a
! = 13 2,30 Ha
i | [ o
. | i | PC 1.20Q
! ' |
"r ] I
, | |
: l| !
! . i
[ ’ i ‘ I
! L e
13 12 11 10 9 8 7 6 5 4 3 2 1 0 PR
A TR
= Mo apnmend
- O o oy = ey L}
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Sample Name  RK-3-NO2-QZ-BSA-CRY Position Instrument Name Q-TOF User Mame QTOF-PUNadmin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  RK-3-NO2-QZ-BSA-CRY. ACQ Method Pondicherry Universi Comment RE-MB-423.0525 Acquired Time 30-05-2018 11:55:53

x10 4 |Cpd 1: C20 H13 N3 O6 5: + FBF Sgec‘trum (0.444-0.831 min) RK-3-NO2-Q7-BSA-CRY.d Subtré;c-t B
3]
2.9

2.8 424.0596
2.7 (M+H)+
2.6

2.5 4 )
2.4
23
2.2
2.1- N

24
-9+ PhO,SHN
.8 ' | \.
7 '
.6
5
i
3
2
RE
14
0.5
0.8 425.0629
0.7 (M+H)+
0.6-
0.5-
0.4 |
426 0807 .
0.2 -
0.1 |

0

. I I I )

422 4225 423 423.5 424 4245 425 4255 426 4265 427 4275 428 4285 429 4295
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B
quis

Current Dal
NAME
F2 - Ac

EXPHO
BROCNO
Date

VESTET —

4

R
== CHAK

INSTRIM
PROBHD
PULPROG

TD
SOLVENT

N3
S

Hocl

Time
D=

SWH
FILRES
AQ

RG

oy

LE

TE

ol

EFl

F2 - Processi

TDO
PL1
5F01
31
SF
WDW
S5B
LB
GB

e
ppm

T T ey
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HAME PVE—4 ~OME=QUNZ - ESA
WY AD U  ed D) S o SP e 00 S0 WD Y s EXPHG 5
Bt B Baa BT T ot QRSN ot e B SRRY = SIS T S = =] oo WD =P ow PROCHO 1
P L T T T T U R T T = I ) [l
= 00 [~ U)o T o1 o T Xs] - . .
@mmﬂqm;mmr\lmgﬁzmwﬁggg - D w1 FZ Acguisition Parameters
A A A A A A A A A A A A A A A A A -~~~ ur Date_ 20170102

| | Time 16.55
. \ INSTRUM spect
FROBHD 5 mm DUL 13C-1
\I\l PULFROG zgpa 3l
] TN 65536
SOLVENT COChE
HE 300
DS 4
SWH 24038, 461 e
FIDRES 0306798 1
RO 1.3631808 wx
RG ZB.5
oW 20,800 e
LE .00 s
TE 294,101 K
(" ) Dl 2.00000000
(0] dil 0. 03000000
DELTA 1.8999999H i
0 TOO |
======== CHANNEL f1
b’ HUCL (R
N Pl Go1h e
FL1 000 s
EFO1 100, 62282595 M
PhO,SHN OMe
\ Y, ======== CHANHEL f2
CEFDFRGZ waltz=lt
HOCz (A1)
ECRD2 SO, 00 e
PL1Z 14,90 v
FLL13 14,4900 i
PL2 3000 i
SFO2 400.1316005 M
FZ - Processing parameter:
a1 el
SF 100.8127556 M
WDwW EM
S35B a
LB 1.00 k=
GB 0
| P 1.40
T T T T T T —T
180 160 140 120 100 80 ppm
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Current Data Parameters




Sample Name PVK-4-OMe-QUNZ-BSA Position Instrument Mame Q-TOF User Name QTOF-PU\admin
Inj Vol -1 InjPosition SampleType Samipde IRM Calibration Status Success
Data Filename  PVE-4-OMe-QUNZ-BSA.D ACQ Method Pondicherry Universi Comment PVK-MB-408.0780 Acquired Time 19-04-2018 14:40:41

=10 4 |Cpd 1: ©21 H16 N2 O5 5 + FBF Spectrum (0.450-0. 767 min) PVYK-4-OMe-QUMNZ-BSA.d Subtract

3.4

3.2 409 0856
(M+H )+ s ~

3-

2.8 i (0]
I

2.4- |

| PhO,SHN OMe

>
1.8
1.6
1.4

1.2

410.0884
0.8 (M+H)+

0.4 - 411.0874
(M-+H)+

0.2 . | 412.0899

| (M- )+ 413.0963
| |

| | (M+H)+
407 408 409 410 411 a1z 413 414 415 416
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LI FT
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-

Sample Name RE-4-0EL-Q7-BSA Pasition Instrument Name Q-TOF Usar Name

Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status
Data Filename  RK-4-OEt-QZ-BSAd ACQ Method Pondicherry Universi Comment RE-MB-422.0936 Acquired Time

QTOF-PUadmin
Suocess
11-09-2018 12:16:03

10 4 [Cpd 1: G22 H18 N2 O5 S: + FBF Spectrum (0.780-0.800 min) RK-4-OEt-QZ-BSA.d Subtract
9_

8.5

423 1001
2 (M+H)+ ( (0]

7.5 (0]

74 7z,

6.5

| PhO,SHN OEt

2.5 424 1057

A+ H)+
o] ( )

1.5 ‘
425.1029

(M+H)+

A426.1032

427.0992
(M= H)+ (M+H)+

421 a421.56 422 422.6 423 423.5 424 424.5 425 4255 426 4265 427 427.5 428 4285 429 4295
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Current Data Paramaters
MAME RE-4-Me-Q&-BSA-F
EMEPND 1
PROCHC 1

FZ2 - Aeoguisition Parameters
Date 20120604
Time 16.18
INSTEUM spect
PROBED 5 mm 22O BR-1H
PULFROG 230

o 65836
SQLVENT cpelld

NS 32 =
Ds 2

5WH H223.685 Hz
FIDRES 0.1254B3 Kz
F.1a] 3.90463087 sec
EG 456

oW &0.800 un=zac
LE 6.00 usec
TE 2896.1 ¥
oL 1.000600C2 sec
OO 1
======== CHANNEL £l ========
WUOC1 18

Fl 14,35 usec
PLL -1.00 =58
SEO1 400.1324710 MHz
F2 = Processing pardmneters
51 32768

8F 400, L300049 Maz
W EM

5EB ]

L2 0.30 iz
G2 ]

BC 1.02
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120.30
116.65

113.14
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-77.16

- 76.85

22.17
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‘Sample Name RE-4-Me-QZ-B5A Position Instrument Name Q-TOF User Name

! Inj Vol

-1 InjPosition SampleType Sample IRM Calibration Status

Data Filename  RK-4-Me-QZ-BSA.d ACQ Method Pondicherry Universi Comment RE-MB-392.0831 Acquired Time

%10 5

1.8
1.7

1.6

0.9
0.8
0.7
0.6
0.5
0.4-
0.3
0.2-

0.1

QTOF-PUNadmin
Success
06-06-2018 15:31:19

393.0907
(M-+H)+ -
; (o]

PhO,SHN Me
\. J

394 0936 -
(M+H)+

395.0911
(M+H)+
| 396.0924

(M+H)+
|

391.5 392 3925 393 3935 394 03945 395 3955 396 3965 397 397.5 398

51

398.5
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Sample Name PVK-QUNZ-TSA Pasition Instrument Name Q-TOF User Name

Inj Vol

-1 InjPosition SampleType Sample IRM Calibration Status

Data Filename  PVK-QUNZ-TSAd ACQ Method Pondicherry Universi Comment PYK-MB-392.0831 Acquired Time

QTOF-PUhadmin
Success
28-11-2016 11:32:35

x10 5 |

1.45
1.44
1.354
1.34
1.25
1.24
1.154
1.1
1.054
14
0.951
0.9+
0.85 4
0.8+
0.754

0.74

0.65
0.6 4
0.55
0.5-
0.45 1
0.4 1
0.35
0.3
0.251
0.2
0.151
0.1
0.05

Cpd 1: C21 H16 N2 O4 S: + FBF Spectrum (0.503-0.603, 0.653-0.903 min) PVK-QUNZ-TSA.d Subtrac‘_t

393.0906
(M~+H)+

TsHN

394.0935
(M+H)+

395.0908
(M+H)+

397.0900
| (M+H)+

389 390 391 392 393 _ 394 _ 395 396 = 397 308 399

54
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o 2 Current Data Parameters
v =) NAME RK-4-N0O2-0Z-TSA
) o EXFNO 1
o | FROCND 1
| F2 - Acguisition Parameters
| Date_ 20180518
Time 23.33
1 INSTRUM spect
FROBHD 5 mm BBO BB-1H
PULPRCG zg30d
0 65536
SOLVENT CDC13 a
NS 16
oS 2
EWH B223,6685 Hz
' FIDRES 0.125483 Hsz
-ts] 3.9846387 =sec
RG 458
oW 60.800 usec
4 ) OE 6.00 usec
o TE 2593.6 K
D1 1.00000000 sec
0 ™D 1
Z, ======== [HANNEL fl =
N | Pl 14.35 yu:
| PL1 -1.00 48
TsHN NO, sFo1 400.1324710 Miz
\. J F2 - Processing parameters
sI 2768
3F 400.1300048 MHz
Wow EM
S5B il
LB 0.30 Hz
GB o
BC 1.06
i
|
i J
L I
. L . L ___JL_—/‘I\—IL_)\_. L
T T T —r——— ;
13 12 11 10 9 8 17 3 2 1 0
1 | i |t
154 /
1'c:-'r ﬁ-oflu}m oo ,'l""l\.
— : O:H:Olﬂ:ﬂ-_ﬂlr{,o e
- e e e i
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Sample Name  RK-4-NO2-QUNZ-TSA Position Instrument Name Q-TOF User Name QTOF-PU\admin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  RK-4-NO2-QUNZ-TSA.d ACQ Method Pondicherry Universi Comment RE-MB-437.0682 Acquired Time 21-05-2018 12:49:58

%10 5 |Cpd 1: C21 H15 N3 06 S: + FBF Spectrum (0 457-0 796 min) RK-4-NO2-QUNZ-TSA.d Subtract
1.6
1.651
1.5 ( o) h
1.45 438.0770
1.4 (M-+H)+ (o)
1.351
1.3 N

1.25
1.2 TsHN NO,
1.15 . v,
1.1
1.05 |
9
0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6 |
0.55 | |
0.5
0.45 |
0.4 430.0798
0.35 (M+H)+
0.3 |
0.25-
0.2 ‘
[

!

440.0775

0.15 (M+H)+

0.1
0.05 -
0

447.0791

(M H)+ 442 0825

(M+H)+
436 436.5 437 437.5 438 4385 439 4395 440 4405 441 4415 442 4425 443 4435 444 4445
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-0.003

(0]
-
N
TsHN F
\ J
___J __I_. aulu,_Jh_A_dkh___uLlw——
- [ | R S a - e - - o
13 1z 11 10 9 B 7 & 5 4 2 1 pem
) s ;
S SERERRIE S
- ot i e e lea i o
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Current Data Parameters

HAME PVE-4-F-QUHEI-TSA
EXFHC 1
PROCHO 1

F? = Bcguisition Parameters
Date_ 20170118

T imae 1423
THETEUM spect 1
PROBHD S mm DUL 13C-1
EOLPROG zg30l

T 65536
SOLVENT ChCl3

2k 16

oS 2

SWH B223.685 Hz
FIDREE 0.125483 Hz
-] 3.9B46387 sec
RG 287

ow G0, B00 used
oE 600 usec
TE 293.1 K
D1 1.00000000 sec
TOO 1
mmmmaz== CHRNNEL fl =s=======
HOC1 1H

Pl 11.42 usmed
PL1 -3.00 dB
5F0l 400.1324710 MHz
F2 - Processing parameters
s1 32768

EF 400.1300051 HH=
WOW EM

58B 0

LB 0,30 Hz
GB 0

FC 1.00
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le Name PVE-4-F-QUNZ-TSA Position Instrument Name G-TOF User Mame QTOF-PUNadmin
Vol -1 InjPosition SampleType Sample IRM Calibration Status Surcess
ita Filename  PVK-4-F-QUNZ-TSA.d ACQ Method Pondicherry Universi Comment PVE-MB-411.0800 Acquired Time 29-08-2017 11:22:59

xi0 3 |+ Secan (0.651 min) PVK-4-F-QUMNZ-TSA.d

3.8

411.0841
3.6 (M+H)+ 4 o) N\

347
3.2 | 0

31 N
2.8

2.6 .

2.4
2.2

2

1.8
412 0880
1.5 (M+H)+
1.4
413.2646
1.2

1
0.8
0.6

0.4 |

02 1 ” | ] |i‘ | .
0 | || |

| |
408.5 409 4095 410 410.5 411 4115 412 4125 413 4135 414 4145 415 4155 416 4165 497

60



T

1z .028
B.151
8.131
7.%86
7.766
7.T746
T.723
7.696
7.676
—— 7.658
7.6802
7.583

— 7,503
7.484
7.465

- 7.260
7.163
~7.144
2.330
——— =0, 004

Current Data Parametars

NAME PVHE-§-CL-QUNZ=-TSA-1
EXFHO 4
PROCHD 1

F2 = hocquisicion Parameters
Date_ 20170118
Time 14.14%
INSTELUM spect
PRCEHD 3 mm DUL 130-1
PULFROG zg 3

TO 6536
SOLVENT ChCl3

HE 16

ik} 2

SWH 4223,665 Kz
FIDRES 0,135403 Hz
Al 1.9844387 sec
BG 256

oW 0. 800 uwsec
DE E.00 usec
TE 293,27 K

ol L.04000000 =ec
TDO 1
ze=m=em=== CHANHEL £l sam=ccze
HUC1 1H

el 11.42 usec
PL1 -3,00 48
SFal 400, 1329710 MHz
Fi - Processing parameters
51 Jzven

SF 440,130005) MH=
Wow EN

55B 1

LE 0,30 Hz
SR 0

PC 1.0d



83 °1¢

P 9L —

9T LL

8F LL —

6F " FIT
02 "STT
9L BTT
ESEZT
GL'SZT
LE LZT
ZB 62T
T0°0ET
18 1ET
IS5 FET
8F "SET
55 9ET
L9 9ET
66 BET
EEFFI
SETLEFT

TL PST -

66 LST

e

-~
-

-

20

180 140 120 100 BO &0 40

180
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/4nple Mame

Inj val
Data Filename

PV-6-CI-QUNZ-TSA
=1
PVK-G-Cl-QUNZ-TSA.d

Position
InjPosition
ACQ Method

Pondicherry Universi

Instrument Name
SampleType
Comment

-TOF
Sample
PYE-MB-927.0519

User Name
IRM Calibration Status
Acquired Time

x10 3 [Cpd 1: G271 H15 CI N2 O4 S: + FBF Spectrum (0.497-0.847 min) PVK-6-CI-QUNZ-TSA.d_Subtract

=1
4.8
4.6
4.4
4.2

-8
3.8
3.6
3.4
3.2

3
2.8
2.6
2.4
2.2

=]
1.8
1.6
1.4
1.2

1
0.8-
0.6 |
0.4
0.2

427.0514
(M+H )+

429.0482
(M+H)+

428.0540
(MA+H)+

430.0509
(M+H)+

(M+H)~+

Cl O

431.0457

QTOF-PU\admin
Success
25-10-2017 15:21:48

425 426

427

428 429

63

430 431

432 433

434



(=] - -
P I T R P NN I e B SR e ST o W= B o B o VR Bl e = o e T p e o <& Currpent Data Parameters
g} hoo ™ OmWO WD DD MM e s M NNOD O WO = HAME PVE-E-CL=4-F-QUNZ-T5A
. e - - IR B BT AT~ T s B I S A Ao R =i - = = = e = s = e 5 o 4 EXEHO 1
N R R o S S R ' O pROCHO 1
— o oo ".D""-T"‘-""“F"'F“'"‘"l""'r""““‘Z‘““‘[‘“F‘:‘“h?‘“‘\-ﬂ\ﬂm\ﬂ@\ﬂ\ﬂ T 1
0 1o Yl ! i P ! F? - Acguisition Parameters
Date 20170114
! Time 11.24
| I IHSTRUM spect
1 1 J PROBHD 5 mm DUL 13C-1
PULPROG 23l
T 85536
SOLVENT ChDCL3 -
HE 16
= 2
SWH B223.685 Ez
( Cl O ) FIDRES 0.125483 Hz
R 3.9B46387 sec
RBG 287
(0] oW 60 . 800 usec
DE 6.00 uzec
Z TE 294.5 K
N D1 1.00000000 sec
il H 1
TsHN Fr  mmmeeaes CHANNEL f£1 ==s=====
. HuCl iH
/ . 21 11.42 usec
EL1 -3.00 48
SFOL 400,1324720 MHz
F2 - Processing parameters
= 32768
5F 400,1300048 Miz
WOW EM
538 9
{1 0.30 He
i | G3 G
i rC 1.0

e N [ I T S

w2 11 10 9 g 7 B 3 4 3 2 1 0 por
f b
oy GGy e
o e R S Y ] o
=1 T P = '--_l.'\'Ir.—' ™l
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53°12

F8 9L —

91" LL
8F LL —

6F FTT
0Z°STT
SL°BTT
EGSEZT
SLTSZT
L LET
ZR'BZT
TO 0ET
19 TET
I FET
8F 9ET
55 9ET
L9 8ET
66 6ET
EEFFI
SETLPT
TL FST -
66 LST

-ln.lnn.

1s0 140 120 100 8o &0 40 20

180

65



ﬁnm ple Name  PVK-6C-4-F-QUNZ-TSA Position Instrument Name Q-TOF User Name
1

-1 InjPosition SampleType Sample IRM Calibration Status
Data Filename  PVE-6C-4-F-QUNZ-TSA ACQ Method Pondicherry Universi Comment PVK-MB-444.03 Acguired Time

ni Vol

x10 4
1.15
1.1+

- 1.05
14
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

QTOF-PU\admin
Success
20-01-2017 12:74:59

Cpd 1: C21 H14 CI F N2 O4 S: + FBF Spec‘trur;n (0.534-1.284 min) PVK-6CI-4-F-QUNZ-TSA.d Subtract

4450444
(M+H)+

TsHN F

447.0423
(M+H)+

446.0473
(M+H)+

448.0447
(M+H)+

449.0349
(M+H)+
L

443 444 445 446 447 448 - 44g 450 451

66

452



current Data Parameters

NAME RE-B-C1-CE-TSA-D
EXFND 1
FROCHD 1
F2 - Acguisition Parameters
Date 201B0521
Time 14,01
INSTRUM spect
BROBHD 5 mm BB BB=1H
PULPRCG zgil
TO 65534
SOLVENT Cz13 =
HE 32
[l 2
3WH 4223,6B5 Hz
FIDRES 4.125483 Hz
BQ 3,9846387 aec
C) R 575
e 60 .B00] usec
OE €.00 usec
0 cl TE 154.9 K
~ bl 1.00000000 sec
N DO 1
z======= CHRNNEL fl m=s=====
TsHN WOC1 1X
1 14.35 usec
PL1 =1.00 4B
SFO1 400.1324710 KHz
1 F? - Processing parameters
3 EI 32766
aF 400, 1300049 MHZ
WIH EM
558 ]
LE 0.3] Hz
GE ]
FC 1.00

| |

|

L S l_ N i J.u_._JiJi'u_,Ll A_l

—TTTTT T - T

13 1z 11 10

8 7 6 5 4 3 2 1 ppm
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£9° 12

PEOL -

91" L1 ...rr Evemwreomos aome e
BF LL

LE'OTT
eL EET
LS SET
L¥ 92T
TT LEZT
B85 BET
T8"BET
6B 62T
86 'BET
95" ZET
0E "FET
PP OSET

4 i N
ST LET 7/ / o z T
29 LET '/ s =
08 ¥FT /. d
8O S¥YT '/ )

19251 ///
1€°85T 7/
Z0 85T '

1e0 140 120 100 BO &0 40 20 ppm

180
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%‘IHE Mame  RE-2-CI-QZ-TSA Position

Inj Vol

-1 InjPosition

Data Filename  RK-2-C-QZ-TSAd ACQ Method

x10 5

4.2

4
3.8
3.6

3.4
3.2

a
2.8

2.6

2.4

2.2
2

1.8
1.6

1.4

1.2

1
0.8
0.5
0,4 4

0.2

Pondicherry Universi

Instrument Name Q-TOF User Name
SampleType Sample IRM Calibration Status
Comment RE-MB-426.0441 Acquired Time

QTOF-PUNadmin
SUCCess
24-05-2018 12:50:51

427 0530
(M+H)+

428.0532
(M+H)+

Cpd 1: ©21 H15 Gl N2 O4 S: + FBF Spectrum (0.412-0.734 min) RK-2-C-QZ-TSA.d Subtract

CLa g,

TsHN

429.0502
(M= H)+

4300503
(M+H)+

425 426 427

A28

429

430 431 432

69

433

434



0 N\
(0]

N/ Br
TsHN

|

12
.fﬂ-.
i
=y

— 2,330

11

10

70

Curcent DAata Parameters

HEHE PYE=3-Br-QON2-T3A
EXPNO 1
FRCCHO 1

FZ2 - RBcguisition Parameters
Date 20171105
Time™ 13.44
ITHETRLM speckt
PROBHED 5 mm DUL 13&-1
PULPRIG il =
T 65536
SOLVENT COC13

NS la

ik} 2

SWH B223.685 Hz
FIDRES 0.125483 He
A 3_BEAAEIRT =ec
RG 224

oW all. 80 uses
CE 6.0 usec
TE 300.1 B

o1 1.00000000 sec
D0 1
====a=== [HRNNEL fl ========
HuC1 1H

Fl 11,42 usec
FL1 -3.00 B
SFOL 400.1324710 MAZ
F2 - Processing paramelers
5§ 327EE

Ly 400.1300049 MH=z
WER EM

5B 0

LB D.30 Hz
GB 0

B L.D0



HEA MO E D WO MO0 Cur ¥

M- OO~ Y-SNS@DMm oD = n Current

L T T = R = HAME

== W~ NS H O D[~ W0 0w toe s 'd' EXEND Y
LRI Tt T R o TR T VY R T R S [ Y e e r~ = \a ™ PROCHS 1
e e I I I I B R i e Qe et [ Sl Sl - e ™ o

\x'*-\.x:-.,lw. lll '.';u"

y
.-'"r ;
.
.-"ff"x
# i
r
LS
sy
_r'r ‘__.-'
-t S )
__.l'-.-'"'
— /
-

24039.461 Hz
0.366793 Hz
1._36319849 =&

da

Z Br

C 100000000 sec
003000000 zec
- TSHN G.ii;:.i‘?‘?‘:.!:!:.:‘ 50
CHANHEL £l ========
13Z
8,15 uaec
0.00 dB

100, 6228298 MH=Z

CHAHMEL

sing parameters
12768
10.56127530 MHz
Il
a
P
<sud 1L
i
L.40

180 160 140 120 100 80 &0 40 20 0 ppm
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ple Name  RK-3-5-QZ-TSA position

Inj Vol

w10 &

0.95

0.5

4 InjPosition

0.85 471.0021

0.8

0.75

0.7

0.65

0.6

0.55

0.5

0.45 4

0.4

0.35

0.3

0.25

(M+H)+

472.0052

0.2 (FA+H)+

0,151
0.7

0.05 -

473.0003
{(M+H)+

Instrument Namea Q-TOF User Name

SampleTypa sample ' L2'" " IRM Callbration Status
Data Filename RE-3-Br-(Z-T5Ad kﬂq Method Pcru:lld'ferr',.' Umnivers Comment RE-MB-412.0283 Acquired Time

QTOF-PURadmin
Success
01-06-2018 12:54:45

Cpd 1: C21 H15 Br N2 04 S: + FBF Spectrum (0.445-1.058 min) RK-3-Br-QZ-TSA.d Subtract

TsHN

ATA4 0032
{M"-H:H'

AT75 0006
(P HY*

' 476.0014 437 0035

(M) (Mt

469 470 471 472

473

474 475 476 477

72

478

479



Current Data Farameters:

HAME RE-TSA-5
EXPNO 1
FROCHO 1
F2 - Acguisition Parameters
- Date_ 20180503
Time 14.42
o INSTRUM spact
FROBHD 5 mm BBO BE-1H
PULPROG zg3l0
. TD 65536
SOLVENT CDCL3
. NS 16
- bs 2
. ’ SWH B223.685 He
r ~ . FIDRES 0.125483 Hz
(0] R 3.9846387 seg
Ri3 287
. ! [ 60.800 usec
0 . . ’ DE 6.00 usec
P : TE 296.8 K
N Y 431 1.00000000 sec
" Tod 1
TsHN Me : e=m=ee=== CHANNEL £l =f======
\_ Y, . NUC1 1H
: Bl 14.35 usec
EL1 -1.00 dB
5F01 400.1324710 MHz
FZ - Processing parameters
51 32768
5F 400.130004¢6 MHz
WoW EM
58B 0
i LB 0.30 Hz
GB 0
PC 1.00,

—
™
et
et
w3
o —
-] =
3]
U =
Y
Lk
I
2
L]

13 10

Ppm

L0
1.13
1.11
1.77
27
21

.63/7
7
13
11
15

73



J
/

- T T
180 160 140 120

126.64
— 124 .60
- 120.31
W 116.64
77.48
77.16

'~ 113.15
T-— 76,84

\

A

WO oSN M
o o o o o e e
L

-H""'x:‘\\\\\\\\ .-:'__r,-r

Data Parameters
vy RE-TSA-5
o EROCHO i
o™

F2 - Bcguisition Parameters

| f Date. 20180503
| Time 14.44
\f INSTRUM spect
I PROEHD 5 mm BBEQ BE-1Ha
FULPROG 0
TD
SOLVENT

CPDERGE
| HUC2
PCPD2
PL1Z
FL13
PL2

SF02 400,

- Proces=ing g

100.

60 40 20 0 ppm
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p;mpla Mame RE-TSA-5 Position Instrument Name O-TOF User Name QTOF-PINadmin
Inj Vel -1 InjPosition SampleType Sample IRM Calibration Status Success

Data Filename  RK-TSA-5.d ACQ Method Pondicherry Universi Comment RE-MB-406.0987 Acquired Time 07-05-2018 12:53:37

<10 4 |Cpd 1: €22 H18 N2 04 S: + FBF Spectrum (0.443-0.830 min) RK-TSA-5.d Subtract
i 2

4.

3.8 407.1039 ( o) )

(M+H)+
3.6 -
3.4 ~
3.2

5 1_ TsHN Me

2.8

2.5
2.4
2.2
2
1.8
1.6
1.4

1.2

1 408.1070
1 (M+H )+

0.8

0.6 -

409.1053
(M+H)+

0.2 4 410.1055
(M-H}-q-
o i - 1

406  406.5 40 407.5 408 4085 409 4095 410 4105 411  411.5 412

0.4

J)

75



‘Current Data Parameters

" T
e

13

= CUCWD TMNIMNC@E T 00 A0SR A S E om0 DM e D n oy man b o= & HAME EVH-4-EL-JUNZ-TSA
N RN R LR M = - el i e T I e e B Y Y R - o i By L it I I SR =g B = . @ EXPFNO i
o B R e e A B s o i ) B i "o PROCHO 1
— el - S - - R e s e Sl el S el el e e e e e e el e e T BT E ) [t o It o _|—|.—|r—|.—|r !
! IS : P A : o Wby Vi - 1 F2 - Acguisition Parameters.
i ! ! Date_ 20171101
- i [ Time 16.21
C ' INSTRUM spect
! PROBED 5 == DUL 13C-1
PULPROG zg3d
: ! ] 65596
o) ) . SOLVENT COCL3
’ . 2] 1k
| [ 2
(0] . SWH 9223.605 Hz
_ . B FIDRES D_1234B3 Hz
N ’ Ad 3, 9846387 =zec
i RG 203
o © B0.H00 usecs
TsHN Et | DE .00 usec
) i ] : TE 293 .0 B
i N : . - Bl 1.00000000 sec
E L T:Inl . l1
% | =mm===== CEANNEL fl ========
| ; N1 ) 1H
Fl 11,42 usec
i | FLL -3.00 da
I : | SFC1 4901324710 MHz
|
| | F2 - Processing parameters
i 5E 32768
i i sF 4061300651 ¥z
: Wi uM
1 SEB . =
H LB .35 Hz
H ZE ¢
H B 1.0
o PC i.
| !
: i ‘ Y
r
| j
A b S
TrT—— - ; T T .! - : = T
1z Zo 2 g 7 o 3 £ 3 2 i 5 vom

iy il . oo |
T AN AYATI S
S5 EsE 3
R g PR I e ‘wif i
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[T B T Wy B N o e O e R R T B S =] Current Data Parameters
[nn BRI o St Rl = v p M T B i = R v o I LTS B g B s LY 5 I oo oD = M~ "M NEME PVE-4-Et-QUNI-TSA
. " & & @ @ & & w m & & w ® a = — 00 [ [T s EXFHO >
- S - S h WM M . . P
IRt B T I e W e e ot o RS A N S o Qi g et [~ =~ g T o = FROCHO 1
oA A = e [~ = - o0 i
LoE o 1 | - | ' | F2 - Acgquisiticn Paramsters
| Date_ 2017110%
Time 22 .45
: i INETRDM soeck
i PROBHD 5 mm DUL 13C-1
= | K PULEROG zgpg il
D 60536
i L SOLVENT chCl3l
" HS 238
DS 4
. SWH 24038.461 Hz
FICRES 0.3667498 Hz
.t 1.3631953 sec
RG 57
LW Z0.BOC usec
LDE £.00 usec
, . TE 293.3 K
. Ll 2.000C0000 sec
( (0] h o d11 0,03080000 sec
DELTA 1.8999999%8 =ec
o TOO '. 1
_ =mm====a CHANNEL fl ==s=====
N wucl . 13cC
. Fl B.15% usec
PLL1 0.00 dB
TsHN Et SFOL 106G, 6228298 MHz
\ /
=mm===== CHANHNEL fz —==—=—=—=mm
CPDOPRGZ waltzlé
wNuUc2 1HE
=] ) 90,00 usec
FL12 14.80 4B
FL13 14.90 4B
PL2 -3.90 dB
3F02 400.1316005 MHz
Fi - Processing parameters
31 327638
E: 5F 100.6127551 MH=z
L wow EM

SEE a
LE ) 1.00 Hz
GB 0
EC 1.40
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Name RE-4-ET-QUNZ-TSA Position
-~ i Vol -1 InjPosition

Instrument Name
SampleType
Data Filename  RK-4-ET-QUNZ-TSA.d  ACQ Method Pondicherry Universi Comment

Q-TOF
Sampla
RK-MB-420.444

User Name
IRM Calibration Status
Acquired Time

QTOF-PUNadmin
Success
21-05-2018 12:53:09

10 5 [Cod 1: C23 H20 N2 O4 S: + FBF Spectrum (0.445-0.783 min) RK-4-ET-QUNZ-TSA.d Subtract
»

5.4-
5.2

o 421.1234
4.8 (M+H)+
4.6
4.4
4.2 |

4
3.8
3.6
3.4
az

NE
2.8
2.6+
2.4
2.2

=2 ]
1.8
1.6
1.4
1.2

14
0.8-
0.6
0.4
0.2

o]

4221261
(M+H)+

423.1234
(M+H)+

424.1241
(M+H)+
|

425 1281
(M+H)+

Et

420 420.5 421 4215 422 4225 423 423

5 424 4245 425 4255 426 426.5 427 4275 428

78



ﬁ ™y Current Data Parameters
- = o MAME PVK=-4-ISP-(QUNZ-TSA
: oo EXFNO 1
™ - PROCHO 1
[
‘ F2 - Bcguisition Parameters
| Date_ 20171106
Time 16.02
| INSTRUM spect
EROBHD 5 mm DUL 13C-1
POLEPROG zg30
TD 635036
SOLVENT CDC13
(R E 16
. DS 2
' SWH B223.685 Hz
FIDRES 0.125483 H=z
- ~N A 3.9848387 sec
(o) - RG 256
oW 60.B00 use:
' DE .00 usaz
(0) TE 295.4 K
- D1 L. 00000000 sec
TDO 1
N L]
mmm===== CHAHNNEL fl s=====a-
TsHN ' MUCl 18
\_ J Pl 11.42 use:z
PL1 -3.00 gn
SFOL 400.1324710 MH=z
F2 - Processing parameters
s8I 32768
SF 400.1300051 MHz
WDH EM
53B o]
LB 0.30 Hz
GB o
EC 1.00

1z 11 10

phgl
5l

é ":I’ 51 5 4 3 2 1 Q
1®IH
] A
A ﬂkué“\s @ @
il beiles ealedledl o] il el Ll



s I e R T O e R R = T =R Current
T O G O N S T Oy o e O AT D @ O Mo oo NAME
L L L L L R R R S R R - - Rl s B> Cyowa
= I R . O A == i - QU Sy P e e =
MO e T O O TN DN DN O N = — i = - FROCNO
e T T T e A e R - oo g N
, ] T T T ] ] 1 f TR £2 - heoguisiziaon
S . | i nate 20177173
- \ | l 1337
N N | i specp
: mo G i [ 5 mm ooUIo130-1
LEROG zgpg il
) 2336
SCLVENT o
- us Lhe
s 4
SWH 24038.46% Hz
- FIDRES 0.36672R Hz
Ao} LL3E310ER sec
ac o4
. e 1OBLD usec
DE 6.50 usec
( fo) ) TE 2346 B
L DL S 0OC0UT00 sec
) dil O.0300C000 sec
o . DELTH 1.39%393%9%0 zec
OO 1
-
N - ======== CHANNEL ZI s=======
) ! NUC1 130
k Pl 2,13 usec
TsHN oLl 0.o0 &2
\_ Y, SFO1 100.622R293 Miz
======== ZH4MHNZL
CEDPRGZ
L2
PCEDE
212
=l
22
gro2 400,132

I
o
[}
|
o
(]
|k
i~
ca
]
P2
(]

.
3
L]
(0]
Ca
(=31
L]
-
]
-2
€2

"
[
i
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Sample Name RE-4-1SP-QUNZ-TSA Position Instrument Name Q-TOF User Name QTOF-PUNadmin
Ir.] Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  RK-4-1SP-QUNZ-TSA.d ACQ Method Pondicherry Universi Comment RE-MB-434.1300 Acquired Time 21-05-2018 12:46:05

w10 5 |Ced 1: ©24 H22 N2 O4 5: + FBF Spectrum (0.446-0.785 min] RK-4-I1SP-QUNZ-TSA.d Subtract

4,2

41 435 1393
3.81 (M H)+
3.6
3.4

3.2

3 4

2.8
2.6 1 :
2.4
2.2

= |

1.8
1.6 |
1.4

1.2- 436.1421

N (M+H)+

0.8 1

0.6

-1 437.1400
0.4 4 (M+H)+

0.2 438.1410
) (M+H)+ 439.1374
L

o. - (M+H)+
' 434 435 436 437 438 439 440 a4 a4z
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- Lt}
d [l i B e B N T i T e e s o O B o S T B T O e o Y = T BT ur (=)
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* LA I o ¥ e B T - o = T el e o TR T T R o o R O R Y B ST ™ -
En | *r ¢ ® ® ¥ ® %1 ®¥ ® W ¥ W W W W ¥ ® ® E ¥ W ® = @ & ® & ® & - (]
i === R = - - = < el el e el e e e S e e e el el el el Y QT BT RN o 1
4 fo) )\
7
TsHN OMe
\. J
-
.
_-_,vJ-u__.u.uﬂ_o‘- s L
T T T AR A S A MR IR LR T [RARARR LSS RS T
13 12 11 10 g B 7 & 5 4 3 2 ppm
el (=] rd
=3 [} L }
L] [a4] o
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Current Data Parameters

HAME PVE-d-CHME-QONZI-TSR
EXFHO 1
PROCHO 1

F? - Rcguisition Parameters
Dt 20161230

Time 10,10
THSTRIM spect
FROBHD 5 mm DUL 13C-1
FOLEROG zg 30

tsd 55536
SOLVENT CDZLE

1S 16

Ds z

SWH 4223.685 Hz
FIDRES 3.125483 H=z
BQ 3.9846387 sec
30 Z2E

o | 60 .BOD usec
OE 8.00 usec
TE 29%.5 K

jus | 1.00000000 sec
TDOD 1
mmmmmmme CHAHHEL 1 == m————
ML 1H

Pl 11.42 usec
PLL =3.00 dB
EFol 400,1324T710 MHz
F2 - Processing parameters
51 32768

5F 400, 1300050 MH=
WO EHM

558 0

LB 0.30 Bz
=B 1]

B 1.00



LULLELL LA rasamscoia
HAME PWE=4-OME-CUHE-TS5A
W - ey o EXEHC 5
=p 1 O 0D o MD Uy =] r- PEOCH L
a a o =y — 0 = (Ls]
U'j“ o !-'_‘ g . ‘__ o 1_‘| 5 FZ - hoquisition Parameters
— [ o Sa
— -.—-; — E 'l uy o EJLe— ﬂlﬁlz__:!
. Time 1.33
IHSTREUN spect
/ / FEOBHD 5 mm DOL 13C0-1
; ! PULFRCG zgpgal
{ T EEEIE
SOLVENRT CDCld
HS 2000
oS 4q
SHH 2403B.461 Hz
FIDRES .366TYE H=z
g 1.3631%08 sec
RG 28.5
] 20,800 unsec
( fo) DE 6,00 usec
TE 202.3 K
o1 2.00000000 sec
(0] d11 0, 03000000 =ec
DELTA 1. 89939998 sec
N/ TDO 1
======== CHANHEL [l ========
HIC 132
TSHN OMG Pl 9,15 usec
\_ PL1 0.00 de
5F0l 100, 6228298 MHz
==mmm==— CHANNEL {2 ==——e===
CPDPRG2 waltzlé
BIGRCZ 18
PCPDZ 40,00 usec
PL12 14.90 dB
FL13 14,90 B
PL2 -3.,00 JdB
SR02 400, 1316005 MHZ
F2 - Processing paramslera
51 az7
SF
W EM
S5E i}
LB 1.00 H=
GB 4]
P 1.40
e — . 1 T v y
180 L&l 140 120 100 a0 20 ppm



me PVE-4-OME-TSA Position Instrument Name Q-TOF User Name QTOF-PUNadmin
-1 InjPosition SampleType Sample IRM Calibration Status Success
Filename  PVE-4-OME-TSA.d ACQ Method Pondicherry Univarsi Comment PVE-MB-422.08 Acquired Time 13-01-2017 13:48:54

7.5
7.25 ]
7 4231037
6.75 (M~ H)+
‘6.5
6.25

5.754
5.5
5.25
5
4.754
4.5
4.25

3.754
3.5
3.25
3
2754
2.5
2.25
24
1.754
1.5
1.25
9]
0.75
0.5+
0.25

<10 2 |Cpd 1: €22 H18 NZ OS5 S: + FBF Spectrum (0.815-1.415 min) PVK 4-OME-TSA.d Subtract

4 fo} )

TsHN OMe

4241066
(M+H)+
|

425 1084
| (M+H)+

421 421.5 422 4225 423 423.5 424 4245 425 42565 426 426.5 427 427.5 428 428.5

84



11.821

o
—
o0
—
—

Current Data Parameters
NAME RK-QZ-BSA-HYDRL
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

10.599
10.588
8.471
8.450
8.040
8.021
7.745
7.726
7.696
7.676
7.654
7.538
7.521
7.502
7.444
7.425
7.405
7.393
7.372
7.302
7.282
7.260
7.241
2.500

Date 20190214
Time 16.52
INSTRUM spect
PROBHD 5 mm BBO BB-1lH
PULPROG zg30
TD 65536
PhO,S. SOLVENT DMSO
NH O NS 16
DS 2
SWH 8223.685 Hz
N FIDRES 0.125483 Hz
H AQ 3.9846387 sec
RG 322
HO 0 DW 60.800 usec
DE 6.00 usec
TE 296.1 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.35 usec
PL1 -1.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300023 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

N . A
S T I I I I A I B N R
12 11 10 9 8 7 6 5 4 3 2 1 ppm
o oﬁﬁﬁmw
0 (o) o)V |O) (N [©
o o o lo o e e ew



NO A TTANLTOOOANNINOONNO™ T O
O ANANTHTINOOVWMUNINONOI~NMO N<TON-OO
[ HOMNIOM A ®
N VVWoOoOOFTTYTMNMMNMeEH-EHON OO AN — L L .
QOO OANNNANNANN A OO OO OO
T H A A A A A A A A A A A ttOOOOONOM
PhO,S.
2SNH o
N
H
HO” Yo
I I I I I I I I I ' I
200 180 160 140 120 100 80 60 40 20

86

Current Data Parameters

NAME
EXPNO
PROCNO

PVK-Qz-BSA-HYDRL
2
1

F2 - Acquisition Parameters

Date
Time
INSTRUM
PROBHD
PULPROG

CPDPRG2
NUC2
PCPD2
PL12
PL13
PL2
SFO02

20190225
6.16
spect
5 mm BBO BB-1H
zgpg30
65536
DMSO
7000
4
24038.461 Hz
0.366798 Hz
1.3631988 sec
322
20.800 usec
6.00 usec
291.4 K
2.00000000 sec
0.03000000 sec
1.89999998 sec
1

9.95 usec
-1.00 dB
100.6228298 MHz

waltzlé
1H
90.00 usec
14.95 dB
120.00 dB
-1.00 dB
400.1316005 MHz

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

32768
100.6127833 MHz
EM
0
1.00 Hz
0
1.40



Sample Name

Inj Vol
Data Filena

x10 &

7.25 |
=
6.75
6.5
6.25
B_
5.75-
5.5
5.25-
5
4,751
4.5
4.25
4_
3,75
3.5
3.25
3_
2.75
2.5
2.25
2
1.75
1.5
1.25
5
0,75
0.5
0.25 -
0

PVE-QUNZ-BSA-HYDL
-1
PVE-QUNZ-BSA-HYDL.d

Position
InjPosition

me ACQ Method

Instrument Name Q-TOF

SampleType Sample
Pondicherry Universi Comment PYE-MB-396.0780

User Name
IRM Calibration Status
Acquired Time

QTOF-PU\adman
Success
27-07-2018 14:32:46

397.0855
(M+H)+

Cpd 1: C20 H16 N2 O5 S: + FBF Spectrum (0.517-0.834 min) PYK-QUNZ-BESA-HYDL.d Subtract

A9B.0BB5
(M+H)+

399.0858
(M+H)+
400 0870

(M+H)+ 401.0905

(M+H)+

PhO,S.
NH O

HO

395 396 397

399 400 401

87

402 403 404



N T T Current Data Farameters
[l el el el i Sl Sl il Sl Sl B HAME RE-4-NO2-QE-TSA-ANTRA

EXDHG 1
PROCHD 1
F2 - Acquisition Parameters
Date_ 20190422
Time 16,40
THSTRIM spect
PROBHD 5 mm BBO BE-1H
PULPROG g3l
b - 65536
SOLVENT st nieh B ]
H3 16
D5 2
SWH §223.685 Hs
( ~ FIDRES 0.125483 Hz
HQO,C rQ 3.9846387 sec
82 RG 512
oW 60 .800 usec
OE 6. .00 usac
TE 293.1 K
N D1 1.00000000 sec
D0 1
2 m=====u= CHAWNNEL fl s=======
N HUC1 1H
Pl 14.35 usec
PL1 -1.00 dB
TsHN NO 5FO1 400.1324710 MH=
~ 21 F? - Processing paramaters
5L 32768
5F 400,13000%4 MH=z
WOW EM
S5B a
LB 0.30 He
GB +]
FC 1.00
- F_"_"__ll‘_“ll_lL_l hll _n_,_,.—-—""').‘_\-"‘——-"l' ,l..____"l

BARRARE AR Sa s n sy Lo n s as MRy AR AL AS RS LA LAEES LAY RARARARAS RARRARNARY SARS RARA

5 4 3 2 Ppm

14 13 12 11 10 9 B 7 6
| ):‘ J iy 1
- AP N
2 ik srgzmﬁ
lolio o P F P P ) Y P

88



OCMVOVWOSTOOOULALHMNMLMOOHMANWON A
HEHATMNONOOMNTMNONTONANATO M T O O N
P S N O B O T e ) 0w o
oo MANOSOCONTDEDNASASTIYSANANNAHOOWOW @ ¢ o o . .
VCOUITOMOOMOMOOmOMOHOAANANANANANANANNANANANANHOY SO o N
A A A A A A A A A A A A A A A A A A A OO N N
4 N\
HQ,C
N
=
N
TsHN NO,
\\ J
I I I I I I I I I I |
200 180 160 140 120 100 80 60 40 20 ppm
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Current Data Parameters

NAME RK-Qz-BSA-ANTRA
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20190324

Time 15.58
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 3551

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 40.3

DW 20.800 usec
DE 6.00 usec
TE 295.5 K

D1 2.00000000 sec
di1l 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C

Pl 9.95 usec
PL1 -1.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé

NUC2 1H
PCPD2 90.00 usec
PL12 14.95 dB
PL13 120.00 dB
PL2 -1.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768

SF 100.6127576 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



Sample Name

Inj Vol

Data Filename  RK-QZ-TSA-4NO2-ANTRA ACQ Method Pondicherry Universi Comment RK-MB-556.1053

-1

RE-QZ-TSA-4NO2-ANTRA Position Instrument Name Q-TOF

InjPosition SampleType Sample

User Name
IRM Calibration Status

Acquired Tima

QTOF-PUNadmin
Success
23-04-2019 14:29:53

x10 3

8.5

Cpd 1: C28 H20 N4 O7 S: + FBF Spéctrum (0.510-1.042 min} RK-QZ-TSA—4NDE—ANTRA.EI Sut;;tract

557.1123
(M+H)+

HQ,C

TsHN

NO,

558.1172
(M+H)+

5591015
(M+H)~+

555

555.5 556 556.5 557 557.5 558 5585 650 5585 560

90

560.5 561

561.5

562



~2E+08

~2E+08

" r2E+08

~2E+08

~2E+08

" T1E+08

F1E+08

~1E+08

T r8E+07

—GE+07

F4E+07

Hr2E+07

RK-3-0-QzB5A-OMe-6R 2 SEELEns L pN TR 2 ZRERE
FROTON DMSO {DAMBYCIF NMR 1 = @ oW | [ S P P P m L T
{DAMB}.CIF : SRR R NS
{
I|
i !
| [ |I ( J
| I i { .H
s a
(o)
Cl
HO
HN
|
SO,Ph
\ : . J
1
|
|
i aiual L xm_h_kﬂl¢ i AJH__A__
Y o 0 [
3 TS R &
T T 1 | I | | R LI T T T T 1 T T .1 T T T T T T T T
12,5 120 11.5 11.0 105 10.0 95 9.0 85 8.0 AR 6.5 6.0 53 50 45 40 35 30 25 20 15 1.0 05 0.0

f1 (ppm)
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RK-3-0-Qz-BSA=OMe-6R P S g P e
C13CPD DMSO&D \MB} COF_NMR 1 - he ".1." Pt B i o
= = e = == —4E+
| RSNy an
+4E+07
'd N\
o ~4E+07
cl
HO
-3E+07
HN
|
SO,Ph
. J
—-2E+07
—~2E+07
+=2E+07
~1E+07
~SE+06
I 1 |
|
S A

T Y T T T T T y T T T T T 4 T T T 4 T T T T T T M T T T T T T T T

180 170 160 150 140 130 120 110 100 80 70 60 50 40 30 20 10 0

90
fi (ppm)
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Sample Name  RK-3-0-QZ-BSA-OME-R Position Instrument Name Q-TOF User Name QTOF-PU\admin
Inj Vol 41 * InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  RK-3-CH-QZ-BSA-OME-R ACQ Method Pondicherry Universt  Comment RK-MB-311.0019 Acguired Time 24-07-2019 13:30:58

X10 6 |+ Scan (1.031 min) RK-3-CI-QZ-BSA-OME-R.d

1.05

L 312.0414

0.95 (M-+H)+

0.9 - (0]
0.85 cl

0.8 HO

0.75

HN
0.7 |
0.654 SO,Ph

0.6

055
0.5

0.451
0.4 ]

0.35 3(1:;0%117

0.3

0.25

0.2 313.0443
0.15 'U'""+|H)+

0.1 315.0419

- M+H)+
0.05- ( )

3115 a1z 3125 313 _ 3135 314 314.5 315 3155 316 316.5
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RK3_BR_QZ—TSA_OME—RR g - - T, B I — N B s oﬁawmoa\wt\nwv =3 ? o ~
PROTOpNcoEB D we-a=mR R AR SR R R REARARAR R AR S T - T 5 - F2EH09
| il p——— | N\ I I
- F2E+09
f -2E+09
-1E+09
[ ( |] i ~1E+09
J - L l - : : / - H1E+09
-1E+09
'd N\
) ~1E+09
Br
HO ~QE+08
| 4 — +
HN 8E+08
| I
Ts - -~ H7E+08
4 - J
-6E+08
-SE+08
-4E+08
| - F3E+08
~2E+08
| ! |
! ~1E+08
| ' Sl
= -0
o —_— - - =) o~
1 1 v T v 1 y 1 5 1 b} I \J 1 v ] ¥ 1 L) 1 )\ ] A 1 1 \ L] y I | v 1 v 1] v 1 v 1 y T M I v 1 M T L} ! d 1
125 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
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RK-3-BR-QZ-TSA-OME-RR RE SRR
C13CPD CDCI3 {D :\QB} CIF_NMR 1

| >

~-8E+08

—119.91
—118.23
—112.41
- 106.80
7759
7727
76 .95

40
40
40
39
39
39
39
-—21.26

~8E+08

~8E+08

+~7E+08

( R ~6E+08

~6E+08

Br

HO
~6E+08

HN +5E+08

\ J ~4E+08

~4E+08

~4E+08

~3E+08

+2E+08

-2E+08

~2E+08

-1E+08

~5E+07

—5E+07

~-1E+08
I ) 1 L I v T \J 1] \ T M T L ] M 1 A i . 1 v T 4 1 4 I 1 1 1 ] I ) T 1

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)
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Sample Name
Inj Vol
Data Filename

RK-3- Br-QZ-TSA-OME
o !

RK-3- Br-QZ-TSA-OME.

Position

InjPosition
ACQ Method

Pondicherry Universi

Instrument Name
SampleType
Comment

Q-TOF

Sample
RK-MB-368.9670

User Name
IRM Calibration Status
Acquired Time

QTOF-PU\admin
Success
21-06-2019 13:54:06

%x10 3 |Cpd 1: C14 H12 Br N 04 S: + FBF Spectrum (0.615-1.031 min) RK-3- Br-QZ-TSA-OME.d

3.3
3.2
S 1=
L
9
8-
.7
6
5

NNNNNNNNN

b k7 Ehoat el et wl wb el
9]

369.9753

370.9787
(M+H)+

371.9733
(M-+H)+

|
|

372.9751
(M+H)+

373.9716
(M+H)+

Subtract

B
HO f

HN
Ts

367

368

372 - 373

96

375 376

377



RK-4-EF-QZTSA-OME-4R o bl e gk s — Fr
PROTOM CDCI3 {D:\MB} CIFENMR 1 g Sl i e el e Rl Go sl R
[ T . Sl - Je+0
_ | _ . E—

f | L2E+00
| | f - ! - -2E+00
| | ‘ | ‘ - 1E+00

| [ |
| ' J ‘ ‘ L 1E+09
/ |] | .| |I ]
-1E+08
~1E+08
s N -1E+08
(0]
-0E+08
HO -BE+08
Hl:l -7E+08
Ts
@ > -6E+08
-SE+08
L4E+08
! —3E+08
]
-2E+08
I " : : ~1E+08
|
-L A 1 I-A-_D
[}
L txh oLl 52 ! 108

¥ I I I ! I | I | v I
1z.0 115 11.0 185 100 95 9.0 8.5 8.0 5 6.0 3.3 3.0 45 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

6.5
f1 (ppm)

o
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RK-4-Ef-QZ-TSA-OME-4R =
C13CPD CDCI3 {D:\MB} CIF_NMR 1

| -

o ~8E+08

153.10
4.
-—132
—129
-112.21
77.35
77.03
76.71
—=2929
—21.54
—14.78

<

~8E+08

~7E+08

~6E+08

~6E+08

~6E+08

(o) -5SE+08

HO -4E+08

B -4E+08

Ts -4E+08

~3E+08

—-2E+08

—2E+08

~2E+08

~1E+08

~S5E+07

—-5E+07

1 v T J I 1 N 1 v ] v 1 I v ] v I 1 v 1 v ] . |l 17 1 U ] v I 1 v 1 L I 1
200 190 180 170 160 150 140 130 120 110f o 10()) 90 80 70 60 50 40 30 20 10 0
1 (ppm
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Sample Name RK-4-ET-QZ-TSA-OME Position

Inj Vol

-1 InjPosition

Data Filename  RK-4-ET-QZ-TSA-OME.d J ACQ Method

Instrument Name Q-TOF User Name
SampleType Sample IRM Calibration Status
Pondicherry Universi Comment RK-MB Acquired Time

QTOF-PU\admin
Success
21-06-2019 13:58:11

x10 4

5 |
4.8
a6
4.4
4.2-

4 -
3.8
3.6
3.4
3.2

3,
2.8
2.6
2.4
2.2
2-
.8
6
4
D
1 4
0.8
0.6
0.4
0.2

S N =Y

Cpd 1: C16 H17 N O4 S: + FBF Spectrum (0.583-1.082 min) RK-4-ET-QZ-TSA-OME.d Subtract

320.0962
(M+H)+

O-

4 \
(0]
HO
HN
Ts
\_ _J

321.1006
(M+H)+

322.0961
(M+H)~+
323.1019
(M+H)+
|

318 318.5 319 319.5 320 320.5 321 321.5 322 3225 323 323.5 324 3245 325 3255 326
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