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Material and Methods

All reactions were accomplished in oven-dried glassware with magnetic stirring bar. Elemental
tellurium (200 mesh size), sodium metal, lithium triethyl borohydride (1.0 M in THF), copper
iodide, copper bromide, 2-iodobenzoic acid, benzoic acids, anilines and solvents were used
without further purification as purchased unless otherwise specified (Aldrich, TCI, Alfa aeser).
All NMR experiments were performed on Bruker 400/500/700 MHz spectrometer in CDCls/
DMSO-ds solvents to record respective *H, 13C and 1*°Te spectra. Solvents and chemical shifts
are reported in ppm. The following abbreviations were used to indicate multiplicity: s (singlet),
d (doublet), t (triplet), g (quartet), dd (doublet of doublet), td (triplet of doublet) and m
(multiplet). High resolution mass spectra were recorded on quadrupole-time of flight Bruker
MicroTOF-Q Il mass spectrometer equipped with an electrospray ionization (ESI) and
atmospheric pressure chemical ionization (APCI) condition. X-Ray single crystal structure data
for 1b, 1d, 1k, 1n, 1q, 1r, 20, 2r, and 2t were collected on a Bruker D8 VENTURE
diffractometer equipped with CMOS Photon 100 detector and MoKa (A= 0.71073 A) radiation
was used, computed with Bruker APEX2. Absorption studies were performed on Agilent Carry
100 UV-Visible Spectrophotometer. Purification is done by column chromatography, loaded
with silica gel (60-120 mesh size) purchased from RANKEM Pvt. Ltd. India. Progress of the
reactions was monitores by thin layer chromatography (TLC) using Merck silica gel (60 F254)
plates visualized by UV irradiation (254 nm). Melting points of the compounds were
determined with an electro-thermal melting point apparatus in the capillary tubes. Starting

material amides were prepared from corresponding benzoyl chlorides.*
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General Experimental Details

A typical synthetic procedure of 2-halo-benzamides: 2-Halobenzoyl chlorides were
prepared (Scheme S1) by following reported procedure! from respective 2-halobenzoic acids
upon reflux with the thionyl chloride and were used for the preparation of amide without any
further characterization. The freshly prepared 2-halo-benzoylchloride (1.0 equiv, 10.0 mmol)
was dissolved in 10 mL of dry CH2Cl> in a single neck 100 mL round bottom flask under N>
atmosphere and flask cooled to 0 °C. for 10 minutes. In another single neck 50 mL round
bottomed flask, aniline 1.1 mL (1.2 equiv, 12 mmol) was added in 10 mL dry CH.Cl,. After
this 1.7 mL (1.2 equiv, 12 mmol) of triethyl amine (TEA) was also added to it. This resulting
solution is then added drop wise via a syringe to the solution of the 2-halobenzoyl chloride
over a period of 30 min at 0 °C. The resulted reaction mixture was brought to room temperature
slowly and stirred for an additional hour. The reaction mixture was concentrated under vacuo
and residue was washed with 10% aqueous HCI followed by the 200 mL distilled water,
followed by the washing of 10% NaHCO3 solution. The obtained solid compound was dried

under high vacuum.

Scheme S1. Preparation of 2-halobenzamides

R1
HN
OH (i) SOCI,, 70 °C
Reflux, 3 h
A F O
I 0 R _—
R (i) TEA, Amines X
X DCM, 0 °C
X = Br,| -
R = H, 5-OMe, 4,5-di-OMe, 3-Me R'= Aryl, benzyl
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20

2-Bromo-N-phenylbenzamide?® (Substrate for 1a and 2a)

Off white solid, yield: 2.71 g (98%). 'H NMR (500 MHz, CDCl3)  7.86 (s, 1H), 7.61 (dd, J =
16.2, 7.5 Hz, 4H), 7.37 (dd, J = 13.1, 7.0 Hz, 3H), 7.30 (t, J = 7.6 Hz, 1H), 7.17 (t, J = 7.4 Hz,
1H). 3C NMR (126 MHz, CDCls) § 165.6, 137.8, 137.6, 133.5, 131.6, 129.7, 129.1, 127.7,

124.9, 120.2, 119.3.

N
H
Br

2-Bromo-N-(p-tolyl)benzamide?®® (Substrate for 1b and 2h)

White solid, yield: 2.84 g (98%). 'H NMR (500 MHz, CDCls) § 7.73 (s, 1H), 7.61 (d, J = 7.8
Hz, 2H), 7.51 (d, J = 8.0 Hz, 2H), 7.38 (t, J = 7.5 Hz, 1H), 7.30 (t, J = 7.6 Hz, 1H), 7.17 (d, J
= 8.0 Hz, 2H) 2.34 (s, 3H). 3C NMR (126 MHz, CDCl3) 5 165.5, 137.9, 135.0, 134.6, 133.5,

131.5, 129.8, 129.6, 127.7, 120.2, 119.3, 20.9.

N
H
Br

2-Bromo-N-(4-methoxyphenyl)benzamide?® (Substrate for 1c and 2i)

Off white solid, yield: 2.97 g (97%). 'H NMR (500 MHz, CDCls) § 7.69 (s, 1H), 7.61 (d, J =
7.6 Hz, 2H), 7.53 (d, J = 8.4 Hz, 2H), 7.38 (t, J = 7.3 Hz, 1H), 7.30 (t, J = 7.4 Hz, 1H), 6.90 (d,
J=8.4Hz, 2H), 3.81 (s, 3H). 3C NMR (126 MHz, CDCls) 5 165.4, 156.8, 137.9, 133.5, 131.5,

130.6, 129.8, 127.7, 122.0, 119.3, 114.3, 55.5.
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2-Bromo-N-(4-chlorophenyl)benzamide® (Substrate for 1d)

White solid, yield: 2.85 g (92%). *H NMR (700 MHz, DMSO-ds) 5 10.65 (s, 1H), 7.80 — 7.74
(m, 2H), 7.72 (d, J = 8.0 Hz, 1H), 7.57 (d, J = 6.5 Hz, 1H), 7.50 (t, J = 7.4 Hz, 1H), 7.43 (t, J
= 8.5 Hz, 3H). 3C NMR (176 MHz, DMSO-ds) 5 166.4, 139.3, 138.4, 133.2, 131.8, 129.3,

129.2, 128.2, 127.9, 121.6, 119.4.

(0} (j
N Me
H

Br

2-Bromo-N-(m-tolyl)benzamide (Substrate for 1e and 2e)

Off white solid, yield: 2.76 g (96%).:H NMR (400 MHz, DMSO-ds) & 10.40 (s, 1H), 7.72 (d,
J=7.9 Hz, 1H), 7.60 (s, 1H), 7.52 (ddd, J = 14.7, 10.7, 4.5 Hz, 3H), 7.42 (td, J = 7.8, 1.9 Hz,
1H), 7.23 (t, J = 7.8 Hz, 1H), 6.94 (d, J = 7.5 Hz, 1H), 2.31 (s, 3H). *C NMR (176 MHz,
DMSO-de) 5 166.2, 139.7, 139.4, 138.4, 133.2, 131.6, 129.3, 129.1, 128.2, 125.0, 120.5, 119.5,

117.3, 21.7. HRMS (ESI) m/z calculated for C14H12BrNO [M+H]* 290.0175, found 290.0150.

N Me
H
Br

2-Bromo-N-(3,4-dimethylphenyl)benzamide (Substrate for 1f and 2I)

Off white solid, yield: 2.95 g (97%). *H NMR (500 MHz, CDCl3) § 7.89 (d, J = 7.4 Hz, 1H),
7.53 - 7.37 (m, 4H), 7.34 (dd, J = 8.0, 1.6 Hz, 1H), 7.12 (d, J = 7.0 Hz, 2H), 2.27 (s, 3H), 2.25
(s, 3H). *C NMR (126 MHz, CDCls) § 167.1, 142.3, 140.0, 137.4, 135.3, 133.3, 131.4, 130.1,
128.5, 128.3, 121.4, 117.7, 92.4, 19.9, 19.3. HRMS (ESI) m/z calculated for CisH14BrNO

[M+H]* 326.0151, found 326.0130.

S6



L
MeO N
H
Br

2-Bromo-5-methoxy-N-phenylbenzamide® (Substrate for 1g)

Pale yellow solid, yield: 2.97 g (97%).'H NMR (500 MHz, CDCls) § 7.83 (s, 1H), 7.64 (d, J =
7.9 Hz, 2H), 7.48 (d, J = 8.8 Hz, 1H), 7.37 (t, J = 7.7 Hz, 2H), 7.17 (dd, J = 10.5, 4.8 Hz, 2H),
6.86 (dd, J = 8.8, 2.8 Hz, 1H), 3.81 (s, 3H). 3C NMR (126 MHz, CDCl3) § 165.3, 159.1, 138.3,

137.5, 134.3, 129.1, 124.9, 120.1, 118.3, 114.9, 109.3, 55.7.

o Me
MeO
N
H
Br

2-Bromo-5-methoxy-N-(p-tolyl)benzamide? (Substrate for 1h)

Pale yellow solid, yield: 3.04 g (95%). *H NMR (500 MHz, CDCl3) § 7.79 (s, 1H), 7.51 (d, J
= 8.3 Hz, 2H), 7.47 (d, J = 8.8 Hz, 1H), 7.19 — 7.12 (m, 3H), 6.85 (dd, J = 8.8, 3.1 Hz, 1H),
3.80 (s, 3H), 2.34 (s, 3H). *C NMR (126 MHz, CDCls) & 165.2, 159.1, 138.4, 135.0, 134.6,

134.3, 129.6, 120.2, 118.3, 114.8, 109.4, 55.7, 20.9.

M
€0 N Me
H
Br

2-Bromo-N-(3,4-dimethylphenyl)-5-methoxybenzamide (Substrate for 1i)

Off white solid, yield: 3.17 g (95%). *H NMR (400 MHz, CDCl3) & 7.71 (s, 1H), 7.47 (d, J =
8.8 Hz, 1H), 7.43 (s, 1H), 7.35 (dd, J = 8.0, 1.7 Hz, 1H), 7.18 (d, J = 2.9 Hz, 1H), 7.12 (d, J =
8.1 Hz, 1H), 6.85 (dd, J = 8.8, 2.9 Hz, 1H), 3.81 (s, 3H), 2.27 (s, 3H), 2.25 (s, 3H). 3C NMR

(176 MHz, CDCl3) 8 165.2, 159.0, 138.5, 137.4, 135.2, 134.3, 133.3, 130.1, 121.4, 118.2,
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117.6, 114.8, 109.4, 55.7, 19.9, 19.3. HRMS (ESI) m/z calculated for C16H1sBrNO. [M+H]"

334.0437, found 334.0422.

(0]
MeO
M
Br OMe

2-Bromo-5-methoxy-N-(2-methoxyphenyl)benzamide (Substrate for 1j)

White solid, yield: 3.26 g (97%). 'H NMR (500 MHz, CDCls) 5 8.54 (d, J = 7.8 Hz, 1H), 8.38
(s, 1H), 7.51 (d, J = 8.7 Hz, 1H), 7.21 (s, 1H), 7.10 (t, J = 7.6 Hz, 1H), 7.03 (t, J = 7.6 Hz, 1H),
6.92 (d, J = 8.0 Hz, 1H), 6.86 (m, 1H), 3.88 (s, 3H), 3.82 (s, 3H). 13C NMR (126 MHz, CDCl3)
5 165.1, 159.0, 148.2, 138.8, 134.4, 127.4, 1243, 121.2, 120.0, 118.0, 114.9, 110.1, 109.5,

55.8, 55.7. HRMS (ESI) m/z calculated for C15sH14BrNO3s [M+H]" 336.0230, found 334.0236.

MeO
N
O\*H
Br

2-Bromo-5-methoxy-N-(4-methoxyphenyl)benzamide?® (Substrate for 1k)

Off white solid, yield: 3.29 g (98%).:H NMR (400 MHz, DMSO-ds) 5 10.31 (s, 1H), 7.63 (d,
J=7.0 Hz, 2H), 7.58 (d, J = 8.7 Hz, 1H), 7.12 (s, 1H), 7.04 — 6.97 (m, 1H), 6.93 (d, J= 7.5
Hz, 2H), 3.81 (s, 3H), 3.74 (s, 3H). *C NMR (176 MHz, DMSO-ds) 3 165.5, 159.0, 156.0,

140.5, 134.0, 132.6, 121.6, 117.5, 114.7, 114.3, 109.7, 56.2, 55.7.

fe) Me
MeOﬁLu/g
MeO Br
2-Bromo-4,5-dimethoxy-N-(p-tolyl)benzamide®® (Substrate for 11)

White solid, yield: 3.43 g (98%). H NMR (400 MHz, CDCls) § 7.9 (s, 1H), 7.52 (d, J = 8.2

Hz, 2H), 7.26 (s, 1H), 7.16 (d, J = 8.1 Hz, 2H), 7.00 (s, 1H), 3.89 (s, 3H), 3.87 (s, 3H), 2.34 (s,
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3H). 3C NMR (101 MHz, CDCls) & 164.8, 151.1, 148.5, 135.1, 134.4, 129.6, 129.3, 120.1,

115.8, 113.1, 109.8, 56.3, 56.2, 20.9.

1) OMe
MeOﬁLN/C/
MeO Br "
2-Bromo-4,5-dimethoxy-N-(4-methoxyphenyl)benzamide (Substrate for 1m or 2Kk)

Pale yellow solid, yield: 3.48 g (95%). *H NMR (500 MHz, CDCl3) § 7.92 (s, 1H), 7.55 (d, J
= 8.8 Hz, 2H), 7.28 (s, 1H), 7.02 (s, 1H), 6.91 (d, J = 8.8 Hz, 2H), 3.91 (s, 3H), 3.89 (s, 3H),
3.81 (s, 3H). 13C NMR (126 MHz, CDCls) 5 164.7, 156.8, 151.1, 148.6, 130.8, 129.2, 121.8,
115.8, 114.3, 113.1, 109.8, 56.3, 56.2, 55.5. HRMS (ESI) m/z calculated for C1sH16BrNO4

[M+H]" 366.0335, found 366.0329.
o

@N |
Br NS

2-Bromo-N-(quinolin-8-yl)benzamide®® (Substrate for 1n or 2q)

Off white solid, yield: 3.14 g (96%). *H NMR (500 MHz, CDCls) & 10.29 (s, 1H), 8.95 (d, J =
7.2 Hz, 1H), 8.79 (d, J = 3.3 Hz, 1H), 8.18 (d, J = 8.1 Hz, 1H), 7.72 (d, J = 7.5 Hz, 1H), 7.69
(d, J=8.0 Hz, 1H), 7.61 (t, J = 7.8 Hz, 1H), 7.57 (d, J = 7.9 Hz, 1H), 7.46 (m, 1H), 7.44 (d, J
= 7.7 Hz, 1H), 7.35 (t, J = 7.5 Hz, 1H). 3C NMR (126 MHz, CDCls) § 165.9, 148.4, 138.6,

138.3, 136.4, 134.3, 133.7, 131.5, 129.6, 128.0, 127.7, 127.4, 122.2, 121.7, 119.7, 116.9.

(o}

MeO
N
Br X

2-Bromo-5-methoxy-N-(quinolin-8-yl)benzamide (Substrate for 10 or 2r)
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Pale yellow solid, yield: 3.35 g (94%). *H NMR (500 MHz, DMSO-ds) & 10.28 (s, 1H), 8.91
(dd, J = 4.1, 1.6 Hz, 1H), 8.73 (d, J = 7.4 Hz, 1H), 8.47 (dd, J = 8.3, 1.6 Hz, 1H), 7.78 (d, J =
8.3 Hz, 1H), 7.72 — 7.60 (m, 3H), 7.32 (d, J = 2.9 Hz, 1H), 7.08 (dd, J = 8.8, 3.0 Hz, 1H), 3.84
(s, 3H). 3C NMR (126 MHz, CDCl3) § 165.7, 159.0, 148.4, 139.0, 138.6, 136.3, 134.5, 134.3,
128.0, 127.4, 122.2, 121.7, 118.0, 116.9, 114.8, 109.8, 55.7. HRMS (ESI) m/z calcd for

C17H13BrN202 [M+H]" 357.0233, found 357.0201.

2-Bromo-4,5-dimethoxy-N-(quinolin-8-yl)benzamide (Substrate for 1p or 2s)

White solid, yield: 3.64 g (94%). *H NMR (400 MHz, CDCl3) & 10.49 (s, 1H), 8.92 (d, J = 7.2
Hz, 1H), 8.80 (d, J = 1.6 Hz, 1H), 8.15 (d, J = 8.2 Hz, 1H), 7.55 (dd, J = 14.8, 7.9 Hz, 2H),
7.44 (dd, J = 7.7, 3.8 Hz, 1H), 7.31 (s, 1H), 7.08 (s, 1H), 3.92 (s, 6H). 3C NMR (176 MHz,
CDCls) § 165.4, 165.4, 151.0, 151.00, 148.5, 148.4, 138.7, 136.3, 134.5, 130.0, 128.0, 127.4,
122.0,121.7, 116.8, 116.0, 112.8, 110.4, 56.4, 56.2. HRMS (ESI) m/z calcd for C1sH15BrN203

[M+H]" 387.0339, found 387.0338.

(0]
CLy
M
Br ©

2-Bromo-N-(o-tolyl)benzamide? (Substrate for 2b)

White solid, yield: 2.84 g (98%). 'H NMR (500 MHz, CDCls) 5 7.98 (d, J = 8.0 Hz, 1H), 7.68
(d, J = 7.5 Hz, 1H), 7.65 (d, J = 8.0 Hz, 1H), 7.56 (s, 1H), 7.42 (t, J = 7.5 Hz, 1H), 7.33 (t, J =
7.6 Hz, 1H), 7.28 (m, 1H), 7.23 (d, J = 7.4 Hz, 1H), 7.14 (t, J = 7.4 Hz, 1H), 2.35 (s, 3H). 2*C
NMR (126 MHz, CDCl3) 5 165.6, 138.0, 135.4, 133.6, 131.6, 130.7, 130.0, 129.6, 127.8, 126.9,

125.7,123.2, 119.1, 18.1.'H NMR (500 MHz, CDCls) § 8.01 (d, J = 8.0 Hz, 1H), 7.69 (dd, J
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=17.5, 7.8 Hz, 2H), 7.59 (s, 1H), 7.45 (t, J = 7.5 Hz, 1H), 7.36 (t, J = 7.6 Hz, 1H), 7.32 — 7.28

(m, 1H), 7.26 (d, J = 7.4 Hz, 1H), 2.38 (s, 3H).

o

Br OMe

2-Bromo-N-(2-methoxyphenyl)benzamide?® (Substrate for 2c)

White solid, yield: 2.95 g (96%). 'H NMR (500 MHz, CDCls) § 7.70 (s, 1H), 7.63 (d, J = 7.6
Hz, 2H), 7.44 — 7.36 (m, 2H), 7.32 (t, J = 7.5 Hz, 1H), 7.26 (t, = 8.0 Hz, 1H), 7.09 (d, J = 7.7
Hz, 1H), 6.73 (d, J = 7.8 Hz, 1H), 3.83 (s, 3H). 13C NMR (126 MHz, CDCl3) § 165.5, 160.3,

138.7, 137.8, 133.5, 131.7, 129.8, 127.8, 119.2, 112.1, 110.8, 105.7, 55.4.

i Q
N OMe
H

Br

2-Bromo-N-(3-methoxyphenyl)benzamide? (Substrate for 2f)

White solid, yield: 2.96 g (97%). *H NMR (400 MHz, DMSO-ds) & 10.46 (s, 1H), 7.72 (d, J =
7.9 Hz, 1H), 7.55 (d, J = 7.0 Hz, 1H), 7.50 (t, J = 7.3 Hz, 1H), 7.43 (d, J = 7.0 Hz, 2H), 7.26
(d, J = 7.6 Hz, 2H), 6.70 (d, J = 7.0 Hz, 1H), 3.75 (s, 3H). 3C NMR (176 MHz, DMSO-ds) &

166.3, 156.0, 140.6, 139.6, 133.2, 131.6, 130.1, 129.3, 128.2, 119.4, 112.3, 109.7, 105.8, 55.5.

[ I N : NO
H 2
Br

2-Bromo-N-(3-nitrophenyl)benzamide® (Substrate for 2g)

Light yellow solid, yield: 2.86 g (89%). *H NMR (500 MHz, CDCls) & 8.49 (s, 1H), 8.33 (s,
1H), 8.04 (d, J = 7.9 Hz, 1H), 7.99 (dd, J = 8.2, 1.4 Hz, 1H), 7.59 (d, J = 7.9 Hz, 2H), 7.52 (t,
J=8.1Hz, 1H), 7.38 (t, J = 7.5 Hz, 1H), 7.30 (t, J = 7.3 Hz, 1H). 3C NMR (126 MHz, CDCls)
0 166.1, 148.6, 138.7, 136.8, 133.6, 132.1, 130.0, 129.8, 127.8, 125.9, 119.4, 119.3, 114.9.
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2-Bromo-N-(4-bromophenyl)benzamide® (Substrate for 2j)

Light brown solid, yield: 3.19 g (90%). *H NMR (400 MHz, DMSO-dg) & 10.62 (s, 1H), 7.77
—7.67 (m, 3H), 7.57 (dd, J = 12.7,5.1 Hz, 3H), 7.51 (t, J = 7.4 Hz, 1H), 7.44 (td, J = 7.7, 1.7
Hz, 1H). *C NMR (176 MHz, DMSO-ds) § 166.4, 139.3, 138.8, 133.2, 132.1, 131.8, 129.3,

128.2, 121.9, 119.4, 115.9.

o OMe
Br
2-Bromo-N-(3,4-dimethoxyphenyl)benzamide® (Substrate for 2m)

White solid, yield: 3.26 g (97%). *H NMR (500 MHz, DMSO-ds) § 9.50 (s, 1H), 7.95 (d, J =
7.4 Hz, 1H), 7.58 (d, J = 8.6 Hz, 1H), 7.23 — 7.05 (m, 3H), 7.00 (d, J = 6.5 Hz, 2H), 3.82 (s,
3H), 3.82 (s, 3H). 13C NMR (126 MHz, DMSO-ds) & 165.9, 158.9, 151.1, 140.0, 134.1, 127.2,

125.9, 123.5, 120.7, 117.5, 115.1, 112.0, 109.7, 56.2, 56.1.

)

2-Bromo-N-(naphthalen-1-yl)benzamide (Substrate for 20)

Light pink solid, yield: 3.0 g (92%). *H NMR (500 MHz, CDCls) § 8.13 (d, J = 7.4 Hz, 1H),
8.10 (s, 1H), 8.00 (d, J = 7.7 Hz, 1H), 7.90 (d, J = 7.3 Hz, 1H), 7.77 (t, J = 7.0 Hz, 2H), 7.69
(d, J = 7.9 Hz, 1H), 7.57 — 7.49 (m, 3H), 7.46 (t, J = 7.4 Hz, 1H), 7.36 (t, J = 7.5 Hz, 1H).3C
NMR (126 MHz, CDCl3) 6 166.2,137.9, 134.2, 133.6, 132.0, 131.8, 130.2, 128.8, 127.9, 127.2,
126.5, 126.3, 126.1, 125.8, 121.0, 120.8, 119.2. HRMS (ESI) m/z calcd for C17H12BrNO
[M+Na]* 347.9994, found 347.9978.
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(0]
MeO
N
H/\@
Br

N-Benzyl-2-bromo-5-methoxybenzamide®® (Substrate for 2p)

Light yellow solid, yield: 2.98 g (93%). *H NMR (500 MHz, CDCls3) § 7.43 (d, J = 8.8 Hz,
1H), 7.36 (dt, J = 14.9, 7.4 Hz, 4H), 7.29 (t, J = 7.0 Hz, 1H), 7.12 (d, J = 3.0 Hz, 1H), 6.81 (dd,
J=8.8,3.0 Hz, 1H), 6.38 (s, 1H), 4.64 (d, J = 5.7 Hz, 2H), 3.79 (s, 3H). 3C NMR (126 MHz,
CDCI3) 6 167.2, 159.0, 138.2, 137.6, 134.2, 128.8, 128.0, 127.7, 117.9, 114.9, 109.4, 55.7,

44.3.

2-lodo-3-methyl-N-phenylbenzamide® (Substrate for 2t)

White solid, yield: 0.98 g (97%) (reaction was performed at 3 mmol scale). *H NMR (500
MHz, CDCl3) 6 7.63 (d, J=7.9 Hz, 2H), 7.38 (t, J = 7.7 Hz, 3H), 7.31 (d, J = 4.3 Hz, 2H), 7.25
(d,J=6.5Hz, 1H), 7.18 (t, J = 7.4 Hz, 1H), 2.52 (s, 3H). *C NMR (126 MHz, CDCl3) § 168.2,

143.8, 143.1, 137.6, 130.8, 129.2, 128.3, 125.2, 124.9, 120.1, 99.2, 29.2.
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A typical synthetic procedure. of spirodiazatellurane:

Scheme S2. Preparation of spirodiazatellurane

R2
- 0
0 //| N N
, 1N
N N . Na,Te (0.6 equiv) R'— A, l
R H - Te
=
Br CuBr (1.0 equiv) R1—:\ |
110 °C, 36-48 h 7 N\@
0 X
R2

Synthesis of spirodiazatellurane

Under an argon atmosphere, 230 mg (0.6 equiv, 1.8 mmol) of well grinded tellurium powder
and dry THF (5 mL) were taken in a single neck 50 mL of round bottom flask. The fresh small
Na-pieces 83 mg (1.2 equiv, 3.6 mmol) was added cautiously with stirring to black suspension
of tellurium in THF. Further, naphthalene 46 mg (0.36 mmol, 0.2 equiv. w.r.t. Te powder) was
added to it.of. After this, reaction mixture was allowed to stir at room temperature for another
12 h. During this time, the colour of the reaction mixture changes from brown to off-white or
gray. Next, THF was evaporated under vacuum followed by heating the reaction mixture to 70
°C under nitrogen. The reaction mixture was then cooled to room temperature and 0.83 g dry
powder of 2-halo-N-arylbenzamides (1.0 equiv, 3.0 mmol) was added followed by the addition
of HMPA (5.0 mL). The resulted reaction mixture was stirred for 10 minutes, then 431 mg (3.0
mmol) of CuBr was added and then resulted reaction mixture was stirred at 110 °C for 36-48
h (Scheme S2). The advance of the reaction was monitored by taking the aliquot of reaction
mixture by using TLC at regular period of time. Reaction mixture was then added to 400 mL
of brine and stirred vigorously for 3-4 h. Residue was filtered out and washed with distilled
water. Crude product was dried under vacuum. The resultant selenides were purified by flash

column chromatography using petroleum ether/ethyl acetate (8:2) as eluent.*
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2,2'-Diphenyl-14#-1,1'-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2'H)-dione  1a:*  Off
white solid, yield: 466 mg (60%), m.p.: 155-157 °C.*H NMR (400 MHz, DMSO-ds) & 8.04 (d,
J=6.6 Hz, 2H), 7.83 (d, J = 7.8 Hz, 4H), 7.74 — 7.62 (m, 6H), 7.43 (t, = 7.5 Hz, 4H), 7.18 (t,
J=7.2Hz, 2H). ®*C NMR (126 MHz, CDCl3) § 167.4, 141.6, 138.3, 134.1, 132.7, 130.8, 129.8,
129.7,127.9,125.2, 124.3;1°Te NMR (126 MHz, CDCls3) § 741.5; HRMS (ESI) m/z calculated

for C26H18N202Te [M+H]" 521.0505, found 521.0481.

2,2'-Di-p-tolyl-144-1,1"-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2'H)-dione  1b: White
solid, yield: 491 mg (60%), m.p.: 240-241 °C.H NMR (500 MHz, CDCls) & 8.22 (d, J = 6.3
Hz, 2H), 7.79 (d, J = 6.9 Hz, 2H), 7.61 (dd, J = 12.6, 7.5 Hz, 4H), 7.55 (d, J = 7.2 Hz, 4H),
7.21 (d, J = 7.1 Hz, 4H), 2.34 (s, 6H). 3C NMR (126 MHz, CDCls) § 167.3, 138.9, 138.4,
134.9, 133.9, 132.6, 130.7, 130.3, 129.7, 127.9, 124.1, 21.0.; **Te NMR (126 MHz, CDCls) &

736.5; HRMS (ESI) m/z calculated for C2gH22N20,Te [M+H]" 549.0822, found 549.0818.
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2,2'-Bis(4-methoxyphenyl)-144-1,1'-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2"H)-dione

1c: Light brown solid, yield: 529 mg (61%), m.p.: 238-239 °C.!H NMR (700 MHz, DMSO-
ds) 5 8.01 (d, J = 6.6 Hz, 2H), 7.76 — 7.61 (m, 10H), 7.00 (d, J = 8.6 Hz, 4H), 3.78 (s, 6H). 13C
NMR (176 MHz, DMSO-ds) 6 167.9, 156.4, 138.8, 136.1, 133.9, 133.2, 132.0, 129.7, 129.2,
126.3, 114.6, 55.7. 1Te NMR (126 MHz, DMSO-dg) 5 788.6. HRMS (ESI) m/z calculated for

C28H22N204Te [M+H]" 581.0717, found 581.0742.

2,2'-Bis(4-chlorophenyl)-144-1,1'-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2'H)-dione

1d: White solid, yield: 308 mg (35%), m.p.: 233-234 °C. 'H NMR (700 MHz, DMSO-dg) &
8.05 (d, J = 6.6 Hz, 2H), 7.86 (d, J = 8.5 Hz, 4H), 7.69 (dd, J = 14.8, 7.2 Hz, 4H), 7.65 (d, J =
7.1 Hz, 2H), 7.49 (d, J = 8.5 Hz, 4H). 3C NMR (176 MHz, DMSO-ds) 5 168.4, 142.2, 138.3,
134.2,133.2,132.2,130.0, 129.2, 129.0, 128.4, 126.6. >>Te NMR (126 MHz, CDCls) & 746.5;

HRMS (ESI) m/z calculated for C26H16CI2N202Te [M+H]* 588.9706, found 588.9728.

2,2'-Di-m-tolyl-14%-1,1'-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2"H)-dione 1e: Off white
solid, yield: 491 mg (60%), m.p.: 248-250 °C. 'H NMR (500 MHz, CDCls) & 8.25 (dd, J = 7.3,
1.2 Hz, 2H), 7.82 (d, J = 7.4 Hz, 2H), 7.66 (t, J = 6.9 Hz, 2H), 7.62 (td, J = 7.5, 1.4 Hz, 2H),
7.52 (s, 2H), 7.44 (d, J = 7.9 Hz, 2H), 7.30 (t, J = 7.8 Hz, 2H), 7.02 (d, J = 7.5 Hz, 2H), 2.38

(s, 6H). 3C NMR (101 MHz, CDCls) & 167.4, 141.5, 139.8, 138.4, 134.0, 132.7, 130.8, 129.7,
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129.6, 128.0, 126.1, 124.9, 121.3, 21.6. *TeNMR (126 MHz, DMSO-ds) & 735.9. HRMS

ESI) m/z calculated for C2sH22N202Te [M+H]* 549.0818, found 549.0829.
(

2,2'-Bis(3,4-dimethylphenyl)-144-1,1'-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2'H)-

dione 1f: Off white solid, yield: 516 mg (60%), m.p.: 210-212 °C. *H NMR (500 MHz, DMSO-
ds) 5 8.01 (m, 2H), 7.69 — 7.60 (m, 10H), 7.17 (d, J = 8.1 Hz, 2H), 2.25 (s, 6H), 2.23 (s, 6H);
13C NMR (126 MHz, DMSO-ds) & 167.9, 141.0, 139.0, 137.1, 133.7, 133.1, 132.2, 132.0,
130.3, 129.7, 129.2, 125.7, 122.1, 20.0, 19.3; ®Te NMR (126 MHz, DMSO-ds) & 789.9;

HRMS (APCI) m/z calculated for C3oH26N202Te [M+H]* 577.1132, found 577.1160.

5,5'-Dimethoxy-2,2'-diphenyl-144-1,1"-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2'H)-

dione 1g: Yellowish brown solid, yield: 598 mg (69%), m.p.: 202-203 °C. *H NMR (500 MHz,
DMSO-dg) & 7.82 (d, J = 8.0 Hz, 4H), 7.57 — 7.51 (m, 4H), 7.42 (t, J = 7.8 Hz, 4H), 7.26 (dd,
J=8.6,2.5Hz, 2H), 7.17 (t, J = 7.3 Hz, 2H), 3.82 (s, 6H). 3C NMR (176 MHz, DMSO-d¢) &
167.7, 162.7, 143.3, 140.8, 130.6, 129.4, 124.9, 124.5, 123.0, 120.1, 114.5, 56.1. ®Te NMR
(126 MHz, DMSO-ds) & 791.2. HRMS (ESI) m/z calculated for CaoHaN204Te [M+H]*

609.1030, found 609.1008.
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5,5'-Dimethoxy-2,2'-di-p-tolyl-14%-1,1'-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2"'H)-

dione 1h: Off white solid, yield: 590 mg (65%), m.p.: 230-232 °C. 'H NMR (500 MHz,
DMSO-dg) & 7.72 (d, J = 8.3 Hz, 4H), 7.51 (dd, J = 5.6, 2.9 Hz, 4H), 7.23 (dd, J = 11.4, 55
Hz, 6H), 3.81 (s, 6H), 2.32 (s, 6H). 3C NMR (126 MHz, DMSO-ds) & 167.5, 162.7, 140.9,
140.7, 133.5, 130.7, 129.9, 124.7, 122.8, 120.0, 114.4, 56.1, 21.0. »Te NMR (126 MHz,
DMSO-ds) 8 785.3. HRMS (ESI) m/z calculated for CaoH2sN204Te [M+H]" 609.1030, found

609.1008.

2,2'-Bis(3,4-dimethylphenyl)-5,5'-dimethoxy-144-1,1'-spirobi[benzo[d][1,2]tellurazole]-

3,3'(2H,2'H)-dione 1i: Yellowish brown solid, yield: 618 mg (65%), m.p.: 252-255 °C. H
NMR (400 MHz, CDCl3) § 7.76 (d, J = 2.6 Hz, 2H), 7.64 (d, J = 8.7 Hz, 2H), 7.47 (s, 2H), 7.36
(m, 2H), 7.16 (d, J = 8.1 Hz, 2H), 7.09 (dd, J = 8.7, 2.7 Hz, 2H), 3.85 (s, 6H), 2.28 (s, 6H),
2.25 (s, 6H).2*C NMR (126 MHz, CDCl3) § 167.1, 163.6, 140.6, 139.3, 138.0, 133.6, 130.9,
130.7, 125.3, 121.5, 121.1, 117.6, 114.5, 55.9, 20.1, 19.3. 1Te NMR (126 MHz, CDCls) &

739.3. HRMS (ESI) m/z calculated for C32H30N204Te [M+H]* 637.1343, found 637.1366.
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5,5'-Dimethoxy-2,2'-bis(2-methoxyphenyl)-14%-1,1'-spirobi[benzo[d][1,2]tellurazole]-

3,3'(2H,2'H)-dione 1j: Off white solid, yield: 631 mg (66%), m.p.: 238-240 °C. *H NMR (400
MHz, DMSO-dg) & 7.81 (dd, J = 26.7, 8.1 Hz, 4H), 7.47 (s, 2H), 7.22 (dd, J = 14.0, 7.5 Hz,
4H), 7.15 (d, J = 7.8 Hz, 2H), 7.05 (t, J = 7.2 Hz, 2H), 3.81 (s, 6H), 3.80 (s, 6H). 13C NMR
(176 MHz, DMSO-dg) 6 168.6, 162.5, 153.0, 139.5, 131.9, 130.8, 127.9, 126.0, 123.9, 121.2,
120.1, 113.9, 112.5, 56.1, 55.9. 2Te NMR (126 MHz, DMSO-ds) & 810.9. HRMS (ESI) m/z

calculated for C3oH2sN20sTe [M+H]" 641.0928, found 641.0912.

5,5'-Dimethoxy-2,2'-bis(4-methoxyphenyl)-14*-1,1'-spirobi[benzo[d][1,2]tellurazole]-

3,3'(2H,2'H)-dione 1k: Off white solid, yield: 650 mg (68%), m.p.: 225-227 °C. *H NMR (400
MHz, DMSO-ds) 5 7.72 (d, J = 8.6 Hz, 4H), 7.56 — 7.49 (m, 4H), 7.23 (d, J = 8.5 Hz, 2H), 6.99
(d, J=8.7 Hz, 4H), 3.81 (s, 6H), 3.78 (s, 6H). 3C NMR (176 MHz, DMSO-ds) 5 167.5, 162.7,
156.3, 140.8,136.1, 130.6, 126.1, 122.9, 119.9, 114.6, 114.3, 56.1, 55.7. %Te NMR (126 MHz,
DMSO-ds) 8 782.4. HRMS (ESI) m/z calculated for CaoH2sN20sTe [M+H]" 641.0928, found

641.0931.

5,5',6,6'-Tetramethoxy-2,2'-di-p-tolyl-14%-1,1'-spirobi[benzo[d][1,2]tellurazole]-
3,3'(2H,2'H)-dione 1I: Yellowish white solid, yield: 659 mg (66%), m.p.: 171-173 °C. 'H

NMR (500 MHz, DMSO-ds) & 7.68 (d, J = 8.2 Hz, 4H), 7.51 (s, 2H), 7.24 (d, J = 8.2 Hz, 4H),
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7.05 (s, 2H), 3.83 (s, 6H), 3.58 (s, 6H), 2.32 (s, 6H). 3C NMR (126 MHz, DMSO-ds) & 167.3,
153.0, 152.0, 140.8, 133.4, 132.4, 129.9, 125.1, 122.9, 111.9, 111.7, 56.4, 56.3, 21.0. *°Te
NMR (126 MHz, CDCl3z) & 719.2. HRMS (ESI) m/z calculated for C3,H3oN206Te [M+H]*

669.1242, found 669.1267.

5,5',6,6'-Tetramethoxy-2,2'-bis(4-methoxyphenyl)-144-1,1'-

spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2'"H)-dione 1m: Off white solid, yield: 712 mg
(68%), m.p.: 230-231 °C. 'H NMR (400 MHz, CDCl3) § 7.62 (d, J = 4.7 Hz, 4H), 7.59 (s, 2H),
7.04 (s, 2H), 6.91 (d, J = 8.8 Hz, 4H), 3.86 (s, 6H), 3.78 (s, 6H), 3.69 (s, 6H). 13C NMR (101
MHz, CDCls) 6 167.1, 156.8, 153.6, 152.7, 134.8, 132.1, 125.4, 117.9, 114.9, 112.1, 111.4,
56.6, 56.4, 55.5. 2°Te NMR (126 MHz, CDCls) § 718.7. HRMS (APCI) m/z calculated for

C32H30N20gTe [M+H]" 701.1140, found 701.1121.

2,2'-Di(quinolin-8-yl)-144-1,1'-spirobi[benzo[d][1,2]tellurazole]-3,3'(2H,2'H)-dione  1n:
Yellowish white, yield: 697 mg (75%), m.p.: 237-238 °C.*H NMR (400 MHz, DMSO-ds) &
9.13 (t, J = 4.4 Hz, 2H), 8.61 (d, J = 4.0 Hz, 2H), 8.44 (d, J = 8.2 Hz, 2H), 8.09 (t, J = 9.0 Hz,
2H), 7.75 (d, J = 4.4 Hz, 4H), 7.62 (d, J = 7.6 Hz, 2H), 7.56 (t, J = 7.3 Hz, 2H), 7.52 — 7.45 (m,

4H). °C NMR (101 MHz, CDCls) § 171.0, 145.4, 141.4, 139.9, 138.9, 137.1, 136.6, 133.1,
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130.5,129.4,129.2,128.8,128.3, 123.1, 121.6, 121.1; *Te NMR (126 MHz, CDCls) & 865.6;

HRMS (ESI) m/z calculated for Cs2H20N4O2Te [M+H]" 623.0724, found 623.0706.

5,5'-Dimethoxy-2,2'-di(quinolin-8-yl)-144-1,1'-spirobi[benzo[d][1,2]tellurazole]-

3,3'(2H,2'H)-dione 10: Yellowish white, yield: 744 mg (73%), m.p.: 235-237 °C. 'H NMR
(500 MHz, CDCls) 6 9.31 (d, J = 7.9 Hz, 2H), 8.39 (d, J = 3.1 Hz, 2H), 8.19 (d, J = 8.1 Hz,
2H), 7.82 (d, J = 2.5 Hz, 2H), 7.74 (t, J = 8.0 Hz, 2H), 7.59 (d, J = 8.0 Hz, 2H), 7.55 (d, J = 8.6
Hz, 2H), 7.31 (dd, J = 8.2, 4.3 Hz, 2H), 6.88 (dd, J = 8.6, 2.5 Hz, 2H), 3.86 (s, 6H).13C NMR
(176 MHz, CDClz) 6 170.8, 161.9, 145.4, 141.4, 140.0, 138.5, 137.1, 130.8, 129.7, 129.2,
128.3,123.0,121.5,121.1, 120.8, 112.2, 55.6. %Te NMR (126 MHz, CDCl3) § 870.0. HRMS

ESI) m/z calculated for C3sH24N4O4Te [M+H]* 683.0935, found 683.0967.
(
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5,5',6,6'-Tetramethoxy-2,2'-di(quinolin-8-yl)-14%-1,1'-spirobi[benzo[d][1,2]tellurazole]-
3,3'(2H,2'H)-dione 1p: Yellowish white, yield: 810 mg (73%), m.p.: 242-243 °C. 'H NMR
(400 MHz, CDCl3) 6 9.23 (d, J = 7.8 Hz, 2H), 8.42 (d, J = 3.1 Hz, 2H), 8.16 (d, J = 8.1 Hz,
2H), 7.76 (s, 2H), 7.69 (t, J = 8.0 Hz, 2H), 7.54 (d, J = 8.0 Hz, 2H), 7.29 (dd, J = 8.1, 4.2 Hz,

2H), 7.10 (s, 2H), 3.95 (s, 6H), 3.39 (s, 6H). 3C NMR (101 MHz, CDCl3) § 170.9, 153.3, 151.3,

145.5, 141.6, 139.9, 137.1, 129.1, 128.3, 122.8, 121.4, 121.2, 110.9, 110.7, 56.2, 56.0.1%Te
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NMR (126 MHz, CDCls) & 855.6. HRMS (APCI) m/z calculated for CasH2sN4OsTe [M+H]*

743.1147, found 701.1147.

Synthesis of spirodioxytellurane (1q and 1r)

Spirotelluranes 1q and 1r were prepared from corresponding 2-iodobenzoyl alcohol (0.73 g, 3
mmol) and 2-bromo-5-methoxy-benzoic acid (0.7 g, 3.0 mmol) respectively; by using the same

methodology as mentioned above for preparation of spirotellurane la-1p.

3H,3'H-14%-1,1'-Spirobi[benzo[c][1,2]oxatellurole] 1q:%° Creamy White solid, yield: 366 mg
(72%), m.p.: 171-173 °C (171°C)*. 'H NMR (500 MHz, CDCls) & 7.87 (dd, J = 8.2, 6.2 Hz,
2H), 7.39 (dtt, J = 10.5, 7.1, 3.7 Hz, 4H), 7.25 (d, J = 7.3 Hz, 2H), 5.45 — 5.37 (m, 4H). 13C
NMR (126 MHz, CDCl3) § 148.1, 131.1, 130.7, 128.5, 128.0, 124.1, 72.1.1%Te NMR (126
MHz, CDCls) & 768.6. HRMS (ESI) m/z calculated for C14H120.Te [M+H]" 342.9973, found

342.9952.

5,5'-Dimethoxy-3H,3'H-14%-1,1'-spirobi[benzo[c][1,2]oxatellurole]-3,3'-dione 1r: Light
brown solid, yield: 513 mg (80%), m.p.: 242-245 °C.H NMR (500 MHz, CDCl3) § 7.58 (d, J
= 8.8 Hz, 2H), 7.53 (d, J = 3.1 Hz, 2H), 6.95 (dd, J = 8.8, 3.0 Hz, 2H), 3.84 (s, 6H). *C NMR

(176 MHz, DMSO-dg) § 170.8, 162.9, 135.0, 131.0, 129.3, 122.0, 114.5, 56.3.%Te NMR (126
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MHz, CDCls) 81013.7. HRMS (APCI) m/z calculated for CisH1206Te 430.9769 [M+H]*

430.9770, found 430.9778.

Chart S1: Substrates failed to provide spirotelluranes

Electron withdrawing groups in benzamide/ acid ring

Os5N N F N O,N N F. OH
H H H |
Ns
Br F Br Br F Br

Electron withdrawing groups in aniline ring

o) ©/F o) ©/Bf o) @
N N N NO,
H H H

Br Br Br
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Table Sla. Optimization for the synthesis of biaryls

g
N
H

Te-source, Base, Copper salt
Solvent, 110 °C O, O

HN

X

@\5)
: et

2a

Entry X  Tesource Cu-salt Base Solvent  Yield of
(equiv) (equiv) (equiv) 2

1 Br — CuBr(1.0) — HMPA  —

2 Br Tepowder (3.0) — — HMPA  —

3 Br NaxTe (3.0) — — HMPA  —

4 Br Na.Te (3.0) CuBr(1.0) — HMPA  95%

(93%)°

5 Br NayTe (3.0) Cul (1.0) — HMPA  70%

6 Br NayTe (3.0) CuBr2 (1.0) — HMPA  75%

7 | NaTe (3.0) CuBr(1.0) — HMPA  66%

8 Br — CuBr(1.0) Na'OBu(3.0) HMPA  30%°
9 Br NagTe (3.0) CuBr(0.2) Mg (3.0) HMPA  25%
10 Br — CuBr (1.0) Mg (3.0) DMF —

11 Br NagTe (0.2) CuBr(1.0) Mg (3.0) DMF 80%
12 H  NazTe (0.2) CuBr(1.0) Mg (3.0) DMF —

13 H  NagTe (3.0) CuBr(1.0) Mg (3.0) DMF -

14 H  NaTe (3.0) CuBr(1.0) — HMPA  —

ANMR yields, reaction time 16 h. PIsolated yield. ‘Reaction time 24 h.
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Table S1b. Control experiment for the synthesis of biaryls from respective spirotelluranes

0 o)
Ar
R1|_\ N/ R1|— N/
— | CuBr (1.0 equiv.) ' H
X
Te - | —R
i | HMPA, 110 °C, 48h 0O F
|
AN N _NH
Ar
(0]
Entry R! Ar Spirotellurane Yield of biaryl 1,1-diamides
1 -H © la 2a (none)
2 -H ©:Me 1f 2l (none)
Me
3 -OMe ©/0Me 1k 2n (none)
4 -H m in 2q (none)
—
N

Also, we were curious to know whether the biaryl 1,1 -diamides formed from spirotelluranes

under the copper mediated optimized reaction conditions. The reaction spirotellurane 1la (21

mg, 0.04 mmol) with CuBr (6 mg, 0. 04 mmol) was carried out in HMPA (2 mL) under the

argon atmosphere at 110 °C (entry 1, Table S1b). Even after 48h no conversion to

corresponding biaryl 1,1-diamide 2a was noticed. Similarly, the reaction of the synthesized

spirotelluranes 1f, 1k, and 1n with copper(l) bromide failed to afford respective biaryls (entries

2-4, Table S1b).
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A typical synthetic procedure of biaryl 1,1-diamides

Scheme S3. Preparation of C-C coupled biaryls

o}

A
O X N~ r

_Ar R— H

. = | N Na,Te (3.0 equiv) = X
BN H —R

X , o | =

Br CuBr (1.0 equiv), HMPA
o
110 °C, 16 h NH
Ar

Synthesis of biaryl 1,1'-diamides

Under argon atmosphere, 383 mg (3 equiv, 3 mmol) of well grinded tellurium powder and dry
THF (5 mL) were taken in a single neck 50 mL of round bottom flask. The fresh small Na-
pieces 140 mg (6 equiv, 6 mmol) was added cautiously with stirring to that black suspension
of tellurium in THF, and followed by addition of 78 mg (0.2 equiv, 0.6 mmol) of naphthalene.
After this, reaction mixture was allowed to stir at room temperature for another 12 h. During
this time, the colour of the reaction mixture changes from brown to off-white or gray. Next,
THF was evaporated under vacuum followed by heating the reaction mixture to 70 °C under
nitrogen. The reaction mixture was then cooled to room temperature and 277 mg dry powder
of 2-halo-N-arylbenzamides (1.0 equiv, 1.0 mmol) was added followed by the addition of
HMPA (5.0 mL). After this, 144 mg (1.0 mmol) of CuBr was added and then resulted reaction
mixture was stirred at 110 °C for 16 h (Scheme S3). The advance of the reaction was monitored
by taking aliquot of reaction mixture by using TLC at regular period of time. Reaction mixture
was then added to 200 mL of brine and stirred vigorously for 3-4 h. Residue was filtered out
and washed with distilled water. Crude product was dried under vacuum. The resultant Biaryl
1,1-diamide 2a were purified by flash column chromatography using petroleum ether/ethyl

acetate (8:2) as eluent.
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N2,NZ-Diphenyl-[1,1'-biphenyl]-2,2'-dicarboxamide 2a:°*° Off white solid, yield: 182 mg
(93%), m.p.: 227-228 °C (228-229 °C).# 'H NMR (500 MHz, CDCls) 5 9.04 (s, 2H), 7.67 (d,
J=6.9 Hz, 2H), 7.43 (d, J = 8.0 Hz, 4H), 7.41 — 7.34 (m, 4H), 7.26 — 7.23 (m, 4H), 7.15 (d, J
= 7.0 Hz, 2H), 7.07 (t, J = 7.4 Hz, 2H). 3C NMR (126 MHz, CDCls) § 168.4, 139.1, 137.9,
136.1, 130.2, 129.8, 128.9, 128.1, 127.2, 124.5, 120.0. HRMS (ESI) m/z calculated for

Co6H20N202 [M+Na]* 415.1417, found 415.1415.

O
N
HMe
o)

Me NH

o4

N2 NZ-Di-o-tolyl-[1,1'-biphenyl]-2,2'-dicarboxamide 2b:%6¢ Off white solid, yield: 191 mg
(91%), m.p.: 230-233 °C ( 230-232 °C).%H NMR (500 MHz, CDCls)  8.45 (s, 2H), 7.65 (m,
2H), 7.48 — 7.43 (m, 4H), 7.41 (d, J = 8.0 Hz, 2H), 7.28 (m, 2H), 7.12 (t, J = 6.6 Hz, 4H), 7.05
(t, J = 7.3 Hz, 2H), 2.06 (s, 6H). ®°C NMR (101 MHz, CDCl3) 5 168.4, 139.2, 136.4, 135.4,
131.0,130.5,130.1, 129.9, 128.1, 127.4, 126.5, 125.8, 124.1, 17.9. HRMS (ESI) m/z calculated

for C2gH2aN202 [M+H]* 421.1911, found 421.1897.

o}

N~ j/:
H Meo
s

MeO

"k
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N2,N?'-Bis(2-methoxyphenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide 2c: Off white solid,
yield: 208 mg (92%), m.p.: 200-202 °C. *H NMR (400 MHz, DMSO-ds) & 9.54 (s, 2H), 7.84
(d, J=7.3 Hz, 2H), 7.74 (s, 2H), 7.47 (s, 4H), 7.20 (s, 2H), 7.04 (d, J = 7.3 Hz, 2H), 6.95 (d, J
= 7.6 Hz, 2H), 6.86 (t, J = 6.8 Hz, 2H), 3.68 (s, 6H). 3C NMR (101 MHz, DMSO-ds) 5 167.7,
150.5, 139.6, 136.6, 130.2, 129.8, 128.3, 128.1, 127.5, 125.3, 122.3, 120.6, 111.6, 55.9. HRMS

ESI) m/z calculated for C2sH24N204 [M-H]" 451.1652, found 451.1625.
(

(o]

MeO /©
N

O H Meo
o

OMe

MeO NH

o
4,4'-Dimethoxy-N2,N2'-bis(2-methoxyphenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide 2d: Off
white solid, yield: 237 mg (93%), m.p.: 118-120 °C. *H NMR (400 MHz, CDCls) & 8.67 (s,
2H), 8.32 (m, 2H), 7.29 (d, J = 2.5 Hz, 2H), 7.17 (d, J = 8.4 Hz, 2H), 7.00 (td, J = 7.9, 1.5 Hz,
2H), 6.96 — 6.86 (M, 4H), 6.77 (d, J = 7.5 Hz, 2H), 3.84 (s, 6H), 3.74 — 3.62 (m, 6H). 3C NMR
(126 MHz, CDCls) 6 167.1, 158.9, 148.4, 137.4, 131.8, 131.1, 127.7, 123.9, 120.8, 120.1,
115.9,113.2,109.9, 55.5, 55.4. HRMS (ESI) m/z calculated for C3oH2sN20s [M+H]* 513.2020,

found 513.1997.

NZ2,NZ-Di-m-tolyl-[1,1'-biphenyl]-2,2'-dicarboxamide 2e:%%¢ Yellowish white solid, yield:
187 mg (89%), m.p.: 207-209 °C (208-210 °C).% 'H NMR (500 MHz, DMSO-ds) & 10.54 (s,

2H), 7.71 (dd, J = 5.3, 3.1 Hz, 2H), 7.49 (dd, J = 9.0, 5.4 Hz, 4H), 7.37 (s, 2H), 7.25 - 7.18 (m,

528



4H), 7.14 (t, J = 7.8 Hz, 2H), 6.87 (d, J = 7.4 Hz, 2H), 2.24 (s, 6H). °C NMR (126 MHz,
DMSO-ds) 3 168.3, 139.1, 139.0, 138.4, 136.7, 130.3, 129.8, 129.0, 128.3, 128.1, 125.1, 120.4,

117.2, 21.6. HRMS (ESI) m/z calculated for C2sH24N202 [M+H]* 421.1911 found, 421.1904.

N?,N?'-Bis(3-methoxyphenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide 2f: White solid, yield:
199 mg (88%), m.p.:162-164 °C. *H NMR (500 MHz, DMSO-ds) & 10.57 (s, 2H), 7.68 (m,
2H), 7.51 — 7.44 (m, 4H), 7.20 — 7.16 (m, 4H), 7.14 (d, J = 4.5 Hz, 2H), 6.99 (d, J = 8.1 Hz,
2H), 6.64 (dd, J = 8.2, 2.1 Hz, 2H), 3.71 (d, J = 14.3 Hz, 6H). 3C NMR (126 MHz, DMSO-ds)
0 168.4, 159.9, 140.1, 139.1, 136.6, 130.4, 130.1, 129.8, 128.4, 128.1, 112.2, 109.6, 105.9,

55.5.

N2 N2 -Bis(3-nitrophenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide 2g:” Light yellow solid,
yield: 180 mg (75%), m.p.: 190-191 °C (190-191°C).7 *H NMR (400 MHz, CDCl3) 5 9.27 (s,
2H), 8.30 (s, 2H), 7.92 (d, J = 7.6 Hz, 2H), 7.82 (d, J = 7.5 Hz, 2H), 7.71 (s, 2H), 7.43 (s, 6H),
7.19 (s, 2H). 13C NMR (101 MHz, CDCls) § 168.9, 148.5, 138.8, 130.8, 129.9, 129.8, 128.5,
127.3, 125.6, 119.2, 114.7. HRMS (ESI) m/z calculated for C26H1sN4Os [M+Na]* 505.1119,

found 505.1120.
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N2,NZ-Di-p-tolyl-[1,1'-biphenyl]-2,2'-dicarboxamide 2h:°¢ White solid, yield: 185 mg
(88%), m.p.: 175-177 °C (177-179 °C).51H NMR (500 MHz, DMSO-ds) & 10.54 (s, 2H), 7.68
(d, J = 5.6 Hz, 2H), 7.45 (t, J = 15.8 Hz, 4H), 7.35 (d, J = 7.7 Hz, 4H), 7.16 (t, J = 12.0 Hz,
2H), 7.06 (d, J = 7.7 Hz, 4H), 2.25 (s, 6H). 3C NMR (126 MHz, DMSO-ds) & 168.2, 139.1,
136.7,136.5, 133.3, 130.2, 129.7, 129.6, 128.3, 128.0, 119.9, 20.9. HRMS (ESI) m/z calculated

for C2gH24N202 [M+H]* 421.1911, found 421.1944.

N2 NZ'-Bis(4-methoxyphenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide 2i:% Off white solid,
yield: 196 mg (87%), m.p.: 121-124 °C (120-122 °C).52 1H NMR (500 MHz, CDCls) & 8.93 (s,
2H), 7.65 (d, J = 6.8 Hz, 2H), 7.42 — 7.34 (m, 4H), 7.30 (d, J = 8.9 Hz, 4H), 7.15 (d, J = 6.7
Hz, 2H), 6.77 (d, J = 8.9 Hz, 4H), 3.75 (s, 6H). 13C NMR (126 MHz, DMSO ds) 5 167.9, 156.1,
139.1,136.8,132.2,130.1, 129.7, 128.3, 128.0, 121.5, 114.3, 55.6. HRMS (ESI) m/z calculated

for C2gH2aN204 [M+Na]* 475.1628, found 475.1629.
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N2,NZ-Bis(4-bromophenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide  2j:** Yellowish white
solid, yield: 205 mg (75%), m.p.: 182-184 °C (182-183 °C).5¢ 'H NMR (500 MHz, DMSO-ds)
5 10.67 (s, 2H), 7.69 (M, 2H), 7.53 — 7.47 (m, 4H), 7.44 (s, 8H), 7.21 (m, 2H). 3C NMR (126
MHz, DMSO-ds) 6 168.4, 139.1, 138.4, 136.3, 132.0, 130.5, 130.0, 128.3, 128.1, 121.7, 116.0.

HRMS (ESI) m/z calculated for C26H1sBraN2O2 [M+H]* 548.9808, found 548.9808.
o OMe
MeO N/©/
MeO O H OMe
© O OMe

NH

o

MeO

4,4' 5,5'-Tetramethoxy-N? N?-bis(4-methoxyphenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide
2k: Yellowish white solid, yield: 263 mg (92%), m.p.: 168-170 °C. 'H NMR (400 MHz,
DMSO-ds) & 10.27 (s, 2H), 7.40 (d, J = 8.9 Hz, 4H), 7.24 (s, 2H), 6.86 (d, J = 8.9 Hz, 4H), 6.73
(s, 2H), 3.85 (s, 6H), 3.71 (s, 6H), 3.69 (s, 6H). *C NMR (101 MHz, DMSO-ds) § 167.8, 156.0,
1495, 148.2, 132.4, 131.9, 129.4, 121.4, 114.3, 113.5, 111.4, 56.2, 56.2, 55.6. HRMS (ESI)

m/z calculated for C32H32N20s [M+H]* 573.2231, found 573.2220.

S31



N2,N?'-Bis(3,4-dimethylphenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide 2I: Off white solid,
yield: 192 mg (86%), m.p.: 190-191 °C. 'H NMR (500 MHz, DMSO-ds) & 10.43 (s, 2H), 7.67
(d, J = 6.6 Hz, 2H), 7.52 — 7.41 (m, 4H), 7.26 (s, 2H), 7.14 (dd, J = 20.3, 7.2 Hz, 4H), 7.00 (d,
J=8.1Hz, 2H), 2.14 (s, 12H). 3C NMR (126 MHz, DMSO-dg) & 168.1, 139.1, 136.8, 136.8,
136.8, 132.2, 130.2, 130.0, 129.7, 128.3, 128.0, 121.1, 117.5, 20.1, 19.2. HRMS (ESI) m/z

calculated for C3oH2sN202 [M+Na]* 471.2043, found 471.2054.

O N OMe
H
"

NH

MeO

OMe

N2 N2'-Bis(3,4-dimethoxyphenyl)-[1,1'-biphenyl]-2,2'-dicarboxamide 2m:” Off white solid,
yield: 222 mg (87%), m.p.: 225-228 °C (226-228 °C).”'H NMR (500 MHz, CDCls) 5 8.02 (s,
2H), 7.85 (d, J = 7.5 Hz, 4H), 7.51 (t, J = 7.4 Hz, 2H), 7.44 (dd, J = 13.3, 5.5 Hz, 6H), 7.01 (dt,
J=9.7, 4.9 Hz, 2H), 6.81 (d, J = 8.6 Hz, 2H), 3.85 (d, J = 1.5 Hz, 12H). 13C NMR (126 MHz,
CDCIs) 6 165.8, 149.1, 146.1, 134.9, 131.7, 131.6, 128.7, 127.0, 112.4, 111.3, 105.3, 56.1,

55.9.

4,4'-Dimethoxy-N2-(3-methoxyphenyl)-N?-(4-methoxyphenyl)-[1,1'-biphenyl]-2,2'-
dicarboxamide 2n: Off white solid, yield: 232 mg (91%), m.p.: 230-240 °C. *H NMR (500

MHz, DMSO-ds) & 10.49 (s, 2H), 7.40 (dd, J = 6.7, 2.0 Hz, 4H), 7.19 (s, 2H), 7.09 (m, 2H),
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7.01 (dd, J = 8.4, 2.5 Hz, 2H), 6.85 (d, J = 8.9 Hz, 4H), 3.82 (s, 6H), 3.70 (s, 6H).2*C NMR
(126 MHz, DMSO-ds) 6 167.8, 158.8, 156.1, 138.2, 132.2, 131.5, 130.9, 121.5, 115.6, 114.4,
113.2, 55.8, 55.6. HRMS (APCI) m/z calculated for C3oH2sN20¢ [M+Na]* 535.1840, found

535.1868.

N2 N2-Di(naphthalen-1-yl)-[1,1'-biphenyl]-2,2'-dicarboxamide 20:" Pinkish white solid,
yield: 221 mg (90%), m.p.: 253-255 °C (254-256 °C).” *H NMR (500 MHz, CDCl3) & 10.81
(s, 2H), 8.98 (d, J = 7.3 Hz, 2H), 8.86 (d, J = 3.3 Hz, 2H), 8.21 (d, J = 8.2 Hz, 2H), 8.06 (d, J
= 8.3 Hz, 2H), 7.95 (m, 2H), 7.61 (dt, J = 15.7, 8.0 Hz, 4H), 7.50 (dd, J = 8.2, 4.1 Hz, 2H),
7.38 —7.36 (m, 4H). 13C NMR (176 MHz, CDCls) & 169.3, 139.4, 136.3, 134.0, 132.2, 130.3,
130.0, 128.4, 128.3, 127.9, 127.5, 126.4, 126.2, 126.0, 125.5, 121.8, 121.6. HRMS (ESI) m/z

calculated for CasH24N202 [M+H]" 493.1911, found 493.1888.

N?,N?-Dibenzyl-4,4'-dimethoxy-[1,1'-biphenyl]-2,2'-dicarboxamide 2p: Pale yellow solid,
yield: 206 mg (86%), m.p.: 133-135 °C. 'H NMR (400 MHz, DMSO-ds) 5 9.06 (s, 2H), 7.19

(s, 6H), 7.00 (d, J = 9.3 Hz, 6H), 6.88 (s, 4H), 4.26 (s, 4H), 3.84 (s, 6H). °C NMR (101 MHz,
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DMSO-ds) 6 169.6, 158.8, 139.1, 138.2, 131.5, 131, 128.5, 127.2, 127.1, 115.1, 113.0, 55.8,

42.8. HRMS (ESI) m/z calculated for C3oH2sN204 [M+H]*481.2122 found 481.2105.

N2,NZ-Di(quinolin-8-yl)-[1,1'-biphenyl]-2,2'-dicarboxamide2q:2® Off white solid, yield:
210 mg (85%), m.p.: 212-214 °C (211-213 °C).2¢ 1H NMR (500 MHz, CDCl3) § 10.36 (s, 2H),
8.69 (d, J = 7.3 Hz, 2H), 8.46 (m, 2H), 7.95 (m, 2H), 7.86 (d, J = 7.4 Hz, 2H), 7.46 (d, J = 4.1
Hz, 4H), 7.42 (dt, J = 12.0, 4.3 Hz, 2H), 7.30 (m, 2H), 7.25 (dd, J = 8.0, 3.8 Hz, 4H). 13C NMR
(126 MHz, DMSO-ds) 6 166.9, 148.8, 139.7, 138.0, 136.7, 136.4, 134.5, 131.1, 131, 128.4,
128.2,127.8,127.1, 122.4, 122.3, 116.2. HRMS (ESI) m/z calculated for C32H22N4O2 [M+H]*

495.1816, found 495.1805.

4,4'-Dimethoxy-N?, N?-di(quinolin-8-yl)-[1,1'-biphenyl]-2,2'-dicarboxamide 2r: Off white
solid, yield: 235 mg (85%), m.p.: 180-185 °C. *H NMR (500 MHz, DMSO-ds) 5 10.21 (s, 2H),
8.60 — 8.46 (m, 4H), 8.27 (d, J = 8.2 Hz, 2H), 7.50 (dd, J = 13.0, 5.9 Hz, 4H), 7.44 — 7.36 (m,
4H), 7.31 (d, J = 8.5 Hz, 2H), 7.09 (dd, J = 8.5, 2.5 Hz, 2H), 3.79 (s, 6H). 13C NMR (126 MHz,

DMSO-ds) 6 166.5, 159.1, 148.7, 138.1, 137.6, 136.7, 134.5, 132.9, 131.1, 127.8, 127.8, 122.4,
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122.3, 116.5, 116.3, 113.9, 55.9. HRMS (ESI) m/z calculated for CzsH26NsOs [M+H]"

555.2027, found 555.2012.

4,4' 5,5'-Tetramethoxy-N2 N?-di(quinolin-8-yl)-[1,1'-biphenyl]-2,2'-dicarboxamide  2s:
White solid, yield: 258 mg (84%), m.p.: 170-173 °C.*H NMR (500 MHz, DMSO-ds) & 10.01
(s, 2H), 8.61 (d, J = 7.5 Hz, 2H), 8.49 (s, 2H), 8.31 (d, J = 8.2 Hz, 2H), 7.58 (d, J = 8.1 Hz,
2H), 7.54 — 7.47 (m, 4H), 7.43 (s, 2H), 7.03 (s, 2H), 3.76 (s, 6H), 3.75 (s, 6H). 13C NMR (126
MHz, DMSO-ds) 6 166.0, 150.9, 148.8, 148.6, 138.1, 136.8, 134.9, 131.8, 128.5, 127.9, 127 .4,
122.4, 122.1, 116.1, 114.7, 112.7, 56.3, 56.1. HRMS (ESI) m/z calculated for C3sH30N4Os

[M+H]+ 615.2238, found 615.2246.
O
o

6,6'-Dimethyl-N? ,N?-diphenyl-[1,1'-biphenyl]-2,2'-dicarboxamide 2t: White solid, yield:

Me
QW
N
H

180 mg (86%), m.p.: 220-222 °C. *H NMR (500 MHz, CDCl3) & 9.16 (s, 2H), 7.52 (t, J = 9.0
Hz, 2H), 7.44 (d, J = 7.8 Hz, 4H), 7.35 (dd, J = 10.3, 7.0 Hz, 4H), 7.28 (dd, J = 10.7, 4.9 Hz,
4H), 7.09 (t, J = 7.4 Hz, 2H), 1.99 (s, 6H). 3C NMR (101 MHz, CDCl3) § 169.0, 138.0, 136.9,
136.6, 136.4, 132.5, 128.9, 128.1, 124.8, 124.4, 120.1, 20.2. HRMS (APCI) m/z calculated for

C28H24N202 [M+H]* 421.1911, found 421.1883.
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GPx like antioxidant property

Peroxide decomposing antioxidant activity as a mimic for glutathione peroxidase (GPx)
selenoenzyme was evaluated by thiol peroxidase assay by following eq. 1 (vide infra).2 In the
thiol peroxidase assay, the oxidation of benzenethiol to diphenyl disulfide (PhSSPh) by H>O>
in the presence of various spirodiazatellurane catalysts 1k, 1m, 1n, 10, and 1p were monitored

by UV-Visible spectrophotometry at 305 nm at 25 °C (Figure S1).

Catalyst
2 CgH=SH + H,0O > CgH5SSCgH + 2 H,0 .
6’5 2¥2 Methanol @305 nm 6T 6T’ 2 eq. 1

0.225

Ph,Se,

0.200 1n
0175
0.150

8

© 0.125 -

3
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Figure S1. A model plot of absorbance vs time (sec). The initial concentration of benzenethiol,

catalyst 1n (0.1 mM) and H20. were fixed to 3.75 mM.

The tested spirotelluranes show the H20. decomposing activity. Chalcogen-bonded
spirotelluranes 1n-1p catalysed thiol oxidation reaction at faster reduction rate (vo = 80.2+3.0,
78.1+2, and 78.3+1.7 pMmint, respectively) as compared to standards Ph,Se2,2 ebselen® (vo
= 24.1+2 and 22.3+2.1 pMmin™) and the tested spirotelluranes 1k and 1m (v, = 28.2+1.8 and

27.8+1.6, uMmin™), respectively (Table S2).

S36



Table S2. Thiol peroxidase like activity of spirodiazatellurane

entry catalyst structure catalyst (mM) rate (vo = uMmin™?)

1 @S N Ph2Se: 24.1+28b

2 7 Ebselen 22.3+2.18¢
OO

3 0 oM 1k 28.3+1.8
AT

MeO
o]

4 0 oMte Im 27.8%£1.6
MeO NO/
e 2
L
MeO
F D
OMe

5 i 1n 80.243
SAPS

6 eo e 1o 78.1+2
LT

7 i 1p 78.3x1.7

Assay condition: The reactions were carried out in methanol at 25 °C and monitored by UV-Visible
spectrophotometer at 305 nm. Catalyst (0.01 mM), PhSH (1.0 mM) and H,0, (3.75 mM) respectively.®* All

experiments have been repeated triplicate.
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Catalytic nitro-Michael reaction

Table S3. Optimization table
Ph

MeO N Ph Catalyst MeO N NO,
\©[> * == DCE, tt, time "
N NO,

H
3

entry catalyst catalyst time %yield
load

1 ° % 10 mol% 48 h 30
SARS
iy
CQGU
0 1n
1n

2 20 mol% 24 h 50
3 1n 20 mol% 48 h 91
4 o /@/OMS 20 mol% 48 h 20

5 0 /@/OMe 20 mol% 48 h 21

6 none — 48 h —

Nitro-Michael reaction between 5-methoxy indole and trans-g-nitrostyrene was firstly tried
with 10 mol% of 8-aminoquinoline derived spirodiazatellurane 1n in dry dichloroethane and
yielded 30% after 48 h (entry 1, Table S3). Further, the increase in the catalytic load from 10
to 20 mol% lead to increase the yield to 50%, after 24 h (entry 2, Table S3). When the reaction
was continued to 48h; an almost quantitative conversion (91%) was observed for 3 (entry 3,

Table S3). Spirodiazatellurane 1k and 1m also catalysed the above reaction, albeit only 20-
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21% vyields were noticed (entries 4 and 5, Table S3). However, conversion to 3 was observed

for uncatalyzed reactions (entry 6, Table S3).

General experimental procedure

R NO
2 4 Ph 1n (20 mol%) _ R 2
‘N02 DCE, rt, 48 h

IZ/

A dry capped reaction vial containing a magnetic stir bar was charged with trans-g-nitrostyrene
(15 mg, 0.1 mmol) and catalyst (13mg, 0.02 mmol) in dry dichloroethane (2 mL). Next, 5-
methoxy indole (23 mg, 0.15 mmol) was added in one portion as a solid and allowed to stir for
48 h at room temperature. The reaction was immediately purified by flash column

chromatography on silica gel using petroleum ether/ethyl acetate (8:2) as eluent.

Ph

MeO NO,
N
N

H

5-Methoxy-3-(2-nitro-1-phenylethyl)-1H-indole 3:®* White solid, yield: 27 mg (91%). 'H
NMR (500 MHz, DMSO-ds) & 10.89 (s, 1H), 7.48 (d, J = 7.7 Hz, 2H), 7.36 (d, J = 2.2 Hz, 1H),
7.30 (t,J = 7.6 Hz, 2H), 7.23 (t, J = 8.0 Hz, 2H), 6.98 (d, J = 2.0 Hz, 1H), 6.72 (dd, J = 8.7, 2.1
Hz, 1H), 5.45 — 5.13 (m, 2H), 5.03 (d, J = 8.2 Hz, 1H), 3.72 (s, 3H). 1*C NMR (126 MHz,
DMSO-de) 6 153.6,141.2,131.7,128.9, 128.3, 127.3, 126.8, 123.4,113.7, 112.6, 111.8, 100.9,
79.5, 55.8, 41.1. HRMS (ESI) m/z calculated for C17H1sN203z 297.1234 [M+H]" found,

297.1234.

Ph

Me NO,
N
N

H
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5-Methyl-3-(2-nitro-1-phenylethyl)-1H-indole 4:° White solid, yield: 21 mg (76%). *H NMR
(500 MHz, DMSO-dg) & 10.91 (s, 1H), 7.45 (d, J = 7.6 Hz, 2H), 7.36 (d, J = 2.2 Hz, 1H), 7.30
(t, J = 7.6 Hz, 3H), 7.25 — 7.18 (m, 2H), 6.89 (d, J = 8.2 Hz, 1H), 5.37 — 5.21 (m, 2H), 5.01 (t,
J =8.2 Hz, 1H), 2.33 (s, 3H). 1*C NMR (126 MHz, DMSO-ds) & 141.2, 135.0, 128.9, 128.3,
127.6, 127.3, 126.7, 126.7, 123.4, 122.8, 118.3, 113.3, 111.7, 79.7, 41.1, 21.7. HRMS (ESI)

m/z calculated for C17H1sN20O2 281.1285 [M+H]" found, 281.1291.

Ph
MeO NO;
Me

5-Methoxy-2-methyl-3-(2-nitro-1-phenylethyl)-1H-indole 5:%° Yellow oil, yield: 26 mg

Iz _

(85%). *H NMR (500 MHz, DMSO-ds) 8 10.78 (s, 1H), 7.41 (d, J = 7.7 Hz, 2H), 7.31 (t, J =
7.5 Hz, 2H), 7.21 (t, J = 7.3 Hz, 1H), 7.14 (d, J = 8.7 Hz, 1H), 6.90 (s, 1H), 6.64 (d, J = 8.7 Hz,
1H), 5.52 (dd, J = 12.9, 7.3 Hz, 1H), 5.33 (dd, J = 12.8, 9.3 Hz, 1H), 5.06 (t, J = 8.2 Hz, 1H),
3.69 (s, 3H), 2.38 (s, 3H). *C NMR (126 MHz, DMSO-ds) § 153.4, 140.8, 134.2, 130.9, 128.8,
127.8, 127.3, 127.0, 111.7, 109.8, 108.4, 101.5, 78.3, 55.8, 12.2. HRMS (ESI) m/z calculated

for C1s8H18N203 [M+H]* 311.1390, found 311.1400.

Ph

N
N

H

3-(2-Nitro-1-phenylethyl)-1H-indole 6:° Light yellow oil, yield: 18 mg (70%), *H NMR (500
MHz, DMSO-ds) § 11.04 (s, 1H), 7.51 (d, J = 7.9 Hz, 1H), 7.46 (d, J = 7.4 Hz, 2H), 7.43 (d, J
= 2.2 Hz, 1H), 7.34 (d, J = 8.1 Hz, 1H), 7.29 (t, J = 7.6 Hz, 2H), 7.20 (t, J = 7.3 Hz, 1H), 7.06
(t, J=7.5Hz, 1H), 6.94 (t, J = 7.5 Hz, 1H), 5.39 — 5.26 (m, 2H), 5.05 (t, J = 8.2 Hz, 1H). 3C
NMR (126 MHz, DMSO-ds) 6 141.2, 136.6, 128.9, 128.3, 127.3, 126.4, 122.7, 121.8, 119.1,

118.9, 113.9, 112.0, 79.6, 41.1.
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{ﬁﬁ?%
Parameter Value
1 Title Sangit- 2 IYER mAmmAmEmA  =oE
P P Lo o P P P Pm e P P Fou P P
m.__um_%_mm.uﬂmm S R N
2 Spectrometer spect
3 Solvent CDCl3
]
4 Temperature 293.1
ZT
5 Mumber of 16 o o
Scans
6 Relaxation 1.0000
Delay

7 Pulse Width 10,2000
8 Acquisition 3.2768

Time
9 Acquisition 2021-07-26T
Date 11:50:38
10 Modification  2021-07-27T
Date 14:50:22 AT T T T T T T T
11 Spectrometer 500,13 7.9 7.8 77 7.6 7.5 74 73 7.2 71
Freguency
12 Spectral 10000.0
Width
13 Lowest -1924.5 _
Freguency
14 Mudeus H

15 Acquired Size 32768
16 Spectral Size 65536
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'H NMR spectra of 2-bromo-N-phenylbenzamide (Substrate for 1a and 2a)

Loo—

4,003
3.00 -
1.00-=
1.o0-<

10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 G.0 5.5 5.0 4.5 4.0
1 (ppm)



Parameter
1 Title

Spectrometer
Solvent

la and 2a)

Temperature
MNumber of Scans
Relaxation Delay
Pulse Width
Arquisition Time

MIOG0 s ot s g g

Acquisiion Date

10 Modification Date

(Substrate  for

11 Spectrometer
Freguency

12 Spectral Width

13 Lowest
Freguency

14 Mudeus
15 Acquired Size
16 Spectral Size

spectra of 2-bromo-N-phenylbenzamide

13161
=—129.74
12912
12771
124 .88
12015
119.29

™
\
X

133 .50

Value

—165 .64
137.82
137.55

A
A

Sangit-
MEB-02-513({500M
Hz)

spect
CoCl3
298.0
512
2.0000
12,2500
1.1010

2021-07-26T14
3322

2021-07-27T 14
s0:22

125.77

29761.9
-2306.2

13C
32758
65536

210 200

13C  NMR

190 180 170 160 150 140 130 120

T T T T T T T
110 100 a0 80
f1 (ppm}
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'H NMR spectra of 2-bromo-N-(p-tolyl)benzamide (Substrate for 1b and 2h)

MmO NSO 00D — O 80 00D =
R R R m
B b L
1 Title Sangit-
ME-2n_240122
{(500MHz)
2 Spectrometer spect
3 Solvent CDCl3
4 Temperature 298.1
5 Mumber of 16
Scans
6 Relaxation 10000
Delay 4 23 HE ARBEARGE B3 L kS
: 3 1 0 ] 1B ] = o
7 PulseWidth 12,0000 T N A RN B S
8 Acguisition Time 3.2753
9 Acquisition 2022-01-24T12
Date 10905 ZT
10 Modification 2022-01-25T15 o @
Date 11734
11 Spectrometer 500,13
Frequency
12 Spectral Width 10000.0 ||
13 Lowest -1925.0
Frequency
14 Mudeus 1H
15 Acguired Size 32768
T T "~ T ~ T T " T " 1T T T T 1
16 Spectral Si 65536
pectral Size 78 77 76 75 74 73 72 71 26 25 24 23
L__(r A
TEY R i
oo o oo o =
oooagaaq 9
— N m
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 73 7.0 6.3 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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13C NMR spectra of 2-bromo-N-(p-tolyl)benzamide (Substrate for 1b and 2h)

# REhHEARIANIA wn
2 HESRREERES =
= tDoonIDoDzZo =
“ N Y
Parameter Value
1 Tite Sangit-
MB-2n_240122{500MHz)
2 Spectrometer spect
3 Solvent CDCI3 °
4 Temperature 298.0 =
5 MNumber of 512
Scans
6 Relaxation 2.0000
Delay ZT .
7 Pulse Width  10.0000 o m
8 Acquisition 1,1010
Time
9 Acguisition 2022-01-25T10:01:30
Date
10 Modification  2022-01-25T15:17:34
Date
11 Spectrometer 125.75
Frequency
12 Spectral 29761.9
Width
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65538
[
Lign
|
|
| 7 __
r—r+— 1 1. r* 1 ‘* 1 ‘* 1 °* T ‘°* 1 ' T * T +* [ T+ T * T " T T T T* T " T * T " T T T T* 1
210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
f1 (ppm)
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'H NMR spectra of 2-bromo-N-(4-methoxyphenyl)benzamide (Substrate for 1c and 2i

SHESRRARARGREE &
. T e Y
1 Title Sangit-
MB-2i{500MHz)
2 Specitrometer spect
3 Solvent CDCI3
TE2 50 ARAmAaY - =
4 Temperature  293.0 [ SN [ A . o
5 Mumber of 16 FSES AT m \/ |
Scans o _
6 Relaxation 1.0000
Delay
7 Pulse Width 12,0000
8 Acquisition 3.2768
Time
9 Acguisition 2022-01-21T1
Date 5:48:02 |
10 Modification 2022-02-11T2
Date 2:18:32
11 Spectrometer  500.13
Frequency
12 Spectral Width  10000.0 UL L T T T
13 Lowest -1925.0 8 77 76 75 74 X3 72 71 70 6.9 38 37
Frequency
14 Mudeus H
15 Acguired Size 32758
16 Spectral Sige 65536
h I\
i)
=
=
"
T T T T T T T T ] T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 73 70 6.3 6.0 3.5 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

5.0
f1 (ppm)
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13C NMR spectra of 2-bromo-N-(4-methoxyphenyl)benzamide (Substrate for 1c and 2i

e g 22R3I87 28 8 3
2 2 FERRESL 82 I o
Parameter Value | N =5l [ 1 _ T
1 Tite Sangit-
MB-Z2i{500MHz)
2 Spectrometer spect
3 Solvent COCl3
4 Temperature 297.9
5 Number of Scans 512 ©
& Relaxation Delay 2.0000 nMu
7 Pulse width 10.0000
8 Acguisition Time 1.1010
9 Acquisiion Date 2022-01-21T22:
44:33 ZT
10 Modification Date 2022-02-11T22: o o
18:34
11 Spectrometer 125.76
Freguency
12 Spectral Width ~ 29761.9
13 Lowest -2306.2
Frequency |
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
b
I : _
it e A e e e - o Ll h Ay WA .. o e o T Lol P i 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 T T T
210 200 190 180 170 160 150 140 130 120 H_w“_._u_H W_H_D a0 a0 70 60 50 40 30 20 10
ppm
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'H NMR spectra of 2-bromo-N-(4-chlorophenyl)benzamide (Substrate for 1d)

L
Parameter m Value mmmmmmmmmmmmm
!
1 Title Mm:m_;._.,.__m.nnﬂl B
Am{700MHz) - T o
2 Spectrometer  spect =2 R R d B
3 Solvent DMS0 1 i N
4 Temperature 298.0
5 Mumber of Scans 16
6 Relaxation Delay 1.0000
7 Pulse Width 3,1000
8 Acquisiion Time 2,3243
9 Acquisiion Date 2022-04-04T16:58:15
10 Modification 2022-04-05T 12:05:43
Date
11 Spectrometer 700,13
Freguency
12 Spectral Width ~ 14097.7
13 Lowest -2725.6
Freguency
14 Nudeus 1H ' 7 ' !
15 Acquired Size — 10.6 _ 8.0 7.8 7.6 74 6.6 6.4
16 Spectral Size 65536 _
|
_
|
|
|
|
7 ,
T P
E 22858
— N~ m
T T T 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
2.0 115 11.0 105 100 9.5 9.0 8.5 8.0 7.3 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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13C NMR spectra of 2-bromo-N-(4-chlorophenyl)benzamide (Substrate for 1d)

E RN ETRERaRT
Parameter Valug g FERREEERAS
1 Title Sangit-MB-PCI- & TS
Am{700MHz)
2 Spectrometer spect
3 Solvent DMS0
4 Temperature 298.0
5 Number of 512
5 —
Cans 5
6 Relaxation 2.0000
Delay
7 Pulse Width 15,4000
8 Acqguisition 0.7364 >
Time r
(@) om
9 Acquisition 2022-04-04T17:24:04
Date
10 Modification  2022-04-05T12:05:45
Date
11 Specirometer 176.05
Frequency
12 Spectral Width 41665.7
13 Lowest -3229.8
Frequency
14 Mudeus 13C
15 Acquired Size 32788
16 Spectral Size 65536
|
1
i |
[
|
| _
: |
T T T T 1 T T T T T T T T T 1T r 1 T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 -10

f1 (ppm)
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'H NMR spectra of 2-bromo-N-(m-tolyl)benzamide (Substrate for 1e and 2€)

s N ERRIRNNRYITIVVYTRNRSAD A
Po P P P P P P P P P P P P M P P P MDD ™
Parameter value e e e e e
1 Tite Sangit-MB-1e-Am
2 Spectrometer spect
2 oo o m o o oo wn M —
3 Solvent DMS0 S nno ERBaEmAS g o
4 Temperature 298.2 [ VN N
5 MNumberof 16
Scans
6 Relaxation  1.0000
Delay W
7 Pulse Width  6.4000
8 Acqguisition 4.0894
Time
9 Acquisiion  2022-03-30T10:50:49 =T
Date o &
10 Modification  2022-03-30T13:48:59
Date
11 Spectrometer 400,13
Fregquency |
12 Spectral 8012.8 |
Width _ _ !
13 Lowest -1535.6
Freguency _
14 Mudeus H
15 Acquired Size 32768
16 Spectral Size 55536 T T T I J " T ' T i L T T 1 !
10.4 10.2 7.6 74 7.2 7.0 6.8 2.6 2.4 2.2
r
|
J
1
e Py !
= oo o - o = =
= aa50a 9 =]
— — T o — "
r——+~ 1 +~ 1 * 1 - 1 *~ 1 *~ T * T ~ T T T *~ T * T T~ T *~ T *~ T * T * T T~ T ~ T *~ T * T T T T T T~ T T T
12.0 11.5 11.0 10,5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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B FRELREEZSENER baj
g R -
3 g i i s R P
A _
Parameter Value
1 Title Sangt-MB-1le-
Am{F0OMHz)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 293.0 m
5 Mumber of 512
Scans
6 Relaxation 2.0000
Delay >
7 Pulse Width  15.4000 o o
8 Acguisition 0.7354
Time
9 Acquisition 2022-03-30T1
Date 1:42:00
10 Medification 2022-03-30T1
Date 7:52:18
11 Spectrometer 176.05
Frequency
12 Spectral Width 41668.7
13 Lowest -3225.8
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 6553

ll

13C NMR spectra of 2-bromo-N-(m-tolyl)benzamide (Substrate for 1e and 2€)

210 200 190 180 170 160 150 140 130 120 HH_”__n wa_“_d ag 80 70 60 20 40 30 20 10 0
1 (pom
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HRMS spectra of 2-bromo-N-(m-tolyl)benzamide (Substrate for 1e and 2e)

Display Report

Analysis Info Acquisition Date  3/29/2022 1:21:52 PM
Analysis Name  D:\Data\NEW USER DATA 2022\March-2022\29march\Prof.S.Kumar-MB-2E-R_1-A,6_01_11580.d
Method hrlcms-20 sept.m Operator RUCHI

Sample Name  Prof.S.Kumar-MB-2E-R 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 m/z Set End Plate Offset -500 V Set Dry Gas 6.0 I/min
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
lntens7.: Prof.S.Kumar-MB-2E-R_1-A,6_01_11580.d: TIC +All MS
x107]
21 / h _—\
14 // \

:///\\> N . 3 7/’// B m““‘/ e S
Inteng.; rof.S.Kumar-MB-2E-R_1-A,6_01_11580.d: UV Chromatogram, 200-400 nm
[mAUJ3 (6]

x1053
E N Me
3 H
23 Br
13
04 ; : — . — ; :
1 2 3 4 5 Time [min]
200 2%0 2t‘10 2?0 2§0 390 3?0 3?0 ) 36.0 . quelenglth [nm]
Intens‘s UV, 3.6-3.7min #(2123-2213),
[mAU]
20007
1000;
Inten® +MS, 3.6-3.7min #(215-222)
x1063 292.0126
2- 182.9446
13
05 ) 603.0094
100 "200 300 400 " 500 " 600 “700 miz
lmensé; +MS, 3.6-3.7min #(215-222)
X107 292.0126
1 290.0150
21
] 291.0216 293.0196
19
o1 290.1993 292.1971
2500§ C14H12BrNO, M+nH ,290.02
2000; 290.0175 292.0155
15007
10007
500§ 291.0208 293.0188
290.0 290.5 291.0 291.5 292.0 292.5 293.0 293.5m/z
Bruker Compass DataAnalysis 4.0 printed:  3/29/2022 2:46:14 PM Page 1 of 1
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'H NMR spectra of 2-bromo-N-(3,4-dimethylphenyl)benzamide (Substrate for 1f and 21)

EERTISEAAMARCS A
Y| geemm——— N
1 Title Sangit-
ME-2m{500MHz)
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 297.9
5 MNumberof 16 2 & SEIFERALN IS v
m Lp oW o8 Mo P P P P P P s Lot o ™o
£ans Ve oo B S N Y4 \/
& Relaxation 10000
Delay
7 Pulse Width 12,0000
8 Acguisition 3.2758
Time <L .
9 Acquisition 2022-01-27T16:58: 18 o -
Date
10 Modification  2022-02-17T15:02:54
Date
11 Spectrometer 500,13
Frequency __
12 Spectral 10000.0
Width e e I B e S e B e e L E B e e o e I S B R B e
13 Lowest -1925.0 8.1 79 78 77 Je 75 74 73 72 71 A0 2.5 2.3 2.1
Frequency f
14 Mudeus H __
15 Acquired Size 32768 {
16 Spectral Size 65536 __
_ [
: f o
[ I
_ [ ]
| Fl
L
S M
= a0 o =0
a S aaq a9
— - ™ m M
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T L
10.0 9.5 9.0 8.5 8.0 75 Z0 6.5 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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13C NMR spectra of 2-bromo-N-(3,4-dimethylphenyl)benzamide (Substrate for 1f and 2I)

= BERARRERN T 3 o 1@
Parameter  Value z SEERBSRER 5 5 o £
1 Titl Sangit- SSEENNTE T _ W/
ME-2m{500MH
z)
2 Spectrometer spect
3 Solvent CDCI3 ] ()
= =
4 Temperature  297.9
5 Mumber of 512
Scans
6 Relaxation 2.0000 >
Delay o &
7 Pulse Width 10,0000
8 Acguisition 1.1010
Time
9 Acquisition 2022-01-22T1
Date 7i26:32
10 Modification 2022-02-12T1
Date 5:02:54
11 Spectrometer 125,76
Frequency
12 Spectral Width 29761.9
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
I
|
I
I
[
|
Pyl
| U |
| J " |
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
210 200 190 180 170 160 150 140 130 120 110 100 a0 a0 70 60 50 40 30 20 10
f1 (ppm)
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HRMS spectra of 2-bromo-N-(3,4-dimethylphenyl)benzamide (Substrate for 1f and 2I)

Display Report

Analysis Info Acquisition Date  3/29/2022 1:29:04 PM
Analysis Name  D:\Data\NEW USER DATA 2022\March-2022\29march\Prof.S.Kumar-MB-2L-R_1-A,7_01_11581.d

Method hrlcms-20 sept.m Operator RUCHI
Sample Name  Prof.S.Kumar-MB-2L-R Instrument micrOTOF-Q 1l 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 m/z Set End Plate Offset -500 V Set Dry Gas 6.0 I/min
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
Intens7._ Prof.S.Kumar-MB-2L-R_1-A,7_01_11581.d: TIC +All MS
x107]

Inten®7 Prof.S.Kumar-MB-2L-R_1-A,7_01_11581.d: UV Chromatogram, 200-400 nm
[mAU]
x105 3
24
0 T T T T T T
1 2 3 4 5 Time [min]
290 ) 2?0 ) 2430 ) 2§0 y 22?0 ) 390 : 3?0 ) 3‘}0 : 3§0 ) lWavellength [nm]
Intens. 3 UV, 3.6min #2111,
[mAU]4

i Me
1000 w Me

Inten%i Br +MS, 3.6min #212
X104 328.0112
1.07
0.59
] 182.9423
ol 148.0754 || : . l 441.2947475.3242
"~ 50 100 150 200 250 300 350 400 450 500 m/z
lmensé: +MS, 3.6min #212)
x1097
] T 328.0112
1.07
0.5
] 327.0158 329.0143
. G‘ 330.0164
250‘0% C15H14BrNO, M+nNa ,326.02,
2000 326.0151 328.0131
15007
1000
5003 327.0184 329.0164
3 330.0198
325.5 326.0 326.5 327.0 327.5 328.0 3285 329.0 329.5 330.0 miz
Bruker Compass DataAnalysis 4.0 printed: ~ 3/29/2022 2:49:23 PM Page 1 of 1
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'H NMR spectra of 2-bromo-5-methoxy-N-phenylbenzamide (Substrate for 1g)

—
L]
™

Parameter Value
1 Title Sangit-MB-732(500MHz) a 33 % EmA Z g BhEY 3
[ o8 LN N Mo LS LoV Lo o N Y O D DD m
2 Spectrometer  spect N VNI e ~4
3 Solvent CoCl3
4 Temperature  298.0 I
5 Mumber of 16
Scans
6 Relaxation 1.0000
Delay
7 Pulse Width 12,0000
8 Acguisiion Time 3.2758
9 Acquisiion Date 2022-02-23T11:04:40
10 Modification 2022-03-03T12:38:18
Date | IS B B S E S R S R N R S A S S S R S A S |
11 Spectrometer 500,13 78 77 76 75 74 73 72 [F1 70 6.9 6.8 4.0 39 3.8 37
Frequency
12 Spectral Width  10000.0
13 Lowest -1925.0
Frequency
14 Nudeus H
15 Acguired Size 32768
16 Spectral Size 65538
(.
i [
|
|
|
J | _
ST o P | 7
o QR e e e Y e = =
Saa99a9 = =]
— ey e Y — m
T L— — T — L — — T - T T T J T T L— T L— T L— T T T
10.0 9.5 9.0 8.5 8.0 7.3 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

f1 foom)

Peak at 1.66 ppm is corresponding to water associated in CDCls
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13C NMR spectra of 2-bromo-5-methoxy-N-phenylbenzamide (Substrate for 1g)

o = M- TN =aoY aom
N9 Mminpm= @ oS, =
2 5 BRTESTEETE =
— — R e I ] i
1 A L
Parameter Value
1 Title Sangit-
MB-78%({500MHz)
2 Spectrometer spect
3 Solvent CoCl3
4 Temperature 298.9
5 Mumber of 512
Scans
6 Relaxaton  2.0000 T
Delay © o
7 Pulse Width 10.0000
8 Acguisition 1.1010
Time 3
9 Acguisition 2022-02-28T14:25:17 )
Date =
10 Modification  2022-03-03T12:38:16
Date
11 Spectrometer 125,76
Freguency
12 Spectral Width 297619
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32763
16 Spectral Size 65536
[
|
1 1 |
r—r+ 1 1 1 ' 1 " 1 "1 * T + T +* T +* T * T * T +v T ' T * T ‘v T ' T * T ‘' T ™ 1
210 200 190 180 170 160 150 140 130 120 110 100 an a0 70 i 50 40 30 20 10
f1 (ppm)
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'H NMR spectra of 2-bromo-5-methoxy-N-(p-tolyl)benzamide (Substrate for 1h)

S NEE Z=REE3 E T
o S N S i = P m o
PN RS ﬁ
Parameter Value
1 Title Sangit-MB- T ORAnF?3hSsmaa 2 5
SR-678(500MHz) 1_, ﬂ.m_w,\__,, ﬂH\w ,wf,wm.u.uu H_ 4
2 Spectrometer spect
3 Solvent Coal3 o
4 Temperature 298.0 = [
5 Mumber of Scans 16
6 Relaxation Delay 1.0000 ]
7 Pulse Width 12,0000
- ZT
8 Acguisiion Time 3.2768 o &
9 Acquisition Date  2021-11-29T12:33:09 |
10 Modification Date 2021-11-30712:22:54 il |
11 Spectrometer 500,13 I "
Freguency .h
12 Spectral Width 10000.0 W
13 Lowest -1925.0 T v T T T T T T
Frequency 8.0 7.5 7.0 6.5 4.0 2.5
14 Mudeus 1H
15 Acguired Size 32768
16 Spectral Size 65536
- _
[ |
) 7_ [ ]
i
I
I L, A '
UL AT | I | f
= (=T =} = = = =
a2 =a a4 = =l =l
— ™ — m — m m
T T T T T T T v T T T T T T T T T T T T T T T T T T T T T T T
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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13C NMR spectra of 2-bromo-5-methoxy-N-(p-tolyl)benzamide (Substrate for 1h)

= 8 28888  nEE & z .
Parameter value 2 & BRAAE 22% 8 s S
1 Title SangitvB- || VSN [
SR-673(500MHz
)
2 Spectrometer spect
3 Solvent CDCl3 [0)
4 Temperature 288.0 2
5 Mumber of Scans 512
6 Relaxation Delay 2.0000
7 Pulse Width  10.0000 D
8 Acquisition Time 1.1010 o o
9 Acquisition Date 2021-11-30T02:
06:23
10 Modification 2021-11-30T12:
Date 22:54 o
11 Spectrometer 125.76 m
Frequency
12 Spectral Width  25761.9
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
I o _
I _ | % ﬁ !
|| _
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
200 190 180 170 160 150 140 130 120 110 100 a0 a0 70 il 50 40 30 20 10

f1 (ppm)
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'H NMR spectra of 2-bromo-N-(3,4-dimethylphenyl)-5-methoxybenzamide (Substrate for 1i

5.0
f1 (ppm)

LR EE LT = -
Poo P P P P P P P M M s s DD DD m ™™
e N | N
by 2E2RRARSRITECD HER S = RH
e PRI R D r e ml el r 5 55 D - 2”‘_,.
Parameter Value _ rf_nﬂf._JFf.u.m_\L _.J___ ___w._ rff;__\\ | f
|
1 Title Sangit-MB-1-F 2 2
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 2938.2
5 Mumber of 16 ZT
Scans (@) o)
& Relaxation 1.0000
Delay
7 Pulse Width  &.4000
8 Acguisition 4.0894 @)
Time W
9 Acguisition 2022-04-01T12:38:22 | _
Date T T T T T T T T T T T T T T __
10 Modification  2022-04-01T13:13:24 7.8 7.6 74 7.2 7.0 6.8 4.0 38 3.6 2.2
Date
11 Spectrometer 400.13
Freguency
12 Spectral 8012.8 ol _. Il |
Width __ __ [ ]
)
13 Lowest -1545.2 P
Frequency ’ ! !
14 Mudeus H
15 Acquired Size 32768
16 Spectral Size 65536
o A - 7,|
T AR R, ¥ A
g8 EEEEE & g gE
R ™ mom
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 3.5 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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13C NMR spectra of 2-bromo-N-(3,4-dimethylphenyl)-5-methoxybenzamide (Substrate for 1i

a3 2INERES KRZLH 2 2 g
2 g ERESOE SEnLE = = o
SR B R i B B = I 3
| N N
Parameter Value
1 Tite Sangit-MB-1i-
F{700MHz)
2 Spectrometer spect
3 Solvent CoCl3
) )
4 Temperature  2588.0 = =
5 Number of 72
Scans
6 Relaxation 2.0000
Delay ZT
7 Pulsewidth 15,4000 o) o
8 Acquisition 0.7864
Time
9 Acquisition 2022-04-01T16:53:20
Date o
10 Modification 2022-04-01T17:25:496 W
Date
11 Spectrometer  175.05
Frequency
12 Spectral Width 41666.7
13 Lowest -3229.8
Frequency
14 Nudeus 13C | ! !
15 Acquired Size 32758
16 Spectral Size 65536 _
|
|
_ _ |
_ ‘
r——r+ 1 T 1+ 1 v [ T~ 1 T [ ‘" T °* T * T +* [ T+ T * [ * T * T * T T* T " T ©* T T©T T T* 1T
210 200 190 180 170 160 150 140 130 120 110 100 ag 80 70 60 20 40 30 20 10

f1 foom)
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HRMS spectra of 2-bromo-N-(3,4-dimethylphenyl)-5-methoxybenzamide (Substrate for 1i)

Display Report

Analysis Info Acquisition Date  4/1/2022 11:23:24 AM
Analysis Name  D:\Data\NEW USER DATA 2022\April-2022\01-April\Prof.S.Kumar-MB-1i-Rpt.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  MB-1i-Rpt Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Source

Intensé. Prof.S.Kumar-MB-1i-Rpt.d: TIC +All MS
x10°

o1 o2 T o3 7 T o4 7 T os 7 Time[min

Intens.{ +MS, 0.1min #5
334.0422

4 o /©:Me
4—
MeO
] € N Me
H

21 Br
691.0567

135‘10441 l255.1224

0 T T ™ A T T T T — ——
100 200 300 400 500 600 700 800 900 1000 m/z

Intens. { +MS, 0.1min #5
334.0422 336.0405

2 335.0445 337.0429

o 335.864

25004 C16H16BrNO2, M+nH ,334.04
i 334.0437 336.0417

5001 335.0471 337.0450

‘3340 3345 3350 3365 330 3365 3370 3375 miz

Bruker Compass DataAnalysis 4.0 printed:  4/1/2022 11:24:57 AM Page 1 of 1
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'H NMR spectra of 2-bromo-5-methoxy-N-(2-methoxyphenyl)benzamide (Substrate for 1j)

= m o —_ OO S = 00 e o
i m mMAM—~=909000® 6ax o m
[-- -1 -- ] Fa PP P P PP MDD D DD o
Y/ N ee————— y ¢
Farameter Value
1 Tite Sangit-
ME-1b{500M
Hz)
2 Spectromete spect - nh ANEZZIgzZEas R
r @@ o e g S S S = mom
3 Solvent coei3 N L,__xe TR i
4 Temperature 298.0 W |
5 MNumber of 16
Scans . >
6 Relaxaton  1.0000 o &
Delay
7 Pulse Width 12.0000
8 Acguisition  3.2708
Time g
9 Acguisition 2022-01-24 )
Date T11:41:58 =
10 Modification  2022-01-25
Date T10:23:04
11 Spectromete 500.13
r Frequency
12 Spectral 10000.0
_.__.____Qﬂj I 1 I 1 I I 1 1 I 1 1
13 Lowest 4874.5 86 84 7.6 74 7.2 2.0 6.84.2 4.0 3.8 36
Freguency
14 Nudeus H
15 Acquired 32768
Size __ { [ __ [ _.__
16 Spectral Size 65536 _ __ __ _ ___ I
I I
I
T i .
= 3 S2E238:3 3232
- = [ g oo
T T T T T T T T T T T J T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 ] 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0

f1 (ppm)

Peak at 1.66 ppm is corresponding to water associated in CDCls
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13C NMR spectra of 2-bromo-5-methoxy-N-(2-methoxyphenyl)benzamide (Substrate for 1j)

2. 3 R 2 8 emzzsguae o o
Parameter Ve 2 B g B ® g§Em=ziss 55
1 Title Sangit- | _ I S RV I N
MB-1b{500MHz)
2 Specirometer spect
3 Solvent CDCI3
4 Temperature 293.0 °
5 Mumber of Scans 512 =
6 Relaxation Delay 2.0000 ©
"
7 Pulse width 10,0000 o
8 Acguisition Time 1.1010 o &
9 Acguisiion Date 2022-01-25T06:
54:52
10 Medification Date 2022-01-25T10:
23:04
(@]
11 Spectrometer 125.76 Wv
Frequency
12 Spectral Width 29751.9
13 Lowest -2308.2
Frequency
14 Nudleus 13C
15 Acquired Size 32768
16 Spectral Size 65536
| | I
|
|
|
T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10

f1 (ppm)
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HRMS spectra of 2-bromo-5-methoxy-N-(2-methoxyphenyl)benzamide (Substrate for 1j)

Display Report

Analysis Info

Analysis Name

Method hrlcms-20 sept.m
Sample Name  Prof.S.Kumar-MB-1J-R
Comment

Acquisition Date  3/29/2022 1:43:29 PM

D:\Data\NEW USER DATA 2022\March-2022\29march\Prof.S.Kumar-MB-1J-R_1-A,8 01_11583.d

RUCHI
micrOTOF-Q Il 10330

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

1.2 Bar
200 °C
6.0 I/min
Waste

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

Positive
4500 V
-500 V
130.0 Vpp

Intens.
x1073

Prof.S Kumar-MB-1J-R_1-A,8_01_11583.d: TIC +All MS

Prof.S.Kumar-MB-1J-R_1-A,8_01_11583.d: UV Chromatogram, 200-400 nm

200 220

240

260

280

Time [min]

340 360 Welxvelenglth [nm]

Intens.
[mAU]

UV, 3.5min #2067,

2000°
1000 | N

Inteng.:
x106]

135.0447 212.?544

360.0029

257.1050

|

O

+MS, 3.5min #208

695.0196

475.3268 611.9430

"
Y

100 200

300

400

500 600 700 800 miz

Intens. ]
x1063
2.03

1.53
1.0
0.5

336.0236

337.0267

+MS, 3.5min #208

338.0219

339.0247

0.03
25007

20004
15007
10007

5003

336.0230

337.0263

C15H14BrNO3, M+nH ,336.02
338.0210

339.0243

'336.0

336.5 337.0

337.5 338.0 3385 339.0 miz

Bruker Compass DataAnalysis 4.0

printed:

3/29/2022 2:44:24 PM Page 1 of 1
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'H NMR spectra of 2-bromo-5-methoxy-N-(4-methoxyphenyl)benzamide (Substrate for 1k)

= TEELNSSEED o
5 e S R S N mom
| S S \Y
Parameter Value
1 Tite Sangit-MB-1K-R-
—n
2 Spectrometer  spect [0}
— — T M — =
3 Solvent DMS0 - IERE HEZZRam (@) @,
4 Temperature 295.0 S _,nfq,ﬂ M...u., ﬁ_,nqu.ﬁ_. r_q.\,hn. ﬁ_: ﬁ_:
5 MNumber of 16
Scans
& Relaxation 1.0000 ZT
Delay o @
7 Pulse Width 6.4000
8 Acguisiion Time 4.0894
9 Acquisition Date 2022-04-02T10:
28:30 _ | w
10 Modification  2022-04-04T 10: _ y ! _ =
Date 50:26 ! |
11 Spectrometer  400.13 _,
Frequency
12 Spectral Width  8012.8 — _ : — — _ — —
13 Lowest -1335.6 104 10.2 7.8 7.6 74 7.2 7.0 6.8 6.6 4.0 3.8 3.6
Frequency
14 Nudeus H
15 Acquired Size 32768
16 Spectral Size 65536
r
_
|
)
|
T s o "
2 S5 338 23
I L | T I L | T L L L L R B B R e — T T T T T T T
12.0 115 11.0 10.5 100 9.5 9.0 8.5 8.0 7.5 2.0 6.3 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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- o o3 [ [l oY un oo
n & o = =t [y % - - o
Parameter Value 2 BA g A& AEZEE 3
1 Title Sangit-MB-1K-R- I N A N
F{700MHz)
2 Specirometer spect
3 Solvent DMS0
4 Temperature 298.0 o)
5 Mumber of Scans 512 W
6 Relaxation Delay 2.0000
7 Pulse Width 15,4000
8 Acguisition Time 0.7364
9 Acquisiion Date  2022-04-02T12: L
17:55 o 0
10 Modification Date 2022-04-04710:
50:36
11 Spectrometer 175.05
Frequency w
12 Spectral Width ~ 41666.7 =
13 Lowest -3229.8
Frequency
14 NMudeus 13C

15 Acquired Size 32768
16 Spectral Size 65536

13C NMR spectra of 2-bromo-5-methoxy-N-(4-methoxyphenyl)benzamide (Substrate for 1k)

L T T T 1+ 1T * 1 T T T J ] T T T — T T T T T T N B |
210 200 190 130 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20
f1 (ppm)
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'H NMR spectra of 2-bromo-4,5-dimethoxy-N-(p-tolyl)benzamide (Substrate for 1I)

= A5 ABR23 2B =
Parameter Value T .ﬂ‘w ﬁﬂxu,\,‘_,, 3/% 7
1 Title Sangit-MB- o o = oo @mm =] r
SVI-08R - M e gt o
2 Spectrometer spect _ _,..x ._ __\_ _ f_x &
3 Solvent CDCI3 m |
4 Temperature 298.1 [
5 Mumber of 16 ]
Scans
& Relaxation 1.0000
Delay
7 Pulse Width 17,7000
8 Acguisition Time 4.0894
9 Acguisiion Date 2021-12-28T11:
41:46
10 Modification 2021-12-28T19:
Date 28:56
11 Spectrometer 400,13
Frequency T T T T T T 1
12 Spectral Width 80128 8.0 75 7.0 4.0 2.5 2.5 2.0
13 Lowest -1535.6
Frequency __ 1
14 Mudeus 1H
15 Acquired Size 32768 . .
16 Spectral Size 65536 [ __
il
[ _ _ |
]
__ | | _
- ¥ _ I 7 )|
I L
T T <7 b T
= = oo o (= =1 =
= = Saa oo =
— ™~ — ey ™o ™
T T T T T T T T T T T T T T T T T T T T T T T " T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 3.3 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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g =R S¥E8 ERE8 m o o
parameter  vae | 3 L §3R%  R4De g E
1 Title Sangit-MB- ! VN ANNN '
SWI-08R
) 2 Spectrometer spect
1 3 Solvent ol
= ©
RS 4 Temperature 298.2 =
o) 5 Mumber of 512
b Scans
-
7 6 Relaxation 2.0000
w Delay ZT
D 7 Pulse Width 110000 o) o
~ & Acquisiton 13831
()
e} Time
m 9 Acquisiton  2021-12-28T1
< Date 3:58:47 w w
—n/H_ 10 Modification 2021-12-28T1 = =
m Date 9:28:56
) 11 Spectrometer 100.61
> Frequency
=t 12 Spectral Width 24033.5
1
o 13 Lowest -19558.0
N—r
] Frequency
N_ 14 Mudleus 13C
W 15 Acquired Size 32758
m 16 Spectral Size 65536
e}
()
£
Q
0
¥
o
e
m [
<
N I
Y
o |
|
© |
+—
(&}
@ I
o | Il |
) |
x | i | *
pd T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
O 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 a0 40 30 20 10
] f1 (ppm)
< pp
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'H NMR spectra of 2-bromo-4,5-dimethoxy-N-(4-methoxyphenyl)benzamide (Substrate for

1m or 2Kk)

= BH B HEE ==
Parameter Value q,_,, ?fﬂw; _,_,, ﬁrﬂ_Mu :_.fm_;\u_:
1 Title Sangit-MB-2s(500MHz)
2 Spectrometer spect
3 Solvent CDCI3
{2 = e o [a'] ™S — o —
4 Temperature 298.0 o am o 2 2 P
5 Mumber of 16 N _ Y Nl
Scans I |
& Relaxation 1.0000
Delay
7 Pulse Width 12,0000
8 Acquisition 3.2758
Time
9 Acquisition 2022-01-21T19:40:05
Date |1 1
10 Modification  2022-02-11T23:00:34 | ? \&;
Date \J« : __
11 Spectrometer 500.13 Ik_.r _,.rl..I[
Freguency
12 Spectral 10000.0 r—— 7T T T~ T T T T "~ T "~ T "~ T "~ T -1 YT 71T 717 717 1
Width 80 79 78 77 76 75 ¥4 73 72 71 70 69 68 41 40 39 38 37
© f1 (pprm)
13 Lowest -1925.0 s
Frequency (@]
14 Nudeus H
15 Acquired Size 32768
16 Spectral Size 65538
ZT
(@) [a) __ _
| |
_ _ (@) @)
] o)
= =
U M
LA S B | A
2 2 S E3 232
— i~ — — oo
T J T T T T T J T T T T T J T T T T T J T T T T T J T T T T T J T T T T T
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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13C NMR spectra of 2-bromo-4,5-dimethoxy-N-(4-methoxyphenyl)benzamide (Substrate for

1m or 2Kk)

g R 3G RE 3 RREE T
Parameter Value z 72 o2 R& o oeIog S 8
= 4 =23 od 3 ZoITD3 e
1 Title Sangit-MB-2s{500MHzZ) | | | 1 Vi [ P e
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 297.9
5 MNumber of 512
Scans 0]
& Relaxation  2.0000 W
Delay
7 Pulse Width 10,0000
8 Acquisition 1.1010
Time =T
9 Acquisition 2022-01-21T20:08:20 o) o
Date
10 Modification  2022-02-11T23:00:36
Date
11 Spectrometer 125.75 o o
F [0} o)
requency 2 2
12 Spectral 29761.9
Width
13 Lowest -2306.2
Frequency
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
|
111
Il
| | | __ | I
T L T L T T T J T T T T T T T T T T T T T T T T T T L T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10

f1 (ppm)

S70



HRMS spectra of 2-bromo-4,5-dimethoxy-N-(4-methoxyphenyl)benzamide (Substrate for 1m

or 2k)
Display Report
Analysis Info Acquisition Date  4/1/2022 11:26:52 AM
Analysis Name  D:\Data\NEW USER DATA 2022\April-2022\01-April\Prof.S.Kumar-MB-1m-2k-RPT.d
Method tune mix_low.New.021117.m Operator RUCHI
Sample Name  MB-1m-2k-RPT Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Source

Intensé Prof.S.Kumar-MB-1m-2k-RPT.d: TIC +All MS
x10°]

3 MeO N
] H
MeO Br

01 0.2 03 04 Y Time [min]

Intens. ] +MS, 0.1min #3
366.0329

755.0364

1 102. 1277 242?535

200 400 ' 600 800 1000 1200 ' 1400 m/z

Intenss.. +MS, 0.1min #3|
x10°] 366.0329 368.0306

367.0344 369.0329
0 66.2201
25004 C16H16BrNO4, M+nH ,366.03
366.0335 368.0316

20001
15007
1000
5004 367.0369 369.0349

366.0 366.5 367.0 367.5 " 3680 | 3685 " T369.0 | 3695  miz

Bruker Compass DataAnalysis 4.0 printed:  4/1/2022 11:27:59 AM Page 1 of 1
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'H NMR spectra of 2-bromo-N-(quinolin-8-yl)benzamide (Substrate for 1n or 2q)

8 RRET SETICRDERARLEERYDRAR
= o5 e oo o LR R N S P S S
Parameter _.._.m__.i ~ L !
1 Tite Sangit-
MB-8AQ-
AM-1(500MHz
) g 28R TEREREIZRELREEEEIRAS
= 00 00 ©O oo O3 @3 Fw Pe P Po Pm P P P Pe Pm Pm P e P P P P
2 Spectrometer spect .ﬁ f\ { fx rrrlrlFa_rfzz_hu.yx_.\.aﬁnl__._ihuulurlrl_.L
3 Solvent CDCI3
4 Temperature 298.0 __
5 MNumber of 16
/
Scans =z
& Relaxation 1.0000
Delay >
7 Pulse Width 12,0000 o) m
8 Acguisition 3.2758
Time
9 Acquision  2022-02-17T I I
Date 11:14:47
10 Modification  2022-02-14T
Date 05:37:34
11 Spectrometer 500.13
Frequency
12 Spectral 10000.0 . ; : . _ i
Width
: 10.0 9.0 8.5 8.0 75 7.0
13 Lowest -1524.5 f1 (ppm)
Frequency
14 Mudeus 1H
15 Acgquired Size 32768
16 Spectral Size 65536
__.. | _ __
..___ __ _
|
% .
T Ty I g e,
Qo (= =] Qo oo oo
a a g a a9ag
— 1 - T -1 1 - T -7 T 1 T 1 1T 1 "~ 1 "~ T -~ T T 1T T -~ T *~— T " 1T 1
115 1i.0 10,5 10.0 9.5 9.0 8.5 8.0 7.3 7.0 6.5 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
1 fnAm
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13C NMR spectra of 2-bromo-N-(quinolin-8-yl)benzamide (Substrate for 1n or 2q)

2 B ASANGBEZRTALS
8 ¥ RREREERRMEZZ
_ | s A
Parameter Value
1 Title Sangit-MB-8A0Q-
AM-1{500MHz)
2 Spectrometer spect
3 Solvent CDCl3 —
4 Temperature  298.1 /
5 Mumber of 512 z
Scans
& Relaxation  2.0000 T
Delay o o
7 Pulse Width 10.0000
8 Acguisition Time 1.1010

9 Acquisition
Date

10 Modification
Date

11 Spectrometer
Freguency

12 Spectral Width

13 Lowest
Frequency

14 Nudeus
15 Acquired Size
16 Spectral Size

2022-02-12T19:28:56

2022-02-14T05:37:34

125.76

297519
-2306.2

13C
32758
65536

200 190

180 170 160

150 140 130 120

110

100
f1 (ppm)

a0
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'H NMR spectra of 2-bromo-5-methoxy-N-(quinolin-8-yl)benzamide (Substrate for 10 or 2r)

z SRSSIRNEREE EB3WMASLEy z
i SN _
Parameter Value
1 Title H & BEHFAELEEEY ThESEGEESERASD &
= 00 ) 03 00 00 00 00 0O @3 [N S O N O N O O O "
2 Spectrometer spect n rf.Th\._i._ r;.f_m\.\_ r;.rf:f#;“_.nnnlrlpl.uau‘_\.h_t\. _
3 Solvent DMSO
4 Temperature 293.1 i
5 Mumber of Scans 16
& Relaxation Delay 1.0000
7 Pulse Width 10,7300
8 Acguisition Time 3.2753
9 Acguisition Date 2019-04-15T16:
28:40
10 Modification Date 2019-04-15T12:
25:36
11 Spectrometer 500.13
Frequency |
12 Spectral Width ~ 10000.0 __
13 Lowest -1911.5 i
Frequency l.r.[.L:FI[
14 Nudeus H
15 Acquired Size 32768 T L B — T T T T — !
16 Spectral Size 65536 10.2 78 76 74 72 70 4.0
f [ i ]
| |
[
) I
|
L r‘_ﬁL 1
T g i i
= oo o = =
= =2 = =
= - =3 = -
T T T L T . T " I L T T T T T T T T T T T
11.0 10.5 10.0 9.5 9.0 8.5 6.5 6.0 3.3 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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13C NMR spectra of 2-bromo-5-methoxy-N-(quinolin-8-yl)benzamide (Substrate for 10 or 2r)

508 ¥ 2EM¥R 52 Af238 3 s
Parameter  Vae 3 B 2 BRRIIENARNAT 2 5
1 Title 13C _ _ _ SN N N
2 Spectrometer  spect
3 Solvent CDcCl3
4 Temperature 298.0
5 Mumber of 1024
Scans
6 Relaxation 2.0000 _
Delay )
7 Pulse Width 12,2500 =
8 Acguisition Time 1.1010
9 Acquisition Date 2020-09-29T13 ZT -
0739 (@] m
10 Modification 2020-09-29T12
Date 1222
11 Spectrometer 125.75
Frequency w
12 Spectral Width  29761.9 =
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
| |
|
I | I |
|
| | 7 ‘
| _
N O B 1 e o .
T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 a0 a0 70 il 50 40 30 20 10
f1 (ppm)
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HRMS spectra of 2-bromo-5-methoxy-N-(quinolin-8-yl)benzamide (Substrate for 10 or 2r)

Display Report

Analysis Info Acquisition Date  3/29/2022 1:14:41 PM
Analysis Name  D:\Data\NEW USER DATA 2022\March-2022\29march\Prof.S.Kumar-MB-20-R_1-A,5_01_11579.d
Method hrlcms-20 sept.m Operator RUCHI

Sample Name  Prof.S.Kumar-MB-20-R Instrument micrOTOF-Q 1l 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 m/z Set End Plate Offset -500 V Set Dry Gas 6.0 I/min
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste

Intens7.§ Prof.S.Kumar-MB-20-R_1-A,5_01_11579.d: TIC +All MS
x1073

2.0; (e}

1.53 MeO

1.0 ° N

03 H |

0.5 Br Ns

InteQ"Q.E Prof.S.Kumar-MB-20-R_1-A,5_01_11579.d: UV Chromatogram, 200-400 nm
[mAU]3

x1057
33

23

* / b

1 2 3 4 S 5 ' Time [min]

200 220 240 260 280 300 320 340 360 Wavelength [nm]
Intens.] UV, 3.6-3.7min #(2107-2161),

Intend; +MS, 3.6.3.7min #(213-217)
x10%] 347.9978

1 182.9418
] 675.0050

248.1048
"100 200 300 400 500 600 " 700 800 900 miz

Intens.J +MS, 3.6-3.7min #(213-217)

x1063 347.9978
2.03 349.9957

1.53
1.0

0‘55 349.0005 350.9983

2560 C17H12BINO, M+nNa ,348.00

20003 347.9994 349.9975

150073

10003

500 349.0028 351.0007
o

'345.0' T r3423.5r T r34'9.0' T '346.5' T '356.0' o '356.5' T '35'1.0‘ o '35'1.5‘ T 'm/z

Bruker Compass DataAnalysis 4.0 printed:  3/29/2022 2:45:17 PM Page 1 of 1
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'H NMR of 2-bromo-4,5-dimethoxy-N-(quinolin-8-yl)benzamide (Substrate for 1p or 2s)

4 moos 2% BAALEITERE =
=] HMMW onfM.n ﬁlllllllll m
_ =Y =
Parameter Value
1 Tite Sangit-MB-1P-
Am
2 Spectrometer - spect 2 nZEg =z BRENeITeR 3
3 Solvent cocl3 S P oE @ @ TR RIS T
olven _ NDOY kY, =t === |
4 Temperature 293.2 -
5 Mumber of 16 Y
z
Scans
& Relaxation 1.0000 —
Delay o
7 Pulse Width 5.4000
|
§ Acquisiion Time 4.0334 i I
9 Acguisition Date 2022-04-05T10
:36:16 o o)
10 Modification 2022-04-05T13 2 2
Date :16:51 - - -
11 Spectrometer 400,13 T T T T T T T T
Freguency 10.5 9.0 8.0 7.5 7.0
12 Spectral Width 8012.8
13 Lowest -1545.2
Frequency
14 Nudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536
__
i | ¢ [
I ) ) ) _
L__ ___ | .__ __ .__ | ._
| I
I
[
I
> L
T 'y T ey ¥
= (= =1 = oo oo =
= a9 =1 Saaa9 =1
— — — ™y~ o
—— - ——— gyt ———— T[T
115 110 105 100 9.5 9.0 8.0 75 70 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
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13C NMR of 2-bromo-4,5-dimethoxy-N-(quinolin-8-yl)benzamide (Substrate for 1p or 2s)

% E%R ERRESFEIRRSEHA oo
2 ZET? BEILEnImEsg R
raranete we |V W VS &
1 Tite Sangit-MB-1P-
Am(700MHz)
2 Spectrometer spect
3 Solvent [olslal |\
4 Temperature 298.0 =z
5 Mumber of Scans 163
& Relaxation Delay 2.0000 Zr
7 Pulse Width 15,4000 o @
8 Acquisition Time 0.7854
9 Acquisiion Date 2022-04-06T09:43:38
10 Modification Date 2022-04-06T13:42:59 o o
11 Spectrometer 176,05 2 2
Freguency
12 Spectral Width ~ 41666.7
13 Lowest -3229.8
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
I
Pl _ _
—— 1 +~ 1 1~ T T~ T * T ' T T T T T T T T T T T ‘T T T T T~ T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 - “,_‘._u__u_ | a0 80 70 60 50 40 30 20 10
ppm
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HRMS spectra of 2-bromo-4,5-dimethoxy-N-(quinolin-8-yl)benzamide (Substrate for 1p or 2s)

Display Report

Analysis Info Acquisition Date  3/29/2022 1:00:14 PM
Analysis Name  D:\Data\NEW USER DATA 2022\March-2022\29march\Prof.S.Kumar-MB-2S-R_1-A,4_01_11577.d
Method hrlcms-20 sept.m Operator RUCHI

Sample Name  Prof.S.Kumar-MB-2S-R 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 m/z Set End Plate Offset -500 V Set Dry Gas 6.0 I/min
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste

lntens7.: Prof.S.Kumar-MB-2S-R_1-A,4_01_11577.d: TIC +All MS
x1071

Intené’._ Prof.S.Kumar-MB-2S-R_1-A,4_01_11577.d: UV Chromatogram, 200-400 nm

1 S ) 2 ) ) ) ) 3 T ' ' 4 ’ ' ‘ ’ 5 ‘ ‘ ) Tfme ['m in]

200 220 240 260 280 300 320 340 360 Wavelength [nm]
Intens. ] UV, 3.9-4.0min #(2276-2348),

Intend NS, 3.9-4.0min #(229-235)
x1083 242.9604

E 387.0338 e
ol 0l i 914.9339
100 200 300 400 500 600 700 800 900 1000 m/z

lntensé: +MS, 3.9-4.0min #(229-235)
x10°7 387.0338 389.0316

1.04

0.57
1 388.0365 390.0335

2560 C18H15BrN203, M+nH ,387.03

2000; 387.0339 389.0319
15003
10003
5007 388.0372 390.0352
0

365 8870 8875 3880 3885  389.0 3895 390.0 390.5 "miz

Bruker Compass DataAnalysis 4.0 printed:  3/29/2022 2:51:16 PM Page 1 of 1
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'H NMR of 2-bromo-N-(o-tolyl)benzamide (Substrate for 2b)

Parameter

1 Title

Spectrometer
Solvent
Temperature

1, I O FUR N |

Number of
Scans

& Relaxation
Delay

7 Pulse Width

8 Acquisition
Time

9 Acquisition
Date

10 Modification
Date

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Frequency

14 Nudeus
15 Acquired Size
16 Spectral Size

Value

Sangt-
ME-2b({500MH
7)

spect

CcDods

298.0

18

1.0000

12,0000
3.2/8

2022-01-21T1
54328
2022-02-12T1
4:56:54
500.13

10000.0
-1924.5

H
32758
6553%

9?93545%215329?543542 (%]
R e e L R R m
Mo Pa P P P P P P P P P B P P P P P P M ™
.f_\L f__kl\l_lllul_ll;_“nll—l_l_l_l_______

[0 o 00 O T o s B W o M 0 S o T

@ R R R A L R Ry s e e

Last N Foe Fo P P L Fou [ e P P P e P Poafe Poa e

2

Log—=
2.00
IDUE
100-‘?
1.003&
L.oo

;E
1.00_’,.
100
338 C_

10.0 9.5 9.0 8.5

8.0 75 70 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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13C NMR of 2-bromo-N-(o-tolyl)benzamide (Substrate for 2b)

5 2ALTEZBZERAY m
Parameter  Vae |8 LEEELEEELLE =
1 Titl Sangit- _ RN
MB-2b{500MHz
)

2 Spectrometer spect
3 Solvent CDCl3
4 Temperature  298.0 m
5 Mumber of 512

Scans =T
& Relaxation 2.0000 o @

Delay
7 Pulse Width 10,0000
8 Acguisition 1,1010

Time
9 Acquisition 2022-01-21T2

Date 2:13:58
10 Modification 2022-02-17T1

Date 4:56:54
11 Spectrometer 125,76

Frequency
12 Spectral Width 29751.9
13 Lowest -2308.2

Frequency
14 Mudeus 13C
15 Acquired Size 32788
16 Spectral Size 65536

U !
I
| _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
200 190 1380 170 160 150 140 130 120 110 100 a0 80 70 i) 50 40 30 20 10
f1 (ppm)
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'H NMR of 2-bromo-N-(2-methoxyphenyl)benzamide (Substrate for 2c)

EEIZFFAAMARRANSERR 8
Parameter Value [ R == m o
T oo W E MMM oMy = el
Fou e P Fou P P Pm P P P e e Fu Fu [E=Jt -}
1 Title sangit- N S SN Y Y
MB-2ER {500MHz)
2 Spectrometer spect
3 Solvent COoCl3
4 Temperature  298.0
5 Mumber of 16
Scans
6 Relaxation 1.0000
Delay
7 Pulse Width 12,0000
8 Acquisition 3.2768
Time
9 Acquisition 2022-01-25T11:30:50
Date
10 Modification 2022-01-27T11:55:12 T T T T T T T T T T T T T T T T T T T
Date 7.8 7.7 7.6 74 73 72 71 Z0 6.9 6.8 6.7
11 Spectrometer 500,13 _
Frequency
12 Spectral Width 10000.0
13 Lowest -1925.5 | |
Frequency _ |
14 Mudeus 1H _
15 Acquired Size 32768 ___ _ T |
16 Spectral Size 65536 I __
L__ | __ __ _ | __
I\_ (VO I
T, i T f
oo o oo o = =
SoSaSoo =] =]
— o — (]
T T T T T T T T T T T T T " T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 75 7.0 6.3 6.0 3.3 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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13C NMR of 2-bromo-N-(2-methoxyphenyl)benzamide (Substrate for 2c)

f1 (ppm)

R R naRRae ] uE = 2
Parameter Valug g 3 BRARER = o2 og s
1 Titee Sangit- I VN Y _
ME-2ER.{500M
Hz)
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 293.0
5 Mumber of 512 ©
Scans W
& Relaxation 2.0000
Delay
Midth 10,0000 T =
7 Pulse Wi . o &
8 Acguisition 1.1010
Time
9 Acquisition 2022-01-28T0
Date 9:55:11
10 Modification  2022-01-27T1
Date 1:55:12
11 Spectrometer 125,76
Frequency
12 Spectral Width 25761.9
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acguired Size 32768
16 Spectral Size 65536
|
. I
|
|
| 7_ I: 7
O AT L L g ﬁ. s l_.nl:l! -y it A I o
T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 a0 a0 70 60 50 40 30 20 10
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¥  oIsIoReITRARS
— P P P Pm P Pom P Poe P Fe Pe W0 oD
Parameter value [ e VY
Title Sangit-MB-2F-Am-R.
Spectrometer spect
Solvent DMS0

Temperature 298.9
Number of 16

Scans

& Relaxation 1.0000
Delay

7 Pulse Width 56,4000

L R I

OMe

ZT
8  Acguisition Time 4.0834 o m
9  Acguisition 2022-03-30T15:04:47
Date |
10 Medification 2022-03-30T17:52:44 _ _
Date
11 Spectrometer 400.13 f | __ 7 _
Freguency _ _
12 Spectral Width 8012.5 | | ____ | _
13 Lowest -1535.6 ' o i
Freguency
14 Mudeus 1H

15 Acguired Size 32788
16 Spectral Size 65536

S84

—3.75

-
i

1.00
1.00
1.00
1.00
2.00
2.00
1.00

'H NMR spectra of 2-bromo-N-(3-methoxyphenyl)benzamide (Substrate for 2f)

T T T T T T T T T T T T T T T T T T T
15 14 13 12 11 10 9 8 7 6
f1 (ppm)



13C NMR spectra of 2-bromo-N-(3-methoxyphenyl)benzamide (Substrate for 2f)

o [-=} oo oOumLun o o [5] 4 MM
mo & e R R [ N] =
_ 2 & FEE-mAEA Z HES i
Parameter Value = = il g e S - 332
[ oSS _
1 Title Sangit-MB-2F-Am-
R{700MHZ)
2 Spectrometer spect
3 Solvent DMSO )
4 Temperature 298.0 W
5 Mumber of 512
Scans
& Relaxation 2.0000
Delay ZT
7 Pulse Width  15.4000 o) o
8 Acguisition 0.7864
Time
9 Acquisition 2022-03-30T18:23:33
Date
10 Modification  2022-03-31T15:11:30
Date
11 Spectrometer 175.05
Freguency
12 Spectral 41666.7
Width
13 Lowest -3229.8
Freguency
14 Nudleus 13C
15 Acquired Size 32758
16 Spectral Size 65536
|
|
___ 1|
r—+ 1 1 * 1 ' 1 ' 1 * 1 ' 1 +* 1T * T " T " T * T +v T * T * T ‘v T ' T * T " T T 1
210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10

f1 (ppm)
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'H NMR spectra of 2-bromo-N-(3-nitrophenyl)benzamide (Substrate for 2g)

Parameter

1 Title

Spectrometer
Solvent
Temperature

(3, QN R X ]

Mumber of
Scans

6 Relaxation
Delay

Pulse Width

[F- - |

g
_

—8.33

Value

Sangit-
ME-2g(500MHz
)

spect
coal3
293.0
15

1.0000

12,0000

Acquisition Time 3.2768
Acquisiion Date 2022-01-21T15

-—B.49

203
a.00
g.00
708
708

\

260
7549

N

_~754
752
g

=

751
739
738
—-736
o732

/
h

730
729

:52:38
10 Modification  2022-02-12T15
Date :03:12
11 Spectrometer 500,13 o renren e e '
Frequency 8.5 84 83 82 81 80 79 78 77 76 75 74 73 7.2
12 Spectral Width  10000.0 _ N
13 Lowest -1325.0 ®)
zZ
Freguency _
14 Mudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536 | __\ __ __ [ -
7 _ I _ __ o @
_ __ | (]
I ) I
|
by
|
|
s
Tt ]
T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm}
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= & EEEEEEgE 988
2 g RABHRERR 223
I NNV P
Parameter Value
1 Tite Sangit-
MB-2g{500MHz)
2 Spectrometer  spect
\w 3 Solvent CDCI3
N 4 Temperature 298.0
m 5 Mumber of 512 02
Y— Scans z
] & Relaxation 2.0000
m Delay
)
m 7 Pulse Width 10,0000
> 8 Acquisition Time 1,1010 ZT
lQuu\ 9 Acguisition Date 2022-01-21T23 o @
[«3] 115:24
=]
= 10 Modification 2022-02-12T15
m Date 0312
m 11 Spectrometer  125.76
eT) Freguency
L 12 Spectral Width 297519
> 13 Lowest -2306.2
m Freguency
=
o 14 Mudeus 13C
o 15 Acquired Size 32783
= 16 Spectral Size 65536
<
o
=
<
o
e
(@]
S
<
N
[T
o
©
-
b= 11
(&) M
[}
o | ! |
x i
|
x | ] _
pd T T T T T T T T T T T ] T T T T T T T T T T T T
Q 200 190 180 170 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
3 f1 (ppm)
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'H NMR spectra of 2-bromo-N-(4-bromophenyl)benzamide (Substrate for 2j)

™
= ThARERRARIOREERIRLY
n A SRR S P By
T |.E-|.-.-ll
Parameter Value
3 TRRTNE BRSNS TIEILSS
1 Title Sangit-MB-21-Am-2R =z IR F e
2 Spectrometer spect T SN eSS S e
3 Solvent DMSO m
4 Temperature 299.1
5 MNumber of 16
Scans
& Relaxaton  1.0000 ZT
Delay o m
7 Pulse Width  6.4000 I
8 Acquisition 4.0894
Time
9 Acquisition 2022-03-30T15:00:35
Date

10 Modification
Date

|
|
|
2022-03-30T17:53: 10 _

11 Spectrometer 400.13
Freguency
I T T T T T T i
12 Spectral 8012.8
_swn__“j 10.7 106 7.8 77 7.6 7.5 7.4 7.3
13 Lowest -1535.6
Frequency
14 Nudleus iH _ _
15 Acquired Size 32768
16 Spectral Size 65536 i _
__. _ | __
| i
|
) | __ |
I
! |
% I
T o
= oo oo
a o099
p P

T T
12.0 11.5

11.0  10.5 100 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5
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13C NMR spectra of 2-bromo-N-(4-bromophenyl)benzamide (Substrate for 2j)

E MEAMESEREEZFE
2 S EEEL L EET
| S A L
Parameter Value
1 Title Sangit-MB-2J-
Am-2R.(700MHz)
2 Spectrometer spect
3 Solvent DMSO &
4 Temperature 293.0
5 Mumber of 337
Scans
6 Relaxation 2,0000 =T
Delay o &
7 Pulse Width 15,4000
8  Acquisition 0.7864
Time
9 Acguisition 2022-03-30T18:00:20
Date
10 Modification  2022-03-31T15:12:14
Date
11 Spectrometer 176,05
Frequency
12 Spectral Width 41666.7
13 Lowest -3229.8
Freguency
14 Mudeus 13C
15 Acguired Size 32768
16 Spectral Size 65536
[
o
| | [
r— 1 *+ 1. " 1 1 " 1 1 ' 1 11 1T 1 1 1 T 1T " T ' 1T ™ 1T v T T 1
210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 30 40 30 20 10
f1 foom)
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'H NMR spectra of 2-bromo-N-(3,4-dimethoxyphenyl)benzamide (Substrate for 2m)

= o T O e M0 M O 00— T [}
o oo muE—=S=—=999 o e
o M P P PP P M MM D m M
_ VOO Shlee— Y
Parameter Value
L Tite Sangit- 3 23 55 SRR g
ME-1BRR.(500MHz) @ [ M~ I e e - T °
2 Spectrometer  spect _ f_\, fx r;._n,_._fi..\_K\._ W W
3 Solvent DMSO
4 Temperature 298.1
5 Number of 16
Scans ZT
& Relaxation 1.0000 o
Delay "
7 Pulse Width 12,0000 I
8 Acquisition Time 3.2768 __
9 Acquisition Date 2022-01-25T15:45:22 L/
10 Modification 2022-01-27T11:55:24
Date
11 Spectrometer 500,13 T re~— T T
Frequency 9.6 9.4 9.2 8.0 7.8 7.6 7.4 72 7.0
12 Spectral Width  10000.0
13 Lowest -1911.5 .
Frequency
14 Mudeus 1H
15 Acquired Size 32758
16 Spectral Size 65536
)
)
|
.__ __
- i~ - i
__ I __m { __ |
A A / ! /
F 1 F ._ 1 F ._ 1 F _. .-_._ —,_ 4
2 2 E 22 2
S = = ™o =

8.0 7.5 70 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f1 (ppm)
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13C NMR spectra of 2-bromo-N-(3,4-dimethoxyphenyl)benzamide (Substrate for 2m)

T 0w = 5 3 RE¥IESES m
- - e & REZENESS 27
Parameter Value _ | I A7 TENY N
1 Title Sangit-
MEB-1BRA.(500
MHz)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 297.9
[O) )
5 Mumber of 512 = s
Scans o O
6 Relaxation 2.0000
Delay
7 Pulse Width 10,0000
& Acquison  1.1010 T
Time o @
9 Acguisition 2022-01-26T
Date 01:08:03
10 Modification  2022-01-27T
Date 11:55:24
11 Spectrometer 125.75
Fregquency
12 Spectral 29751.9
Width
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
| _ _
| |
| | I |
|
| L 7 _ _ |
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
‘00 190 180 170 160 150 140 130 120 110 100 a0 a0 70 il 50 40 30 20 10
f1 (ppm)
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'H NMR spectra of 2-bromo-N-(naphthalen-1-yl)benzamide (Substrate for 20)

TN O T oo o0 NS T Y e 00 O LN
SHAE R ERRER TN RTIRAR
00 00 00 00 M Mo P P M P P P P P P P P M P s P
L U T
Parameter Value
1 Titke Sangit- T2 28 528 EBRESE RHRR9IRAAR
i) N YA P P Y Ve Ve
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 298.0
5 Mumberof 16
Scans
6 Relaxation  1.0000
Delay
7 Pulse Width 12,0000
8 Acguisition 3.2768
Time
9 Acguisiion  2022-01-21T
Date 16:01:47
10 Modification  2022-02-17T
Date 15:02:50 L T T L T T T
11 Spectrometer 500,13 8.2 81 80 79 78 7 76 75 74 73
Frequency |
12 Spectral 10000.0 O
Width _ ‘
13 Lowest -1925.0
Frequency >
14 Nudeus 1H o )
15 Acquired Size 32768
16 Spectral Size 65536
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.3 7.0 6.5 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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13C NMR spectra of 2-bromo-N-(naphthalen-1-yl)benzamide (Substrate for 20)

o Mm@ Moo~ MM YT Mmomom T
= O @@ m @0 ;o
Parameter Value 2 FahMmmRAARRESA48RRS
= g T R R R R
. L L,
1 Title Sangit- | e b | e

MB-2k{500MHz)

2 Specirometer spect
3 Solvent CoCl3
4 Temperature 297.9
5 Mumber of Scans 512
6 Relaxation Delay 2.0000
7 Pulse Width 10,0000
8 Acguisition Time 1.1010
9 Acquisiion Date 2022-01-27T00: o
17:03
10 Medification Date 2022-02-12T15:
02:50
11 Spectrometer 125.75
Frequency
12 Spectral Width 297619
13 Lowest -2306.2
Frequency
14 Nudleus 13C

15 Acquired Size 32768
16 Spectral Size 65536

Sxhs

200 190 180 170 160 150 140

130

120

110

100
f1 (ppm)
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HRMS spectra of 2-bromo-N-(naphthalen-1-yl)benzamide (Substrate for 20)

Display Report

Analysis Info

Analysis Name

Method hrlems-20 sept.m
Sample Name  Prof.S.Kumar-MB-20-R
Comment

Acquisition Date  3/29/2022 1:14:41 PM

D:\Data\ANEW USER DATA 2022\March-2022\29march\Prof.S.Kumar-MB-20-R_1-A,5_01_11579.d

RUCHI
micrOTOF-Q Il 10330

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

Positive
4500 V
-500 V
130.0 Vpp

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

1.2 Bar
200 °C
6.0 I/min
Waste

Intens.
x1073
2.0
1.57
1.04
0.57

Prof.S.Kumar-MB-20-R_1-A,5_01_11579.d: TIC +All MS

InteQIQ.é
[mAU]
x1057
37

23
L

Prof.S.Kumar-MB-20-R_1-A,5_01_11579.d: UV Chromatogram, 200-400 nm

1,

Br

Iz

220 240

260 280

Time [min]

300 320 340 360 w ellvelength [nm]

1 .
UV, 3.6-3.7min #(2107-2161),

11 182.9418

248.1048

347.9978

+MS, 3.6-3.7min #(213-217),

675.0050

" 200

300 " 400

" 500

" 600 700 "800 900 miz

Intens. ]
x1063
2.0
1.53
1.03
0.5

347.9978

349.0005

+MS, 3.6-3.7min #(213-217)

349.9957

350.9983

2560
20007
15007
10007
5007
o]

347.9994

349.0028

C17H12BINO, M+nNa ,348.00
349.9975

351.0007

'348.0 ‘3485

'349.0 '349.5

350.0 350.5 '351.0 '351.5 miz

Bruker Compass DataAnalysis 4.0

printed:

3/29/2022 2:45:17 PM Page 1 of 1
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IGARARARAEACCHEEE B 53
???????????f\w:rﬁll%rﬂ dﬁ
W oOd D M UTH =] )
= oo 0 g oom M
LS L [N - I -1
Parameter Value | by A
1 Tite Sangit-

MB-2q(500MHz)

2 Spectrometer spect

3 Solvent Coal3

4 Temperature 2938.1

5 Mumber of 16
Scans

& Relaxation 1.0000
Delay

7 Pulse Width 12,0000
8 Acqguisition 3.2768

S95

—3.79

463

64

'H NMR spectra of N-benzyl-2-bromo-5-methoxybenzamide (Substrate for 2p)

Time
9 Acquisition 2022-01-21T16:06: 34
Date
10 Modification  2022-02-12T15:02:44 o T ror T
Date 7.4 7.2 70 6.8 6.6 6.4 6.2 4.8
11 Spectrometer 500,13 |
Frequency _
12 Spectral 10000.0 _
Width
13 Lowest -1925.0 7
Freguency ZT 7
14 Nudeus 1H __ o _ e ] m
15 Acquired Size 32768 _ __ _ | f _
16 Spectral Size 65536 ! !
o
[0}
I =
|
|
|
A
T | T y f
23332 3 z = -
T - T - T - T - - . - T - T - T . T - T - T -
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 3.3 5.0 4.5
f1 (ppm)



13C NMR spectra of N-benzyl-2-bromo-5-methoxybenzamide (Substrate for 2p)

% 2 OhA RER - g = @
r @ @Y oo o @ = o
= = JonoD Zoafo - = = o 3
_ A BN P .
Parameter Value
1 Tite Sangit-
MEB-2q(500MHz
)
2 Spectrometer spect
3 Solvent CDCl3
4 Temperature 298.1
5 Mumber of 512
Scans
6 Relaxation 2.0000
Delay ZT
7 Pulse Width 10,0000 O m
8 Acquisition 1.1010
Time !
9 Acquisition 2022-01-22T0
Date 0:47:45 @)
)
10 Modification 2022-02-12T1 s
Date 5:02:44
11 Spectrometer 125,75
Frequency
12 Spectral Width 29761.9
13 Lowest -2306.2
Frequency
14 Mudleus 13C
15 Acquired Size 32768 )
16 Spectral Size 65536 _ _ ! |
|
|
|
|
Ji0 +f L "
T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 aa a0 70 60 50 40 30 20 10
f1 (ppm)
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'H NMR spectra of 2-iodo-3-methyl-N-phenylbenzamide (Substrate for 2t)

IZFALRAREaaARSES B
L P P S P o ) I
R s
Parameter Value
1 Tite Sangit- [
ME-21(500M |
Hz) _
2 Spectrometer spect | )
3 Solvent cocl3 _ 7 _
ZT
4 Temperature  298.0 7 _
5 MNumber of 16 _ _ [
Scans | o
. _ _ __ _ s
& Relaxation 1.0000 ]
Delay L
7 Pulse Width 12,0000
8 .o.nﬂr:mEOj 3.2768 H o ===l on&owm o m g
Time - . e T P P T e
9 Acguisition 2022-01-21T1 __ __ f _ ___ _.:x \_ .__ ___ _J _ ‘._
Date 8:01:46
10 Modification 2022-02-17T1 ol
Date 5:02:38
11 Spectrometer 500,13
Freguency
12 Spectral Width 10000.0 T T !
13 Lowest -1925.0 76 75 74 73
Freguency
14 Mudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536
|
|
I
[
o
a0 o oo
S Sooao
[ B o B o B ]
T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 75 7.0 6.5 3.3 .0

5
f1 (ppm)
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13C NMR spectra of 2-iodo-3-methyl-N-phenylbenzamide (Substrate for 2t)

g 22 3 BER4R S o 2
E 2L & BEERE A E =
| S RN
Parameter Value
1 Tite Sangit-
MEB-2U 1({500MHz
)
2 Spectrometer spect
3 Sdvent CDCI3
4 Temperature 297.9
5 Mumber of Scans 512
& Relaxation Delay 2.0000 ZT
7 PdseWwidth  10.0000 o 7
8 Acquisiton Time 1.1010 [0}
9 Acquisition Date 2022-01-21T18: =
30:02
10 Modification 2022-02-17T15:
Date 02:33
11 Spectrometer 125.76
Frequency
12 Spectral Width  29761.9
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
|
T T T T T T T T " T T T T T T T T T T T ] T T
‘00 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10

f1 (ppm)
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'H NMR spectra of 1a

Parameter

Title
Spectrometer
Solvent
Temperature

MNumber of
Scans

[ N TR W

6 Relaxation
Delay

7 Pulze Width

8 Acquisition
Time

9 Acquisition
Date

10 Modification

EEZEANEReeTReS
L T T e P Foy o
Value
Sangit-MB-1a-F
spect
DMS0 1 m
==
298.2 oﬂun_
16
1.0000
6.4000
4,0854

2022-04-06T12:40:11

2022-04-06T13:43:08

_~784
~-782

—7r.18

T

Date 8.1 7.9 .7 7.5 7.3 71 6.9
11 Spectrometer 400.13
Frequency
12 Spectral 8012.8
Width
13 Lowest -1535.6
Frequency t
14 Nudeus 1H |
15 Acquired Size 32768 _
16 Spectral Size 65536 _q |
|
_ _ _
f | _ _ {
| [ | |
h_ __ / ! __
| |
|
_.r_. _M_ [=al ___ ___
NTFe o o~
T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f1 (ppm]

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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13C NMR spectra of 1a

Parameter

[y

Title

Spectrometer
Solvent

Temperature

L L

Mumber of
Scans

6 Relaxation
Delay

7 Pulse Width

8 Acquisition
Time

9 Acguisition
Date

10 Modification
Date

11 Spectrometer
Frequency

12 Spectral
Width

13 Lowest
Frequency

14 Nudleus

15 Acquired Size

16 Spectral Size 65536

16741

Vaue

Sangit-MB-02-524-
II_030821{500MHz)

spect
CDCI3
298.0
512

2,0000

12,2500
1.1010

2021-08-04702:55:59
2021-05-04T10:25:32
125,76

29781.9

-2306.2

13C
32788

O O M e 0oy
mm S Mo eE G
“@YdTNg ¢ o~ nT
= Moo W M R
e e e ]
N‘E‘N
o I

210 200

180 180 170

T
160

T
150

140 130 120

110

100
f1 fmnm)

90

T
80

T
70

T
60

T
50

T
40

T
30

T
20
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125Te NMR spectra of 1a

2
=
P
|
Parameter Vaue
1 Title Sangit-MB-02-524-11-Te
2 Spectrometer spect
3 Solvent Coal3
4 Temperature 298.2
5 Mumber of 5000
Scans
& Relaxation 2,0000 |
Delay
7 Pulse Width  8.9000 o
8 o B o
g 3

10 Modification 2021-08-03T10:36:39
Date

11 Spectrometer 120.24
Frequency

12 Spectral Width  131579.0

13 Lowest -2669.5
Freguency

14 Nudleus

15 Acquired Size 32758
16 Spectral Size 65536

T T
1000 a50 Q00 850 800 750 700 650 600 550 500 450 400 350 300 250 200 150 100 50 ]
f1 fmnm1
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HRMS spectra of 1a

Display Report

Analysis Info Acquisition Date  8/3/2021 3:58:19 PM
D:\Data\new user data 2021\August-2021\03-Aug\Dr.S.Kumar-MB-02-524-11.d
RUCHI

Analysis Name
Method tune_wide.m Operator
Sample Name MB-02-524-1| Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF  600.0 Vpp Set Divert Valve Waste
Intenss. Dr.S.Kumar-MB-02-524-11.d: TIC +All MS|
x10 ™
44 | \
/
G ERN
- |
3 N | \_‘\
114, [ \\‘\ —
- "Te ; T TT———
2 \ 'JY"""‘- |
\ N |
— — |
T —
1] \ S/ — 0 mil_:
\/ N
0.2 04 06 08 1.0 Time [min]
Intenss_ +MS, 0.7-0.7min #(41-43)
x10 521.0481
0.8
0.6
397.1901
0.4
0.2 455.1374
946.3963
0.0 2098371 o i ik .. T05D006839,1323 it
100 200 300 400 500 600 700 800 900 1000 m/z
Intenss. +MS, 0.7-0.7min #(41-43)
X10% 519.0471 521.0481
0757 517.0464
0.507
520.0506 522.0511
0257  515.0436 516.0463 518.0497
A A A 523.0536
0.00
2500 C26H18N202Te, M+nH ,521.05
. 519.0486 521.0505
1500 517.0475
10001 522.0537
20.051 A
500 5150469 O o000 518.0508 8200619
N\ A 523.0570
515 516 517 518 519 520 521 522 523 miz
printed: 8/3/2021 4:00:12 PM Page 1 of 1

Bruker Compass DataAnalysis 4.0
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BE 3335338 &
Lo RSP P
VTR _
Parameter Value
1 Title Sangit-MB-02-559- ] 2
= =
HI{500MHz)
2 Spectrometer spect
3 Solvent CDdl3 ] Cmme oo T oD
N @Eroo2mmmh oH
4 Temperature  293.1 o Ty TTTassT T
N VoSe= Y
5 Mumber of 16
Scans
6 Relaxation 1.0000
Delay
7 Pulse Width 10,2000
8 Acquisition 3.2758
Time
9 Acquisition 2021-08-31T10:30: 14 L_.,_F
Date
10 Modification 2021-08-31T13:34: 56
Diate I 1 1 I I T I T 1 I I I
11 Spectrometer 500,13 8.4 8.2 8.0 7.8 7.6 74 umw :n__n_ﬂﬂu_u 6.8 2.8 26 2.4 2.2 2.0
Freguency |
12 Spectral Width 10000.0 |
13 Lowest -1924.5
Freguency __ I f
14 Nucleus 1H (| |
15 Acquired Size 32768 | _ _
P ¢
16 Spectral Size 65536 ﬂ f “ |
|
| | _ [
\_ [ I |
|
o]
—
Y I
o
: (L
-
)
Q M
(<5
o
Z ey i
o 2 233 3 2
M ™~ [ - -]
zZ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
T 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.3 2.0 1.5 1.0 0.3 0.0
—

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively. Peaks at 0.86 and 1.26

correspond to grease.
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= HEEZIEARET @
- R R =
= ooooonooood =
ST R ﬁ
Parameter Value
1 Title Sanagit-
MBH-02-25{500MHz)
2 Spectrometer spect
3 Solvent CDCI3
) )
4 Temperature 297.9 = =
5 Mumber of Scans 1024
& Relaxation Delay 2.0000
7 Pulse Width 9.0000 z—QL—=
8 Acguisition Time  1,1010 o o
9 Acguisition Date 2018-07-13T08:23:27
10 Modification Date 2021-03-04712:42:09
11 Spectrometer 125.76
Frequency
12 Spectral Width  29761.9
13 Lowest -2306.2
Freguency
14 Nudeus 13C
15 Acguired Size 32788
16 Spectral Size 65536
— |
— b
Y— I
o | h 1
1+
-
)
[&]
[<B] L
o
n
o
Pz
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
me 210 200 180 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
— 1 fanmt
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736 .53

Parameter Value
Title Sangit-MBH-25
Spectrometer spect
Solvent CDCI3

Temperature 293.2

Mumber of Scans 1200

Relaxation Delay 2.0000

Pulze Width 3.9000

Acquisiion Time  0,8389 ) )
Acquisiion Date  2018-07-09T22:43:21

10 Modification Date 2018-07-09722:43:22

11 Spectrometer 126,24

L = e

125Te NMR spectra of 1b

Frequency —
12 Spectral Width ~ 39082.5 o g °
13 Lowest 75143.8
Frequency
14 Mudeus
15 Acquired Size 32788
16 Spectral Size 65536
_ (ITTmRT _ |

! | [ [
—7T ~ 1 1 1 *~ 1 1 1 T T T T T T T T "~ T "~ T T T ~ T *~ T "~ 1T "~ T * T * T - T =~ T * T * T * 1T
890 870 850 830 810 7a0 770 750 730 710 690 670 650 630 610

f1 (ppm)
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HRMS spectra of 1b

Display Report

Analysis Info Acquisition Date ~ 7/9/2018 3:37:43 PM
Analysis Name  D:\DataiNEW USER DATA 2017'2018\JULY-2018\09-07-2018\Prof.S.Kumar-MBH-025.d
Method tune_low.m Operator RUCHI

Sample Name  BH-025 Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Paositive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600V Set Dry Heater 180 °C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Waste

Imensa. [e] U Prof.S.Kumar-MBH-025.d: TIC +All MS
1103_ N .

“ T

0.05 0.10 0.15 0.20 0.25 0.30 0.35 Time (min]

Intans.

+MS, 0.1-0. 1min #(5-7)
x109] 274.2739

2.0

1.0 701.4938

360.3237
218.2114 475.3257

0.57
549.0822

0.0ls LL Ll o ..ll,l'_j__i",' | 9083967

200 300 400 500 600 700 800 900 1000 mz

Intens.

x104
3 547.0802 549.0622

+MS, 0.1-0.1min #(5-7)

21 545.0792

] 550.0855
1 544,0799 546.0816 548.0818
0 N\ 550.4498 551.0866

25001 C28H22N202Te, M+nH ,549.08
20004 547.0799 549.0818

15007 545.0788

548.0832 550,0850
5001 544.0798 546.0821 A

0 551 ;[?883
544 545 546 547 548 549 550 551 miz

Bruker Compass DataAnalysis 4.0 printed:  7/9/2018 3:39:31 PM Page 1 of 1
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'H NMR spectra of 1c

Parameter Value

1 Title 1c

2 Spectrometer spect

3 Solvent DMSO

4 Temperature 293.0

5 MNumber of Scans 16

& Relaxation Delay 1.0000

7 Pulse Width 8.1000

8 Acquisition Time 2.3243

9 Acquisition Date 2021-058-31T17:

003

10 Modification 2021-09-01T14:
Date 4142

11 Spectrometer 700,13
Frequency

12 Spectral Width 140977

13 Lowest -2725.6
Freguency

14 Nudeus H

15 Acquired Size 32763

16 Spectral Size 65536
T T T T T T

9.5 9.0 8.5

5107

g.02
8.01
774
772
770
767
7.66
246
699

-3 78

Fid
Fi2
771
FBE
FGE7
b6
765

[x)
=
o

Z~770
_—Fan
699

f
;

2003
600

4.003;
400
6.00-T

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively



13C NMR spectra of 1c

& & REERERAE & -
i i 2snmmEss = o
— — R B T T ] — i
_ | S I
Parameter Value
1 Title Sangit-MB-02-544-
RF(700MHzZ)
2 Specirometer spect
3 Solvent DMSO
4 Temperature 298.0
5 Mumber of Scans 512 m m
6 Relaxation Delay 2.0000 5 )
7 Pulse Width 15,4000
8 Acquisition Time 0.7854
9 Acguisition Date 2021-08-31T16:58:08 °
——z
10 Medification Date 2021-09-01T14:41:40 o “ ,,.T o
11 Spectrometer  176.05 N
Frequency
12 Spectral Width 41666.7
13 Lowest -3229.8
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
! NN
w Lk
—— 1 ~ 1 T~ 1 * [ *+ 1T * T * T T T T T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 1] 80 70 60 50 40 30 20 10
f1 foom)
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125Te NMR spectra of 1c

Parameter

Title

Spectrometer

Solvent

Temperature

Mumber of

Scans

& Relaxation
Delay

7 Pulse Width

3 Acquisition
Time

9 Acquisition
Date

10 Modification

Date

11 Spectrometer
Frequency

L T o R N

Value

Sangit-ME-FMeO-Te-F
spect

DMSs0

288.2

10000

2.0000

8.5000
0.4194

2022-03-08T00:05: 14

2022-03-08T10:21:46

126.24

12 Spectral Width 78125.0

13 Lowest
Frequency

14 Mudeus

15 Acquired Size
16 Spectral Size

49305.5

32768
65536

OMe

-7 88 .62

OMe

940 200

T
860

820

780

740

700
f1 (ppm})

660

620

380

340

300

460
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HRMS spectra of 1c

Display Report

Analysis Info
Analysis Name

Method tune_wide.m
Sample Name MB-544-RE
Comment

Acquisition Date  4/11/2022 2:40:25 PM

D:\Data\NEW USER DATA 2022\April-2022\11-april\Dr.S.Kumar-MB-544-RE.d

RUCHI
micrOTOF-Q Il 10330

Operator
Instrument

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

0.4 Bar
180 °C
4.0 I/min
Source

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

Positive
4500 V
-500 V
600.0 Vpp

Intens. ]
x1074

20{—

I N
1.54
1 AN

1.04

0.5

Dr.S.Kumar-MB-544-RE.d: TIC +All MS

0.0 T T

" Time [min]

Intens. ]

a1
o
=

463.1841

(8]

N

PR A AR B A SR By AP

w

360.1225

]

-y

Ll o

[=]

sl

+MS, 0.5min #31

579.0733 647.4666
927.3438
[ W l l PV 770"5406. 845.5471 1

400

500

800 900 " miz

700 800

Intens.
x104
1.004
0.75
0.503
0.255
0.003

577.0716

576.0754

578.0789

+MS, 0.5min #31

579.0733 581.0742

580.0751 582.0779

NN

25004
20004
15004
10004

5004

577.0686

576.0697

578.0719

C28H22N204Te, M+nH ,581.07

579.0697 581.0717

580.0730 582.0748

583.0782

576 577

578

579 580 581 582 583  miz

Bruker Compass DataAnalysis 4.0

printed:  4/11/2022 2:42:48 PM Page 1 of 1
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'H NMR spectra of 1d

So@WR G §800 T
P S
e i ca
Parameter Value
1 Tite Sangit-MB-1D-
Final(700MHz)
2 Spectrometer spect
3 Solvent DMS0
4 Temperature 298.0 T & o T T oo
5 MNumber of Scans 16 @ = RESRRE hs
& Relaxation Delay 1.0000 i M e \
7 Pulse Width 8,1000
8 Acguisiion Time  2,3243
9 Acquisition Date  2022-04-09T11:33:58
10 Medification Date 2022-04-11T09:33:27
11 Spectrometer 700,13
Freguency
12 Spectral Width 14097.7
13 Lowest -2725.6 1 ! L J ! ! L
Frequency 8.1 8.0 79 78 77 7.0 7.2
14 Nudeus H (&) O
15 Acquired Size 32768
16 Speciral Size 55530
] °
_ 7 [
I
__ N
|
1 ] I;
\;ﬂL .\_7/ 7’! A P
iR
codaoc
a9g9ag
L T
T v T T T T T T T T T T T T T T T T T v T T T T T T T T T T T T T T T T v T
10.0 2.5 9.0 8.5 8.0 7.5 70 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.l

f1 (ppm)

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively. Peaks at 0.88 and 1.27

correspond to grease.
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13C NMR spectra of 1d

B CRABSIREAR
] LR EEELE
| R LR
Parameter Value
1 Title Sangit-
MB-10-
Final {700MHz
)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 293.0
5 Mumber of 512
Scans
6 Relaxation 2.0000
Delay ) IS
7 Pulse Width 15,4000
3 Acguisition 0.7864
Time
9 Acquision  2022-04-09T z—R2—2
Date 12:04:44 (@) u,,, O
10 Modification  2022-04-11T N
Date 09:33:27
11 Spectrometer 176.05
Frequency
12 Spectral 41666.7
Width
13 Lowest -3229.8
Freguency
14 Mudeus 13C
15 Acguired Size 32788
16 Spectral Size 65536
|
I
| __ _k. ___—__ ﬁ |
T T T T T T T T " T " T " T " T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 a0 a0 70 60 50 40 30 20 10

f1 (ppm)
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125Te NMR spectra of 1d

Parameter

Title

-

Spectrometer
Solvent
Temperature

Murmber of
Scans

6 Relaxation
Delay

7 Pulse Width
8 Acquisition Time
9 Acquisition Date

(L R ]

10 Modification
Date

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Frequency

14 Mudeus

15 Acquired Size
16 Spectral Size

VBN A

—7 46 53

Value
Sangit-551-
MEB-436-Te
spect
CDCI3
298.2
5000

2.0000

8.2000
0.1835
2021-02-13T00 Q _
0434
2021-07-16T1a
:52:43
126,24

Cl

178571.4
8177

32768
65536

NN AN

1250

1150 1050 950 900 850 800 750

700
f1 (ppm)

T
650

T
600

T
550

T
500

T
450

T
400

350

T
300

250

T
200

T
150

T
100
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HRMS spectra of 1d

Display Report

nalysis Info Acquisition Date ~ 4/6/2022 4:01:55 PM
nalysis Name  D:\Data\NEW USER DATA 2022\April-2022\06-April\Dr.S.Kumar-MB-1D-SP-TE.d

lethod tune_wide.m Operator RUCHI

ample Name  MB-1D-SP-TE Instrument micrOTOF-Q Il 10330
omment

cquisition Parameter

ource Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
ocus Not active Set Capillary 4500 V Set Dry Heater 180 °C
can Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
can End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Source

Intensj' Dr.S.Kumar-MB-1D-SP-TE.d: TIC +All MS
x10

1.501
1.254
1.00+
0.751
0.507

0.251

02 ' 0.4 ' 06 0.8 ' 1.0 ' Time [min]

Intens4. +MS, 0.5min #28
X1 606.9830

2.01

651.7593

702.8113

679.5132

0.5 551.7068 765.5686 810.9602

845.4720

0.0
550 600 650 700 750 800 850 900 miz
Intens4.- +MS, 0.5min #28
0] 588.9728
1. 586.9732
1.09 590.9719
584.9743 -
1 589.9757
0.5 583.9752 585.9721 587.9752 5919747
0.0
40001 C26H16CI2N202Te, MinH ,588.97
588.9706
30007 586.9704
2000; 584.9695 590.9694
3 589.9756
1000 583.9706 585.9727 587.9739 591.9728
0 - ; ; : ; : A : A
584 585 586 587 588 589 590 591 502 miz
ruker Compass DataAnalysis 4.0 printed:  4/6/2022 4:03:42 PM Page 1 of 1

5114



'H NMR spectra of 1e

AEA% 9Z3IRIRTY &
@ o o O.B i oS L N L S L O O B oS N [
Parameter H__m._ﬂ._;_.m{\\ _/\ v\\k_..\u\L f_\_
1 Title le
mm_u“mnu._u_.:mumﬁ m_umn_ﬁ R o= IO UNNINGS oo E]
B
4 Temperature 293.0 f/_.:‘_\t fx _..knnurur_.ln._]ﬂ\\L _/__\ fx
5 MNumber of Scans 16 m m
& Relaxation Delay 1.0000
7 Pulse Width 12,0000
3 Acquisition Time 3.2768
9 Acquisition Date 2021-12-14T15:48:38 N‘,E‘N °
10 Modification Date 2021-12-14719:21:30 © S
11 Spectrometer 500.13
Freguency i
12 Spectral Width 10000.0 in Il \L
13 Lowest Frequency -1924.5
14 Mudeus 1H
15 Acquired Size 32753 T T T T T T T T T 71 T v T v T " T v T "1 T~ T T © T T 7 71
16 Spectral Size 65536 8.3 8.1 7.9 77 73 7.3 71 6.9 2.7 2.5 2.3
A ;|E|1|r

p bR 7

= o — o oo o = =

a ooooaa 4 a

™~ Lo I o I o B I ) ™~ o

T - T T - T T - T T T . T T T T - T T - T T - T T T r T . : T T T T : T T - T
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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13C NMR spectra of 1e

] FHESERREREERE -+
B

Parameter Value

1 Tite Sangit-
MB-851-TeR

2 Spectrometer spect
3 Solvent CDCl3
4 Temperature 298.2
5 MNumber of 1024

Scans
& Relaxation 2.0000

Delay
7 Pulse Width 11,0000 » )

. = =

8 Acquisition 1.3631

Time
9 Acquisition 2022-01-2aT

Date 03:58:55 z—Q—=
10 Modification  2022-01-27T o o

Date 11:54:44 N
11 Spectrometer 100,51

Frequency
12 Spectral 24038.5

Width
13 Lowest -1958.0

Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536

I

—7T1 + T * 1 ‘+ 1T ‘' 1 * 1 * T ' T v T +* T + 1T * T " T * T ' T ‘+v T ' T * T ‘* T ' T T* 1

210 200 190 180 170 160 150 140 130 120 110 100 1] 80 70 60 50 40 30 20 10

f1 (bom)
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125Te NMR spectra of 1e

£
g
-
Parameter Value
Title Sangit-MB-02-691-Te
Spectrometer spect
Salvent DMS0

Temperature 298.2

Number of Scans 5000

Relaxation Delay 2.0000

Pulze Width 3.5000

Acquisiion Time 10,2490

Acquisiion Date  2021-12-17T00:23:00
10 Medification Date 2021-12-17T10:05:49
11 Spectrometer 126.24

00 s N kW R

Frequency
12 Spectral Width ~ 131579.0
Wi [
13 Lowest 47826.5 m 2
Freguency
14 Nudeus
15 Acquired Size 32788 °
) z—Q—=
16 Spectral Size 65536 o o

800 730 700 630 600 330 300 430 400

T T T T T T T T T T T T
1400 1350 1300 1250 1200 1150 1100 1050 1000 950 900 850
f1 (ppm)
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HRMS spectra of 1e

Display Report

Analysis Info Acquisition Date  12/20/2021 3:46:58 PM
Analysis Name  D:\Data\new user data 2021\Dec-2021\20-dec\Dr.S.Kumar-MB-02-691-TE.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  MB-02-691-TE Instrument micrOTOF-Q 1l 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Paositive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Waste
Imensj Dr.S.Kumar-MB-02-691-TE.d: TIC +All MS|
x10/1
0.8
[\Me
0.6 \
0.4+ A Me\\_\
0.2 TT—
-~
cg—————————
0.1 02 03 0.7 08 09 Time [min]
Imensﬁ. +MS, 0.6-0.6min #(36-37)
X107 549.0829
2.5
2.0
1.59
1.0
051 181.0646 335 3420
0.0 Jd aland L J l ik, l‘ Ao o 858.1111 1104}5125 12‘58;5521
' 200 400 600 800 1000 1200 1400 1600 miz
Imenss +MS, 0.6-0.6min #(36-37)
x10
1 pp— 549.0829
2 545.0800
] 548.0841 550.0852
1 sazo7es 440798 546.0820
0 /\_543.5650 /\ 551,0869
25001 C28H22N202Te, M+nH ,549.08
20004 547.0799 549.0818
15004 545.0788
19004 548.0832 550.0850
500  s43.0782 541&798 546.0821 ' Y 651 0885
0i- A ViR - - / - / I, — > —
543 544 545 546 547 548 549 550 551 m/z
Bruker Compass DataAnalysis 4.0 printed:  12/21/2021 5:07:15 PM Page 1 of 1
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'H NMR spectra of 1f

533 BEgEms g8
Parameter Value om.“_-u\bn Eﬁ?fﬁ ﬂm_z
1 Tite 1f
2 Spectrometer spect
3 Solvent DMS0
4 Temperature  298.1 SR =2-] 28D ~ o 98
5 Number of 16 SfH\o_n q,m.r..,,,r.?:“__,u\._,, ﬁ\_w ﬂ 7
Scans I /
6 Relaxation 1.0000
Delay
7 Pulse Width 10,2000
8 Acquisition Time 3.2758
9 Acquisition Date 2021-07-20T17:35:10 !
10 Modification 2021-07-22T10:10: 20
Date
11 Spectrometer 500,13
Freguency
12 Spectral Width  10000.0 L* l
13 Lowest -1911.5 Ah__r. rﬂ.?lL[.| _
Frequency
14 Nudeus 1H T __ T T T T T T T T T T AT T T ~—
15 Acquired Size 32768 9.2 9.0 8.0 7.8 7.6 7.4 7.2 7.0 6.8 2.4 2.2 p.0
16 Spectral Size 65536 _
_ |
_
.
[ __
]
J E C rt[rp_’[[
ooy %
g & 2 83
= ]
™~ - ™~ -
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.C

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively. Peaks at 0.88 and 1.27

correspond to grease.
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13C NMR spectra of 1f

2 Z235RENERARNS a
3 TARRRRGRRANH e
_ SRRV N4
Parameter Value
1 Title Sangit-MB-391-
F-A(500MHzZ)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 293.8
5 Mumber of Scans 512
6 Relaxation Delay 2.0000
7 Pulse Width 10,0000 2 2 2 2
8 Acguisition Time 1.1010
9 Acguisition Date 2022-05-14T10:
02:47
10 Modification 2022-05-14T06: Z—R—Z
Date 38:24 ° ©
11 Spectrometer 125.7%
Frequency
12 Spectral Width  29751.9
13 Lowest -2308.2
Frequency
14 Mudeus 13C
15 Acguired Size 32768
16 Spectral Size 65536
I
| | | |
I
| i
T T T T T T T T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 H_u__"m_. H uwa a0 70 i) 50 40 30 20 10
ppm
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125Te NMR spectra of 1f

Parameter

Title
Spectrometer
Solvent
Temperature
Mumber of Scans
Relaxation Delay
Pulse Width
Acquisition Time

L v B R N I

Acquisition Date
10 Modification Date

11 Spectrometer Frequency

12 Spectral Width
13 Lowest Frequency
14 Mudeus

15 Acquired Size
16 Spectral Size

Value

Sangit-ME-02-448-Te-R
spect

DMS0

298.2

1000

2,0000

8.9000

0.1966
2021-04-06T03:02:01
2021-04-06T05:39:32
126.24

166666.7

-1277.4

32788
65536

Me

Me

789.89

Me

1050

950

900

T
850

T
800

T
750

T
700

650
f1 (ppm)

T
600

T
550

T
500

T
450

400

350

T
300

T
250

T
200

T
150

100
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HRMS spectra of 1f

Display Report

Analysis Info
Analysis Name

Acquisition Date  5/30/2019 4:36:37 PM

D:\Data\NEW USER DATA 2017\2019\MAY\30 may\Dr.S.Kumar-MB-02-116-A.d

Method tune_wide APCI 23.06.m Operator RUCHI
Sample Name MB-02-116-A Instrument micrOTOF-Q I 10330
Comment

Acquisition Parameter

Source Type APCI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200°C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Waste
Intens. ] Dr.S.Kumar-MB-02-116-A.d: TIC +All MS|
x108 Me
LX \
N\
N Me [N
0.6 / N\
N~ —— T / N
0.4 T —— [ \
N Me———— ~_
0.2 | —
: : ] ~ - : : —
0.0 0.1 0.2 0.3 Mg 4 0.5 0.6 0.7 Time [min]
Intens. +MS, 0.2min #13
4000 701.2960
3000
663.4555
577.1160
2000+
737.0032
626.3294
551.5087
1000+
0
500 550 600 650 700 750 800 850 m/z
Intens. +MS, 0.2min #13
577.1160
2000
575.1153
1500+
573.1139
1000+ 576.1175
572.1140 574.1146 578.1224
5004 571.1132 /‘L
VAN
25007 C30H26N202Te, M+nH ,577.11
577.1132
2000+ 575.1112
15003 573.1101
10003 578.1163
576.1145 .
5001 571 1095 O en 574.1134 /\
"571 " 572 573 574 "s75 s, s;7 518 miz
Bruker Compass DataAnalysis 4.0 printed:  5/30/2019 4:38:18 PM Page 1 of 1
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'H NMR spectra of 1g

AEARRRTFFRAG52 D2 =]
Parameter Value P A m
. Vi
1 Title Sangit-MB-1G-
R{500MHz)
2 Spectrometer spect
3 Solvent DMSO P AER TF¥T RAAIZRZ =
gy e g m
4 Temperature 293.7 AT R N N N |
5 MNumber of 16 I
Scans
6 Relaxation 1.0000
Delay
7 Pulse Width 12,0000
8 Acquisition 3.2768
Time 1
9 Acguisition 2022-04-09712:33:40 \;
Date
10 Medification  2022-04-09T13:31:52 -
Date T T T T T T T T T T T T L T T T roT T T T T T T T
11 Spectrometer 500,13 79 78 77 76 153 7 73 72 41 4.0 39 3.8
Frequency
12 Spectral 10000.0
Width z—R—2 _
13 Lowest -1911.5 © N ©
Freguency
, -
14 Nucleus H | _ |
15 Acquired m._Nm 32768 _ _ w w
16 Spectral Size 65530 _ _ _ __ f S =
| _ | |
|
[ N
I
I
J S & N
i L T
o ==~ ] (=]
= 2599 =
o b T o) o
T T T T T T T T T T T T T T J T T T T T T T T T T T T T T
10.0 9.3 9.0 8.3 8.0 7.5 0 6.3 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.3 2.0 1.5 1.0 0.5

f1 (ppm)

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively.
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13C NMR spectra of 1g

5124

56,14

38 =& Zw 83y ¥
3 08 = B8 2388 =
— |1 YOOoNA S
Parameter Value
1 Title Sangit-MB-1G-
R{700MHz)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 298.0
5 MNumber of 432
Scans
& Relaxation 2.0000
Delay
7 Pulse Width 15,4000
8 Acguisition 0.7864
Time
9 Acguisition 2022-04-11T10:29:41 z—QR—=
Date o o)
10 Modification  2022-04-11T14:37:26 N
Date
11 Spectrometer 175.05
Freguency w w
12 Spectral Width 41666.7 = =
13 Lowest -3229.8
Freguency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
| |
L NI
T - T T T T T T T T T . T - : T : T T T
180 170 160 150 140 130 120 110 100 a0 a0

f1 (ppm)



125Te NMR spectra of 1g

Parameter Value
1 Title Sangit-MB-02-637-Te-F
2 Specirometer spect
3 Solvent DMSO
4 Temperature 298.2
5 Mumber of Scans 10000
6 Relaxation Delay 2.0000
7 Pulse Width 3.5000
8 Acguisition Time 0.3146
9

Acguisition Date 2021-11-11T23:00:52
10 Modification Date 2021-11-17T11:58:52
11 Spectrometer Frequency 126.24

12 Spectral Width 104166, 7
13 Lowest Frequency 48908.7
14 Mudeus

15 Acguired Size 32768

16 Spectral Size 65536

MeO

7a1.21

MeO

T
L200 1150 1100 1050 1000

950

900

T
850

a00
f1 foom)

T
730

T
700

650

600

330

300

450

400
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HRMS spectra of 1g

Display Report

Analysis Info
Analysis Name

Acquisition Date
D:\Data\new user data 2021\Nov-2021\09-nov\Dr.S.Kumar-MB-02-637.d

Method tune_wide.m Operator
Sample Name MB-02-637 Instrument
Comment

Acquisition Parameter

11/9/2021 4:07:26 PM

RUCHI
micrOTOF-Q Il 10330

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF  600.0 Vpp Set Divert Valve Waste
|nlens7- Dr.S.Kumar-MB-02-637.d: TIC +All MS|
x107 ]
\ MeO
\
3 \ - "“
\\. / ™ ‘Te
\,__\\ \\ J.-' \
. ~_ \/ N,
- v MeO \
O
4 AN
! N
\l_‘
0 : ; : : : ——
0.1 0.2 0.3 0.4 0.5 Time [min]
Inlensé +MS, 0.2-0.2min #(12-13),
X109, 613.0993
1.04 581.0728
0.8
0.6
0.4
0.2+ 663.4526 685.4351 701.4682
0.0 512.‘5039 540.5346 N N 645._[]831 h " |
" Ts00 S5 850 575 600 625 650 675 700 mz
Inlensé' +MS, 0.2-0.2min #(12-13)
x10°; 579.0708 581.0728
0.757 577.0692
003 576.0693 580.0724 582.0740
] y 578.0712
0.25] 575.0679
583}(\1768
2500 C28H22N204Te, M+nH ,581.07|
20004 579.0697 581.0717
1500 577.0686
10 580.0730 582.0748
5007 s75.0881 O 000%7 578.0719 : '
A /\ 583.0782
575 576 577 578 579 580 581 582 583 miz
Bruker Compass DataAnalysis 4.0 printed:  11/10/2021 10:24:24 AM Page 1 of 1
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'H NMR spectra of 1h

Parameter

Title

Solvent

L= = I = A

Spectrometer

Temperature
Number of Scans
Relaxation Delay
Pulse Width
Acguisition Time
Acguisition Date
10 Medification Date
11 Spectrometer

Value
ih
spect
DMS0
298.1
16
1,0000
12,0000
3.2788
2021-12-10T16:53:48
2021-12-13T13:22:12
500.13

Mo Ne oY Mmoo — 2
A R R R @ L
P P o Pe Pm Pm P P o e m ™~
ALY RV
)
s 2
o Mo o m o
iy i o in in Moy
S e S !
(@] N o
¢ 2
= =

Frequency
12 Spectral Width 10000.0
13 Lowest -1911.5 — —— . ' r ——
Frequency 78 77 7.6 75 74 73 72 71
14 Nudeus iH f1 (ppm)
15 Acguired Size 32768
16 Spectral Size 65535
{ 1
_ |
ﬂ _
u
__ |
L L) I L
|
Il
UL [l i T
s 3 3 z z
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

f1 (ppm)

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively.
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13C NMR spectra of 1h

g R ER FEIBERER o 2
5 3 28 BREZHEEZ i a
|| N AA N
Parameter Value
1 Title Sangit-
MB-02-680-C-
Rep(500MHz)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 298.0
5 Number of 1024
Scans
& Relaxation 2.0000
Delay
i ()
7 Pulze Width 10,0000 Wv 2
8 Acguisiion Time 1.1010
9 Acquisition Date 2021-12-13T721
140:08
10 Modification  2021-12-14T10 z—R—z=
Date 144043 e} s o
11 Spectrometer 125.75
Freguency
.
12 Spectral Width 29761.9 w w
13 Lowest -2306.2 = =
Freguency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
! I
| |
_ _ I b
et L
—r r° 1 T 1 ‘* 1 ‘* 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 1T
210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 a0 40 30 20 10
f1 (ppm)
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125Te NMR spectra of 1h

785.28

Parameter Value
1 Title Sangit-MB-
SR-680-Te
2 Spectrometer  spect
3 Solvent DMSO
4 Temperature 293.2
5 Mumber of 5000
Scans
6 Relaxation 20000
Delay
7 Pulse Width 8.9000 °
[
8 Acquisiion Time 0.2490 = =
9 Acquisiion Date 2021-12-15T19
S22
10 Medification 2021-12-15T09 o S
Date :55:04 S
e} _ (@]
11 Spectrometer 126.24 N
Frequency
12 Spectral Width  131579.0
13 Lowest 47826.5 2 Q
Freguency = =
14 Mudeus
15 Acquired Size 32768
16 Spectral Size 65536

5129
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HRMS spectra of 1h

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

tune_wide.m
MB-SR-680

Acquisition Date  1/25/2022 2:19:32 PM

D:\Data\NEW USER DATA 2022\Jan-2022\25-jan-2022\Dr.S.Kumar-MB-SR-680.d

RUCHI
micrOTOF-Q Il 10330

Operator
Instrument

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

0.4 Bar
180 °C
4.0 I/min
Source

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

Positive
4500V
-500V
600.0 Vpp

Intens.
x107]

0.1 0.2

0.3 0.6 Time [min]

[ TIC +AIMS

Intens.]
x105]

[3%] w B w
RS S S S A S S ATy A

—_

390191 39

[=)

487.1624

+MS, 0.1min #4
609.1008

735.2608

1095.2501

Ll dh

200 400

600 1000 mfz

Intens.
%105

604.0982
603.0970
601.0957 602.0982 N

+MS, 0.1min #4
607.0990 609.1008
605.0976

610.1030
606.1003 608.1013

611.1063

603.0994 604.1010

i\

601}(\)996 602.1008

C30H26N204Te, M+nH ,609.10

607.1010 609.1030

605.0999
608.1043 610.1061
606.1032
611.1095

602 504

506 608 610 m'z

Bruker Compass DataAnalysis 4.0

printed: ~ 1/25/2022 2:20:31 PM Page 1 of 1
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W0 W0 N M P 00 Fo o0 M D~ O O 00 w Qo
A N R e e R & N
s Ve N
1 Title 1
2 Spectrometer spect
3 Solvent Ccoal3
7 Temperanre 2% T T BRS meosgs 2 =
5 Mumber of 16 o [ ™ [ [ T S S S ™ e
Scans A K N e I
6 Relaxation 1.0000
Delay L
7 Pulse Width 17,7000
8 Acquisition 4,084
Time
9  Acquisition 2021-12-06T10:45:31
Date
10 Modification  2021-12-06T13:42:10
Date
11 Spectrometer 400.13
_n_.mﬂEm_JQ T T T T T T T T T T T L | T T T
12 Spectral Width 8012.3 7.8 77 7.6 7.5 7.4 73 72 71 4.0 3.9 3.24 2.3 2.2
13 Lowest -1545.2
Frequency
14 Mudeus H o © ) [
15 Acquired Size 32768 = = = 7
16 Spectral Size 65536
[ |
z—R—Z=
(@] < (@]
. 2 3
__. __. [ _ __ __ s =
_ | _ __ |
i __ | | __ __
o
Y
o il I
©
=
% L_L A I
o
) R i) o,
o 2353333 3 23
M Lo I I o B I ) -] WO WD
Z T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
T 10.0 9.5 9.0 8.5 8.0 73 7.0 6.5 6.0 3.3 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
S f1 (ppm)
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13C NMR spectra of 1i

I3 TmIREBRR2EH = @
~ e i @ =M
23 SEERRRAEEZZ a ==
I NI T VA e
Parameter Value
1 Title Sangit-MB-SR-681-
C3{500MHz)
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 293.1
5 Mumber of 1024
Scans
5 Relaxation  2.0000 2 2 2 2
Delay
7 Pulse Width 10.0000
8 Acquisition 1,1010
Time N|.E|N
9 Acguisiion  2021-12-06T17:09:05 o o
Date
10 Modification  2021-12-07T10:24:41
Date
11 Specin ter 125,75 w w
pPeCTrometer . = =
Frequency
12 Spectral 29781.9
Width
13 Lowest -2308.2
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65538
Iy 1|
| I | | |
| i | |
—— 71T 1 1 71T 1 7 7T 1T 1 7T "~ 1T "~ 1T *~ T "~ T " T " T " T " T " T " T " 1
210 200 190 180 170 160 150 140 130 120 110 100 aa 80 70 i1 50 40 30 20 10
f1 (ppm)
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125Te NMR spectra of 1i

A
&
Parameter Vialue re
1 Title Sangit-MB-5R-681-
Te_14122021
2 Spectrometer spect
3 Solvent Coal3
4 Temperature 298.2
5 Number of 5000
Scans
6 Relaxation 2,0000
Delay
[ [ ) )
7 Pulse Width 8.5000 = = = =
8 Acqguisition Time 0.2490
9 Acquisition 2021-12-14721:11: 14
Date P —
10 Modification  2021-12-15T04:40:36 o z o
Date s
11 Spectrometer  126.24
Freguency
12 Spectral Width  131579.0 w w
13 Lowest 478265 = =
Frequency
14 Nudeus
15 Acquired Size 32758
16 Spectral 5ize 65536

5133
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HRMS spectra of 1i

Display Report

Analysis Info
Analysis Name

Method tune_wide.m
Sample Name  MB-02681-C3-REP
Comment

Acquisition Date
D:\Data\NEW USER DATA 2022\Jan-2022\25-jan-2022\Dr.S.Kumar-MB-02681-C3-REP.d

1/25/2022 2:05:34 PM

RUCHI
micrOTOF-Q Il 10330

Operator
Instrument

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 m/z
Scan End 3000 m/z

Positive
4500 V
-500 v
600.0 Vpp

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

0.4 Bar
180 °C
4.0 I/min
Source

Intens. ]
x1071.
1.759 .

1.507

1.25

1.007

0.751

0.501

MeO

0.1

0.2 0.3

Time [min]

[ TIC+AIMS

Intens.
x105]
2.0

1.5

335.1370

Lis .I..Il\l.

637.1366

534.2405

LML l LL N

+MS, 0.3min #18

i

1287.2728
) .1 151.3202 Yy

400

600 800

1000 1200 miz

632.1352

635.1345

633.1339

1371
634.1377 636.13

+MS, 0.3min #18
637.1366

638.1400
639.1411

632.1323

635.1323

633.1312

636.1356
634.1345

C32H30N204Te, M+nH ,637.13
637.1343

638.1374
639.1408

632 633

634 635 536

637 638 639 miz

Bruker Compass DataAnalysis 4.0

printed:  1/25/2022 2:08

:20 PM Page 1 of 1
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'H NMR spectra of 1j

wmo o L T T o Y = T o N Ty I —- o
e e s e e e e B =] o3 od
P P P L L S o N O S N O S S ™M m
S Seem——— vy
Parameter Value
1 Title Sangit-MB-1j-
RTe W W
2 Spectrometer spect QO O©
3 Solvent DMSO . ° Z
4 Temperature  298.2 o .,T o
5 Mumber of 16 S
Scans gmon T HHEAZSEZLE
. PSS B G G g
& Relaxation 1.0000 - | R
Delay w w
7 Pulse Width 6.4000 = =
8 Acguisition 4.0894
Time
9 Acquisiion  2022-04-04T1 |
Date £:23:12 [
10 Modification  2022-04-04T1
Date 9:52:20 {
11 Spectrometer 400,13 _
Frequency
12 Spectral Width 8012.8 [ i L
P f _ 78 76 74 72 70
13 Lowest -1535.6 | |
Freguency __
14 Nudleus iH __. __1 i _
15 Acquired Size 32768 | _ f _
16 Spectral Size 65535 J / /
Lo L Y Y o
= = a0 o [ =}
2 s EE8 28
- i = o =g
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.3

f1 (ppm)

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively.
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13C NMR spectra of 1j

3 g g i EzskzAdew z®
g o i £ ZEngSgssod =z
R B A s e R s el
[ | oS N
Parameter Value
1 Title Sangit-MB-1j-
RTe(700MHz)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 293.0
5 Mumber of Scans 512 o
& Relaxation Delay 2.0000 Qw w©
7 Pulse Width 15,4000
8 Acquisition Time 0.7864 zZ—R 32
9 Acguisiion Date  2022-04-04720:40:44 © § °©
10 Modification Date 2022-04-10T12:24:49
11 Spectrometer 175.05
Frequency 2 2
12 Spectral Width ~ 41666.7 = =
13 Lowest -3229.8
Frequency
14 Nudeus 13C
15 Acquired Size 32768
16 Speciral Size 65536
| ! | ! |
n L AL
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 f wa_u_ ) a0 80 70 60 50 40 30 20 10
ppm
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Parameter Value
1 Tite Sangit-
ME-02-692-Te
Spectrometer spect

2

3 Solvent DMSO
4 Temperature 298.2
5 Mumber of 5000

Scans

6 Relaxation 2.0000
Delay

7 Pulse Width  §.9000

8 Acquisition 00,2450
Time

9 Acquisition 2021-12-16T72
Date 1:07:27

10 Modificaton  2021-12-17T1
Date 0:05:20

11 Spectrometer 126.24
Frequency

12 Spectral Width 131575.0

13 Lowest 47326.5
Frequency

14 Mudeus

15 Acquired Size 327688
16 Spectral Size 65536

OMe

OMe

z—Q—=

MeO

In,,

MeO

810 .85

1400 1330 1300 1250

125Te NMR spectra of 1j

T
1200

T
1130

T
1100

T
1050

1000

T
950

___
900
f1 (ppm)

T
830

T
800

730

T
700

630

T
600

T
250

T
300

T
430

400
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HRMS spectra of 1j

Display Report

Analysis Info
Analysis Name

Method tune mix_low.New.021117.m
Sample Name MB-02-692-TE
Comment

Acquisition Parameter

Acquisition Date  12/17/2021 4:01:05 PM

D:\Data\new user data 2021'\Dec-2021117-dec\Prof.S.Kumar-MB-02-692-TE.d

RUCHI
micrOTOF-Q Il 10330

Operator
Instrument

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF~ 100.0 Vpp Set Divert Valve Waste
Imensé Prof.S.Kumar-MB-02-692-TE.d: TIC +All MS|
x10
8,
MeO
6 OMe
f OMe
4
| MeO
(e}
2- _ —
0 : . ; . . . — -
0.1 0.2 0.3 0.4 0.5 0.6 0.7 Time [min]
Inlenss. +MS, 0.2-0.3min #(13-15)
x10 641,0912
3-
2.
14
0 132.9032 377]1 464 L
200 400 600 800 1000 1200 1400 miz
Inlenss.- +MS, 0.2-0.3min #(13-15)
x10
a 639.0888 641.0912
PE 637.0882
642.0943
11 636.0890 638.0905 640.0922
635.0871 643.0948
0 J\ 640.6190 ,
C30H26N206Te, M+nH ,641.09|
2500 641.0928
20004 639.0909 :
15007 637.0898
10004
40.0942 642.0959
E 636.0908 638.0930 6
503 BSSfBQE 643.0993
634 635 636 637 638 639 640 641 642 643 miz
Bruker Compass DataAnalysis 4.0 printed:  12/17/2021 4:04:06 PM Page 1 of 1
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$139

Parameter

Title
Spectrometer
Salvent
Temperature

L L

Mumber of
Scarns

6 Relaxation
Delay

7 Pulse Width
8 Acquisition Time
9 Acquisition Date

10 Modification
Date

Value

Sangit-MB-1K-RTe
spect

DMSO

298.2

15

1.0000

6.4000
4.0894
2022-04-04T16: 1452
2022-04-04T19:51:52

MeO

774
v |
=725
722
=700
T—6.98

Q 0]
= =
TRBARSRSE Q P @8
L N A A -1 mom
=SSN N N4
z—R—z=

'H NMR spectra of 1k

11 Spectrometer 400,13
Frequency
12 Spectral Width  8012.8
13 Lowest -1535.6
Freguency
14 Nudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536
T T T T T T 1 T
10.0 9.5 9.0 8.5 8.0

(@]
o
[0}
=
g
\/
|
|
| | T L T
68 3.9 37 ___
_:
|
)
e —
3.0 4.5 4.0 3.0
f1 (ppm)

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively.



13C NMR spectra of 1k

2 3 R G o= IZHE A om
CR B € 8 888 % R
=2 = = = 2 i it ey
[ _ T A VNS W b
Parameter Value
1 Tite Sangit-MB-1K-
RTe(700MHz)
2 Spectrometer spect
3 Solvent DMSO 2 s
o (@)
4 Temperature  298.0
5 MNumber of 512
Scans
& Relaxation 2.0000 z—2—2
Delay o g (e]
7 Pulze Width 15,4000
8 Acqguisition 0.7364
Time o o)
[}
9 Acguisition 2022-04-04T19:43:29 m =
Date
10 Modification 2022-04-10T15:38:45
Date
11 Spectrometer  176.05
Fregquency
12 Spectral Width 41666.7
13 Lowest -3229.8
Freguency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
|
L LI
—. A
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
‘00 190 180 170 160 150 140 130 120 110 100 a0 80 70 ] 50 40 30 20 10
f1 (ppm)
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125Te NMR spectra of 1k

Parameter Value
1 Title Sangit-MB-5R-679-
Te_14122021

2 Specirometer spect

3 Solvent DMS0

4 Temperature 298.2

5 Mumber of Scans 5000

& Relaxation Delay 2.0000

7 Pulse Width 3,9000

8 Acguisition Time 0.2430

9 Acguisition Date 2021-12-15T00:25:30

10 Modification 2021-12-15T04:40: 18
Date

11 Spectrometer 126.24
Frequency

12 Spectral Width  131575.0

13 Lowest 47326.5
Frequency

14 Nudeus

15 Acquired Size 32768

156 Spectral Size 65536

OMe

MeO

OMe

MeO

—782 .44

T
1400

T
1350

1300 1250 1200

T
1150

1100 1050

1000

T
as0

oo
f1 foom)

T
asn

T
800

730

T
700

650

T
600

330

500

450

400
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HRMS spectra of 1k

Display Report

Analysis Info

Analysis Name

Method tune_wide.m

Sample Name  MB-02-679-C2-REP-1
Comment

Acquisition Date  1/25/2022 2:16:24 PM

D:\Data\NEW USER DATA 2022\Jan-2022\25-jan-2022\Dr.S.Kumar-MB-02-679-C2-REP-1.d

RUCHI
micrOTOF-Q Il 10330

Operator
Instrument

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 m/z
Scan End 3000 m/z

0.4 Bar
180 °C
4.0 l/min
Source

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

Positive
4500 V
-500 V
600.0 Vpp

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Intens.
X107+
1.44

0.1 0.2

03 0.4 05 06 Time [min]

[ TIC +AIlMS

430.9155
362.9255

+MS, 0.1min #3
641.0931

716.1497

838.8370 1299.1574

aiad

200 400

Li .ll. L..lL.Ll .

600 800 1000 1200 1400 miz

Intens. ]
x105]

2] 637.0900

1 636.0901

635.0885
AAN

+MS, 0.1min #3

641.0931
639.0908

640.0937 642.0956

638.0921

A\ 638.6814 643.0981

0:
25007

20007
15007
10003

5003

637.0898

636.0908

635.0892
VAN

C30H26N206Te, M+nH ,641.09

639.0909 641.0928

640.0942 642.0959

638.0930

643.0993
Ea

635 636 637

638

639 640 6541 642 643 miz

Bruker Compass DataAnalysis 4.0

printed:  1/25/2022 2:18:27 PM Page 1 of 1
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Parameter Value

1 Title 1

2 Spectrometer  spect

3 Solvent DMS0

4 Temperature 298.1

5 Number of 16
Scans

6 Relaxation 1.0000
Delay

7 Pulse Width 12,0000
8 Acquisition Time 3,278
9 Acquisition Date 2022-01-18T18

141:38
10 Modification 2022-01-19T11
Date 12342

11 Spectrometer  500.13
Frequency

12 Spectral Width  10000.0

13 Lowest -1911.5
Freguency
14 Nudeus H

15 Acquired Size 32768
16 Spectral Size 65536

'H NMR spectra of 1l

5143

768
767
7258
.22
—3.83
—3.58
-2.32

751

<

=705

<
Me
Me

MeO
MeO
MeO
MeO

—~768
=767
-—751
=725
—=723
=705

=

2.00-
3.00-=
3.00-
3.00-%

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively.



13C NMR spectra of 1l

S 83 £ BRISH & " @ o
H = ™ =]
e ] g mHEHH -4 5 g =
= oz = i -z i ~
| N A2 0 Y N |
Parameter Value
1 Tite Sangit-MB-713-
Final{500MHz)
2 Spectrometer spect
3 Solvent DM30
4 Temperature 298.0 ®
5 Mumber of Scans 512 =
6 Relaxation Delay 2.0000
7 Pulse Width 10,0000
8 Acquisiton Time  1.1010 z—pR—2=
9 Acguisiion Date 2022-01-13T19: o ,,/ o
09:57
10 Medification Date 2022-01-19T11:
23142 w w w w
11 Spectrometer 125.76 2 2= =
Freguency
12 Spectral Width ~ 29751.9
13 Lowest -2306.2
Freguency
14 Mudeus 13C
15 Acguired Size 32768
16 Spectral Size 65536
|
|
| |
[
—— 1 ~ 1 * 1 T 1 T+~ T ~ T T T T 1T T T ‘'t T * T * T T T T T T~ T T T T T T T T T T 1T
210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 a0 50 40 30 20 10
f1 (ppm)
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125Te NMR spectra of 1l

719.21

Parameter Value
1 Tite Sangit-MB-713Te
2 Spectrometer spect
3 Solvent CcDCI3
4 Temperature 298.2
5 Mumber of Scans 10000
6 Relaxation Delay 2.0000
7 Pulse Width 8.5000
8 Acguisition Time 0.2430
9 Acquisition Date 2022-01-11T00:43:53
10 Modification Date 2022-01-11T10:04:31 m m
11 Spectrometer Frequency 126.24
12 Spectral Width 131579.0
13 Lowest Freguency 47826.5
14 Mucleus Nl,ﬁlN

o B o

15 Acquired Size 32768 \
16 Spectral Size 65536

MeO
MeO
MeO
MeO

5145

T
1400 1350 1300 1250 1200 1150 1100 1050 1000 950 mmaau 850 800 750 700 6350 600 550 500 450
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HRMS spectra of 11

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date

D:\Data\NEW USER DATA 2022\Jan-2022'21-jan-2022\Dr.S.Kumar-MB_713-TE.d

tune_wide.m
-MB_713-TE

Operator
Instrument

RUCHI
micrOTOF-Q Il 10330

1/21/2022 3:14:31 PM

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4500V Set Dry Heater 180 °C
Scan Begin 50 mfiz Set End Plate Offset ~ -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Source
Intens. Dr.S.Kumar-MB_713-TE.d: TIC +All MS
x1071 Me
o
1 MeO /©/
] I j "N
5] _ MeO TL
1 \--._ MeO |
N
1.0 MeO T[::L
© Me
0.5 T
02 04 06 0.8 10 12 14 16 18 Time[min]
Intenss._ +MS, 1.3min #77
X103 387.0287
3]
1 669.1267
2ﬁ
1 4
0 : l , ) 1 333‘2409 2001.3540
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z
Intens. ] +MS, 1.3min #77
x10°2]
] 667.1246 669.1267
23 665.1238
] 70.12
1] 6641247 566,127 668.1274 670.1289
1663.1231 ' 671.1313
ol 665.6265 [\ 668.5570 ;
2500 C32H30N206Te, M+nH ,669.12
2000 667 1222 669.1242
15003 665.1211
10003
s00i663.1205 00221 666.1243 o e
ey 671.1306
0i—2\ : : . ; - - - : .
663 664 665 666 667 668 669 670 671 m/z
Bruker Compass DataAnalysis 4.0 printed: 1/21/2022 3:17:21 PM Page 1 of 1
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'H NMR spectra of 1m

335 IRE BEE
LS oS M WD D oMM
- NN N
Parameter value m m
(@] [e)
1 Tite im
2 Spectrometer pect
3 Solvent @DCl3 - o ~
4 Temperature 3.3 2 EH o S le) g o=
g s - R
5 Mumber of Scans 16 N/ [
6 Relaxation Delay 10000
7 Pulse Width 17.7000 d od b
[} v 9O [
8 Acqguisition Time 40894 = = = =
9 Acqguisition Date 2021-12-21T165: I I
51:33
10 Modification N021-12-21T1T:
Date 30:58 I\k
11 Spectrometer 400,13 T T T e T
—H
TEqUEnCY 77 76 75 74 73 72 71 Z0 6.9 6.8
12 Spectral Width ~ 8012.8
13 Lowest -1545.2 [
Freguency
14 Mudeus H
15 Acquired Size 32768 _ E
16 Spectral Size 65536 _ _
| {
—
f
___ I __ |
|
_W
Py
oo o
oo o
WO WO WD
T T T T T T T T T T T T T T T T T T T T T J T T T T T T T T T v T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.

5.0
f1 (ppm)

5147



= LER z5 R og3aieg @ s
Parameter  Vae | 3 533 zR 8 mIgc e
R Sangt Y T T N 7
ME-02-704-Te
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 293.2
5 Mumber of Scans 512
6 Relaxation Delay 2.0000
7 Pulse Width 11,0000 W m
8 Acquisition Time 1.3631 o o
9 Acguisiion Date 2021-12-27T19:
54:03
10 Modification 2021-12-23T12: P,
Date 14:45 o $ o
11 Spectrometer 100,61 N\
Frequency
12 Spectral Width ~ 24038.5
13 Lowest 1958.0 w w w w
wes THEas. = == =
Frequency
14 Mudeus 13C
15 Acguired Size 32768
16 Spectral Size 65536
|
m 1 n |
—
Y I |
o I I
= 7 _
-
)
3 - "
(b} ¥ i
o
)
o
Z —r7r '+ 1+ 1 ‘°*~ 1 _° 1 ‘* [ T 1 ’ 1 ‘' [ ‘°* T T*T T ' T ‘' [ T T ‘' T T*T T ‘©* T T* T " T T©* T T©™ 1T
omb 210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
— f1 (oom)
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125Te NMR spectra of 1m

718 66

Parameter Value
1 Title Sangit-MB-02-704-TeF
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature  293.2
5 Mumber of 5000
Scans
& Relaxation 2.0000
Delay
7 Pulse Width 8.9000
3 Acquisition 0.3538
Time o ®
A = =
9 Acquisition 2021-12-24T08:37:39 o o
Date
10 Modification ~ 2021-12-24T11:40:46
Date
11 Spectrometer 126,24 Z—FR 3
o S o
Freguency 3
12 Spectral Width 92532.6
13 Lowest 61007.3
Frequency (@] o O (@]
[ v O [}
14 Nudeus = == =

15 Acquired Size 32768
16 Spectral Size 65536

T T T T T T T T T
1200 1150 1100 1050 1000 950 900 850 800 750 700 650 600 550
f1 (ppm)
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HRMS spectra of 1m

Display Report

Analysis Info

D:\Data\new user data 2021\Dec-2021\30-dec\Prof S Kumar-MB-702-Te-.d

Acquisition Date  12/30/2021 2:21:17 PM

Analysis Name
Method tune_wide _APCI_23.06.m Operator RUCHI
Sample Name MB-702-Te- Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type Multi Mode lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 2500 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 5.0 Vmin
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Waste
Intens. o) = e
x107; MeO x ~
N / \\
1.257 Y ‘ I
MeO [\
MeO /
001 ~ /
1.00 ,'/ \\\ 'L f
/ |
0.75 / | MeO \[::j\ f
/ \ o /
/ | OMe f
SN |
0.50] .‘ [
IL‘I /
025 ——__ — N - P
02 0.4 06 0.8 1.0 1.2 " Time [min]
[— TIC +All MS |
Intenss. +MS, 1.4min #85
x10 701.1121
B_
6‘
4_
2-
1 598.2157
ol 1 L ‘ | ‘ ‘
600 700 800 900 1000 1100 m/z
IntensG: +MS, 1.4min #85
x10% 699.1107 701.1121
0.8 697.1100
021 700.1126 702.1144
0.4 696.1094 §98.1110
695.1074
0.21 703.1150
s C32Ha0NZ08Te, NinH 70111
20001 695.1120 701.1140
15003 697.1109
10004
E 700.1153 702.1171
E 696.1119 698.1142
500  695.1103 A A 2031204
03 FAY : : : . : ; : ”:
695 696 697 698 699 700 701 702 703 mfiz
printed:  12/30/2021 2:24:13 PM Page 1 of 1

Bruker Compass DataAnalysis 4.0
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'H NMR spectra of 1n

I09 3348 SEL2T9GR8RRT9
oo oo A L L —
N N S e——— PEES
z z
Parameter Value //
1 Title Sangit- z—P2—=
MB-1n-FTe o 5 o
2 Spectromete spect \
r
3 Solvent DMSO
4 Temperature 298.2
5 Number of 16
Scans z=o e 29 =3 %MB%%HH%
) o o O o oo 0 @ o oo LacNI o N N Lo L N L S N ~
& Relaxstion 1.0000 S % Ve Ve NSRS e
Delay
7 Pulse Width ©.4000
8 Acquisiion 4.0894
Time
9 Acquisiion  2022-04-04
Date Ti1:32:21
10 Modification  2022-04-04
Date T13:30:26
|
11 Spectromete 400,13 h
r Freguency
12 Spectral 8012.8
Width
I T T L] T 1 T T T T
13Lowest  -1535.8 9.1 8.7 8.5 8.1 7.9 7.7 7.5
Freguency
14 Nudeus H | p
i5 Acquired 32768 _ |
Size _
16 Spectral Size 65536 7 7
| o
|
|
|
K T LN i i
(=] = = = oo oo
E = 3 E] EREREEE
™~ ™™ ™~ o o
T J T T 1 T T T T T T T T T T T T T T T T T T ] T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 3.5 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0 0.5 0.0

f1 (ppm)

Peak at 3.33 and 2.50 ppm correspond to DMSO-dg and water residual peak respectively.
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13C NMR spectra of 1n

17101

Parameter

Title
Spectrometer
Solvent
Temperature

L

Number of
Scans

& Relaxation
Delay

7 Pulze Width

8 Acquisition
Time

9 Acquisition
Date

10 Modification
Date

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Frequency

14 Nudeus

15 Acquired Size
16 Spectral Size

Value

Sangit-MB-02-455-11-R
spect

CDCI3

298.2

1024

2.0000

11,0000
1.3631

2021-07-16T04:53:34

2021-07-16T14:59:45

100.61

24038.5
-1958.0

13C
32788
65538

145 .36
141.37
139.95

138.93
137,12
136.60
133.11

13048

7

12943
129.19
128 .84

12831
123.11
121.56

121.15

b et

210 200 190 180 170

160

T
150

140

130

120

T
110

100

1 Fanml

T
a0

a0

T
70

&0

T
30

40

T
30

20
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125Te NMR spectra of 1n

[
B
Parameter Value m
1 Tite Sangit-551-
A-53-2-Te
2 Spectrometer spect
3 Solvent CoCl3
4 Temperature 296.3
5 Mumber of 573
Scans
& Relaxation 2.0000
Delay - -
7 Pulse Width  8.9000 7Y
8 Acquisition 0.1%66 /
Time zZ—R—2
9 Acquisiion  2021-02-23T o
Date 16:43:40 N
10 Modification  2021-02-23T
Date 11:44:44
11 Spectrometer 125.24
Frequency
12 Spectral 166666, 7
Width
13 Lowest -1277.4
Freguency
14 Mudeus
15 Acquired Size 32768
16 Spectral Size 65536
1
— T T T " T T T T L | T T T T T T T T T T T T T T T T
1250 1150 1050 Q50 Qo0 850 8OO 750 70D 650 600 550 500 450 400 350 300 250 200 150 100 50
f1 (ppm)
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HRMS spectra of 1n

Display Report

Analysis Info Acquisition Date  12/7/2020 4:30:19 PM
Analysis Name  D:\Data\NEW USER DATA 2020\DEC-2020\07-dec\Prof.S.Kumar-MB-385-11.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  MB-385-I1 Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF  100.0 Vpp Set Divert Valve Waste
=
Intens.]
x107 |
5.8
5.7 NZ ‘
5.61
5.51
5.4 ‘/L/ TN T — —~ _/
e
5 \_‘/\_‘//—\J\mm_/\/\f———f
' 01 02 03 0.4 05 06 0.7 Time [min]
[ TIC +AIMS |
Intens. +MS, 0.3-0.5min #(19-27)
x105] 275.9880
2.0] 621.0718
1.5 551.1232
1.0
057 385.0749
100.0772 L oL LI l 763.2385 539 6811 916.9724 o
0.0 - o sl i A hal * et e g i
100 200 300 400 500 600 700 800 900 1000 m/z
Intens. +MS, 0.3-0.5min #(19-27)
x105] 621.0718

1.5 623.0706

103 619 0675 622 0749

05] gi70pss 6180678 620.0690 624.0727

0.0] A L 622 5121 /\ 625.0738

C32H20N402Te, M+nH ,623.07

2000
6210704 623.0724
1500
619.0693
1000 624.0755
622 0737 .
5001 170887 O 80703 620 0726
7 625.0788
0 i - - ‘ . . ,
617 618 619 623 624 625 626m/z
Bruker Compass DataAnalysis 4.0 printed:  12/15/2020 9:23:05 AM Page 1 of 1

5154



'H NMR spectra of 10

& & FRES HanSRAEEES &
o o 0w P P P PP M MO D DD {341
e vV b |
Parameter Value
1 Title 1o
2 Spectromete spect ﬂm WN mm ﬂﬂﬁﬂ@%%ﬁﬂ%% W%WW % — —
3 sovent  codla N VOON e N N Sy z z
4 Temperature 293.0 ’ o)
z——Z
5 MNumber of 16 o o
Scans N
6 Relaxation  1.0000
Delay
7 Pulse Width 10,2000 w w
8 Acquision  3,2768 = =
Time
9 Acquisiion 2021-08-28 Il | I "
Date T14:19:21 .I= I r,
10 Modification  2021-08-31 l[....._r.
Date T13:34:54
HH mnmnqo_-:mﬁm mDO Hw T T T T T T T T 1 T T I T T T T T T T T T
r Frequency _ 94 92 90 88 86 84 B2 B0 78 76 74 72 70 6.8 4.0 38
12 Spectral 10000.0
Width
13 Lowest -1911.5
Freguency
14 Mudeus H
15 Acquired 32768 |
Size
16 Spectral Size 65536
, P |
_ [ ] _
| | |
| _ | [
I I
I L | _ )
7 T T T ¥
o o o Scooo o o o
a a q aa9a 9 a a
™~ ™~ ™~ L B I ) ™ ™~ e -
T T T T T T T T T T T T T J T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.3 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.
f1 (ppm)

Peaks at 7.26 and 1.56 correspond to CDClI; residual and water.
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13C NMR spectra of 10

Parameter

[

Title

Spectrometer
Solvent
Temperature

[, N OO FUR N |

Mumber of
Scans

& Relaxation
Delay

7 Pulse Width

-—170.82

Value
Sangit-MB-02-546-
RF{700MHz)
spect
CDCI3
298.0
512

2.0000

15,4000

8 Acquisition Time 0.7354
9 Acguisition Date 2021-03-31T18:16:06

10 Modification
Date

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Frequency

14 Nudleus

15 Acquired Size
16 Spectral Size

2021-09-01T14:41:40

176.05

41686.7
-3229.8

13C
32758
65536

-—161.88

141.37

_/-145.3?

A

139,98
——138 55

13706

13079

128 .26

X

=122 97
121 .55
121.14

\

13958

—55.59

210

T
200

190

T
180

T
170

160

150

T
140

130

T
120

T
110

___
100
f1 (ppm)

T
90

T
80

70

T
60

T
30

T
40

T
30

T
20

10
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125Te NMR spectra of 10

-+
3
Parameter Value m
1 Title Sangit-MB-02-546-Te
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 298.2
5 MNumber of Scans 10000
6 Relaxation Delay 2.0000
7 Pulse Width 3.5000
8 Acguisition Time 0.2097
9 Acguisiion Date 2021-09-11T07: 11:16 - -
10 Medification Date 2021-09-11T12:16:21 N\ /N
11 Spectrometer Frequency 128,24

12 Spectral Width 156250.0 |
s (@)
13 Lowest Frequency 22867.0 © N
14 Mudeus
32758

15 Acguired Size g o
16 Spectral Size £5536 2 2
|
I T T T T T T I T T T T T T T T T T T T T T T T T T T T T T T T T T T T
1350 1250 1150 10350 950 Q0o mm_”_m m_u_a JH..mD 700 630 600 350 300 430 400
1 fnnm
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HRMS spectra of 10

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Parameter
Source Type
Focus

Scan Begin
Scan End

ESI

Not active
50 m/z
3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Positive
4600 V
-500 V
100.0 Vpp

Acquisition Date  9/15/2021 1:02:11 PM

D:\Data\new user data 2021\Sept-2021\15-sept\Prof.S.Kumar-MB-02-546_1-C,2_01_9298.d
hrlcms-20 sept--union-esi-tune low 01-sept-2021.m
Prof.S.Kumar-MB-02-546

RUCHI
micrOTOF-Q Il 10330

Operator
Instrument

0.4 Bar
180 °C
4.0 I/min
Waste

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

Intens.
x107-

0.8

0.61

0.4

0.21

Prof.S.Kumar-MB-02-546_1-C,2_01_9298.d: TIC +All MS

0.2

220

04

240 260

280 300

1.8 Time [min]

3@0 3&}0 36?0 ngelenglh [nm

Intens.
[mAUT

20001
1000

UV, 0.1min #19,

InlenQ.
x105]

98.9851
0.57

196.9621

JI‘[ AL l‘uLn. La

683.0967

+MS, 0.1min #5

997.8003

0.0-—+ T
200

400

800

1000 1200 1400 miz

Intens.
x105

0.757
0.50

0.25 677.0892
AN

679.0947

678.0955

681.0935

680.0975

+MS, 0.1min #5|
683.0967

682.0988 684.1000

0.00
25001

2000
15007
10007

5001

677.0899
A

679.0904

678.0915

681.0915

680.0937

LN
C34H24N404Te, M+nH ,683.09
683.0935

684.0966
A 685.1000
r A

682.0948

677

678 679

Bruker Compass DataAnalysis 4.0

680 681

printed:

11/23/2021 4:35:16 PM

682 583 684 685 miz

Page 1 of 1
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'H NMR spectra of 1p

A FELOENEIERRRRAEES & A
S-S B S N S S P S m m
N YON e e
Parameter Value
1 Title 1p
2 Spectrometer spect P \
3 Saolvent CDCI3 = z
A A g7 52 MREEHRE mRER \
4 Temperature  298.1 oo @ e s e N
5 Number of 15 Y VoW S e z—PR—z
Scans o ,,,,,.
& Relaxation 1.0000 N
Delay
7 Pulse Width 17,7000
8 Acquisition Time 4.0394 2 239 9
9 Acquisition Date 2021-12-22T11 = == =
156123
10 Modification 2021-12-22T13
Date 156116 Il
11 Spectrometer 400,13 L;
Freguency
12 Spectral Width 80128 _ _ ——r—t ¢ . ——————1 . ——r—t
13 Lowest -1545.2 9.4 a0 8.6 8.2 78 76 74 72 7O
Frequency
14 Nudeus H
15 Acquired Size 32763
16 Spectral Size 65536 _ {
i P I
| | | __ | __.
| | | I
I [ [ | |
J ! ! / ! ! ) )
il S
T T T N T T
= = = o oo = = = =
=1 = a o5a a a =] =
™~ ™~ ™~ [ B I ) i~ i~ -] L=
T T T T T T T J 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
0.0 Q.5 2.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

5.0
f1 (ppm)
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13C NMR spectra of 1p

z HE FERECRHRESNEESEZRSE BH o
et ke E 55 $raamRmEnas == i3
1 Title 1p | L B B e e e N
2 Spectrometer  spect
3 Solvent CcDCI3
4 Temperature 298.2
5 Mumber of 512
Scans
6 Relaxation 2.0000
Delay
7 Pulse Width 11,0000
8 Acguisiion Time 1.3631 — —
9  Acquisition Date 2021-12-23T06:02:07 /) \
10 Modification 2021-12-23T12:15:48 N/ z
Date ‘o
11 Spectrometer  100.61 o N|,,.T|N o
Frequency S
12 Spectral Width 24038.5
13 Lowest -1958.0
Frequency g 5 J o
14 Nudleus 13C m m m m
15 Acquired Size 32758
16 Spectral Size 65536
|
1 | o |
il
| _ .
T T T T T T T T T T T T T T T T T 1 T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 f waa ) an 80 70 ] 50 40 30 20 10 -10
ppm
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125Te NMR spectra of 1p

Parameter

Title
Spectrometer
Solvent
Temperature
Mumber of Scans
Relaxation Delay
Pulze Width
Acquisition Time
Acquisition Date
10 Modification Date

11 Spectrometer
Frequency

12 Spectral Width
13 Lowest Freguency
14 NMudeus

e e R s B O

15 Acquired Size
16 Spectral Size

Value

Sangit-MB-02-702-Te

spect

CcDCI3

298.2

5000

2.0000

8,9000

0.2796
2021-12-25T02:44:44
2021-12-27T04: 13:22
126.24

117187.5
61334.3

32758
65536

MeO

MeO

MeO

MeO

855.59

T
1400 1350 1300 1250 1200

T
1150

1100

T
1030

T
1000

T
950
f1 (ppm)

T
200

850

800

730

700

630

600

230
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HRMS spectra of 1p

Display Report

Analysis Info Acquisition Date  12/30/2021 2:30:21 PM
Analysis Name  D:\Data\new user data 2021\Dec-2021'30-dec\Prof S Kumar-MB-704-Te.d

Method tune_wide _APCI_23.06.m Operator RUCHI

Sample Name  MB-704-Te Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type Multi Mode lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 2500 v Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 5.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Waste

Intens.
%1067 o
2.04 ™ MeO
1 \\ /"', ‘ ,N >

1.8 \\\ MeO e’

. MeO | N7
16 T~ N |
64 ~_ MeO .
~ /\ —

004 006 008 010 012 014 016 018 020 Time[min]
[— TIC +All MS |

Inlensﬁ: +MS, 0.2min #12
x10%] 743.1147

663.4490701:1126

607.3874
e . - - ‘ : : : : : :
550 600 650 700 750 800 850 900 950 1000 1050 m/z
Intens. +MS, 0.2min #12
104
x10 ] 7411110 7431147
* 739.1120
2_

742.1150 1

3 744117
t 738/{ 33 740.1149 A
% AN JA

C36H28N406Te, M+nH ,743.11

2500
E 7431147
20003 7411127

15007 739.1116

738.1126 740.1148

738 739 740 741 742 743 744 miz

Bruker Compass DataAnalysis 4.0 printed: ~ 12/30/2021 2:31:50 PM Page 1 of 1
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'H NMR spectra of 1q

BHBITTTMMMAMANAMAMANN SRINH
Lip- S L S N L N L S L L S LN L L S L S SN e N umouwnounwn
L R el L Ls
Parameter Value
1 Tite Sangit-
MK-43(500MHz)
2 Spectrometer spect
3 Solvent CDCl3
I Tomperanye 2978 253 T2RARAEMY 2een
m ZCBUWHD—HMHUJMHM [ N LS P P P Pe P P P Pl P W
& Relaxation Delay 1.0000 S TS LA
7 PulseWidth  10.7300 OoO—Q2—o0O
§ Acquisiion Time 3.275%
9 Acqguisiion Date 2019-02-18T12: N
10:42
10 Modification 2013-02-19T10: "
Date 15:46
11 Spectrometer 500.13
Frequency
12 Spectral Width ~ 10000.0
13 Lowest -1925.0
Frequency 1 L I
14 Nudeus 1H 71 3.5 54
15 Acquired Size 32768
16 Spectral Size 65536
| /
[ 7 _
J I I
_ PK»
_ .
i T 1 T
= = o =
=] = a =
™~ =+ ™ -+
T T T T T T T T J T T T T T T T T T T T T T T T T T T
10.0 2.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f1 (ppm)
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13C NMR spectra of 1q

z ameny =

Parameter Value # nERAR m n
1 Title Sangit-NKk-48(500MHz) | N I
2 Spectrometer spect
3 Solvent Coal3
4 Temperature 298.0
5 Mumber of Scans 512
6 Relaxation Delay 2.0000
7 Pulse Width 9,0000
8 Acguisition Time 1.1010
9 Acquisition Date 2019-02-18T19:05:07 —_— 0
10 Modification Date 2019-02-19T10: 16:46 P ,,,._I <
11 Spectrometer Frequency 125.76 N
12 Spectral Width 29751.9
13 Lowest Frequency -2306.2
14 Mudeus 13C
15 Acguired Size 32768
16 Spectral Size 65536

Lo
|
r— 1 *+ 1 * 1 * 1 * T * 1 ' 1 * 1T * T * T * T * T ' T ' T * T ' T " T * T " T T+ 1
210 200 190 180 170 160 150 140 130 120 110 i “__‘.D_“_ ) ag 80 70 60 50 40 30 20 10
Dom
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125Te NMR spectra of 1q

3

2

M-

_

Parameter Value
1 Title Sangit-MB-NK-02-44-T
2 Spectrometer spect
3 Solvent Coal3
4 Temperature 298.2
5 MNumber of Scans 512
6 Relaxation Delay 2.0000
7 Pulse Width 8.5000
8 Acguisition Time 0.3146
9 Acguisition Date 2013-08-31T11:25:40
- o—Q@—0
10 Medification Date 2018-08-31T11:25:40 E
11 Spectrometer Frequency 126,24 N
12 Spectral Width 104166.7
13 Lowest Frequency -1587.3
14 Nudeus
15 Acquired Size 32768
16 Spectral Size 65536
|
T T T T T T T T T T T T T T ] T T T
100 730 700 630 600 530 500 450 400 3350 300 230 200 150 100
f1 (ppm)
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HRMS spectra of 1q

Display Report

Analysis Info Acquisition Date  2/19/2019 11:17:28 AM
Analysis Name  D:\Data\NEW USER DATA 2017\2019\FEB\18 feb\Dr S Kimar-NK-48-2-LS.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  NK-48-2-LS Instrument micrOTOF-Q 1l 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Waste

Intens.
x107
0.8+

0.6
0.4+

0.24

—
0.05 0.10 0.15 0.20 0.25 0.30  Time [min]

[—TIC +AIMS |

Intens. +MS, 0.1min #6
x108 342.9952

0.84
0.6

0.4

0.21 213.0859

. 437.J 870 542.9442
0.0 T T T T T -
100 200 300 400 500 m/z

Intens. +MS, 0.1min #6
x106] 340.9930 342.9952

0.8

0.6

0.41 337.9923

0.21 336.9900 T 341.9951 343.9972
A

338.9914

0.0

] C14H1202Te, M+nH ,343.00
20001 340.9955 429908

1500
338.9944

10007

] 337.9954
5007 336.9938

341.9988 344.0006

339.9977
A

37 338 339 340 341 342 343 344 miz

Bruker Compass DataAnalysis 4.0 printed:  2/19/2019 11:18:58 AM Page 1 of 1
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'H NMR spectra of 1r

@ mry 00T <
nuwnm @ ]
Fa P P [ [E- QY- . ¥ ™
Parameter Value ~S e !
1 Title Sangit-MB-1r-
Cd-1(500MHz)
2 Spectrometer spect
3 Solvent CcDcl3 OIEIO
4 Temperature 298.2 @) s o)
5 Mumber of Scans 16 FHED 2242 J
. P, VNN
6 Relaxation Delay 1.0000 S8 R
7 Pulse Width 12,0000
& Acquisition Time 3.2758 o o)
9 Acquision Date  2022-04-01T15: 2 2
41:40
10 Modification 2022-04-01T17:
Date 25:53 "
11 Spectrometer 500,13 ¥
Freguency 1]
12 Spectral Width  10000.0 __ _.F
13 Lowest -1925.0
Freguency — T — — 1t
14 Nudeus H 76 75 74 7.0 3.9 38 B.7 33
15 Acquired Size 32768
16 Spectral Size 65536
f[ [
|
__ _ _
I )
|
la T i
==} o (=]
asg a a
-a = =
T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 7.3 20 6.3 6.0 5.5 4.0 3.5 3.0 2.5 2.0

Traces of grease peak at 0.86 and 1.26 ppm.
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13C NMR spectra of 1r

= = A EH =] A o
2 o TE% o % =
= = o2Zza s = A
| _ Y . _
Parameter Value
1 Title Sangit-ME-1R-
II-R{700MHzZ)
2 Spectrometer  spect
_— O
3 Solvent DMSO P—Rr—R
4 Temperature  298.0 s
5 Number of 285
Scans
6 Relaxation 2.0000
(@) (@)
Delay 3 D
7 Pulse Width 15,4000 = =
8 Acguisition Time 0.7864
9 Acquisition Date 2022-04-06T12:
40:47
10 Modification 2022-04-06T13:
Date 42:52
11 Specirometer 176,05
Frequency
12 Spectral Width  41666.7
13 Lowest -3229.8
Freguency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
1
|
|
__ __ o
| nl .
T T T " 1 T T 1 T ] LI T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 an 80 70 60 50 40 30 20 10
f1 (ppm)
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—=1013 .66

125Te NMR spectra of 1r

5169

Parameter Value
1 Title Sangit-MB-MNK-44
2 Spectrometer spect
3 Solvent DMS0 o—o— 0
4 Temperature 298.2 ,.T
o S (@)
5 Number of Scans 2000 3
& Relaxation Delay 2.0000
7 Pulse Width 8.9000
8 Acguisition Time 0.2097 o o)
9 Acquisition Date 2018-12-22T14:19:51 3 3
10 Modification Date 2019-01-01T0S:01:44
11 Spectrometer Frequency 126.24
12 Spectral Width 156250.0
13 Lowest Frequency -1118.6
14 Nudeus
15 Acquired Size 32768
16 Spectral Size 65536
——r— 17 -1 -7 T T ~—717 -1 T 7T 1T "~ T1T " T T 1T T T T "~ T "~ T 1T " T 1
1150 1050 950 900 830 800 750 700 650 600 550 500 450 400 350 300 250 200 150 100

f1 fnnm



HRMS spectra of 1r

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\INEW USER DATA 2017
tune_wide _APCI_23.06.m
NK-40

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

APCI

Not active
50 m/z
3000 m/z

lon Pola
Set Capi
Set End
Set Colli

Acquisition Date
\2018\NOVEMBER\8\Dr.S.Kumar-NK-40.d

Operator

Instrument

Positive Set Nebulizer
4000 V
-500 V

500.0 Vpp

rity

llary

Plate Offset
sion Cell RF

Set Dry Gas

Set Dry Heater

Set Divert Valve

11/8/2018 2:50:29 PM

RUCHI
micrOTOF-Q I 10330

2.5 Bar
200°C
4.0 I/min
Waste

Intens.
x107]
1.0

0.8+
0.6
0.4+
0.2+

"0.05

T T

Time [min]

—— TIC +All MS

Intens.
x105]

2.5
2.0
1.5
1.0

0.5

0.0

430.9768

453.3428

L 445;] 247 1

+MS, 0.4-0.5min #(26-27)

467.3968

T T T T

" 440 450

0 470 miz

Intens.
X105

0.8
0.6
0.4+

0.27 424.9737
N

426.9739

425.9750
427.3529

428.9754

429.9787

MM

427}«2773 29.3504

430.9768

+MS, 0.4-0.5min #(26-27)

431.9801

2500

20001
1500
10004

5001

424.9735
A

426.9740

425.9751

4279773
i VAN

428.9751

429.9785

430.9770

C16H1206Te, M+nH ,430.98

431.9802

425

" T 426 427

Bruker Compass DataAnalysis 4.0

428

429 430

printed:  11/8/2018 2:52:15 PM

432 miz

Page 1 of 1
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'H NMR spectra of 2a

M 86%298?653648?5
-1 Mmoo a5 0
o oS N LN o o O N T 1 N O S e
_ =S ee—
Parameter Value
1 Title 2a
2 Spectrometer spect
z BEFERARALNAEEEE Y
3 Solvent CDCI3 = ?.1???1_;???.?.1?.???
4 Temperature 298.0 fx _.rrrrr.ny_\_ _‘_fhl_._n_.nn.l_lil.k.nr..rl_
5 MNumber of 16
Skcans
& Relaxation Delay 1.0000 W
7 Pulse Width 10,2000
8 Acquisition Time 3.2758
9 Acquisition Date 2021-07-22T10:
40:35

10 Modification Date 2021-07-29T17: |

0312
500,13

11 Spectrometer
Frequency
12 Spectral Width ~ 10000.0 . ' . . ' . : . . e
13 Lowest -1925.0 9.2 9.0 8.8 7.8 7.6 7.4 72 7.0 6.8 -3.8
Frequency
14 Mudeus 1H
15 Acquired Size 32768 _
16 Spectral Size 65536 7_ _
_ _ i_ 7 I
| L 7 /|
[
|
_% %F(
i v
= AEFIAA
T T T T T T T T T T T T T T T T T T T T . T r T T T T ] T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.3 7.0 6.5 6.0 3.5 3.0 4.3 4.0 3.5 3.0 2.2 2.0 1.5 1.0 0.5 0.0

f1 (ppm)

Peaks at 7.26 and 1.56 correspond to CDCl; residual peak and water respectively. Peaks at 0.86 and 1.26

correspond to grease.

5171



13C NMR spectra of 2a

168 37
139,12
—137.95
13612

130,20
‘#Flzg.?s

128 91

128.14

127.23

124,49

120 .00

\
|

Parameter Value
1 Tite Sangit-
ME-02-510-1-
R(500MHz)
Spectrometer  spect
Solvent CDCI3

Temperature 293.0

Mc_.:_um_. of 512 >T O
Cans o

& Relaxation 2.0000 z

Dela
¥ . 3
Pulse Width 12,2500

3 Acquisition Time 1.1010
9 Acguisition Date 2021-08-23T21

(3, U N |

-l

4n07

10 Modification 2021-08-24T10

Date 13532
11 Spectrometer 125.75

Frequency
12 Spectral Width 297619
13 Lowest -2306.2

Frequency
14 Nudleus 13C I

15 Acquired Size 32763
16 Spectral Size 65536

210 200 190 180 170 160 150 140 130 120 110 ; w_u_a y a0 80 70 60 50 40 30 20 10 0
1 (pom
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HRMS spectra of 2a

Display Report

Analysis Info Acquisition Date  8/23/2021 2:26:45 PM
Analysis Name  D:\Data\new user data 2021\August-2021\23 Aug\Prof.S.Kumar-MB-02-510CC.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  MB-02-510CC Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 4.0 l/min
Scan End 3000 m/z Set Collision Cell RF~ 100.0 Vpp Set Divert Valve Waste

Intens?j Prof.S.Kumar-MB-02-510CC.d: TIC +All MS
x1071

1.257
1.005
0.75%
o.5oé

0.25]

o0t~ v v vvv'vvvvbivi oo  (p o 4
0.05 0.10 0.15 0.20 0.25 0.30 0.35 0.40 0.45 Time [min]

Intens. +MS, 0.2min #(10)

x1061
251 415.1415

1.001
0.757
0.501

] 181.0651 300.1013
0.251

506.1816 621.1925 807.2893
L Y I\

I IS b

100 200 300 400 500 600 700 800 900 m/z

Intensﬁ.; +MS, 0.2min #(10)
x10°] 415.1415

1.01 416.1450
0.51
] 417.1459

25001 C26H20N202, M+nNa ,415.14
E 4151417

20003
15007

10003
] 416.1450

5007
i /\ 417.1484

4150 415.5 416.0 4165 T Tmro 4175 miz

Bruker Compass DataAnalysis 4.0 printed: ~ 8/23/2021 2:27:53 PM Page 1 of 1
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'H NMR spectra of 2b

-2 .06

=710
—7.06
.05
.04
2.06

X

Parameter Value N
1 Title b
2 Spectrometer spect
3 Solvent coci3 g meE 29IYF §8r 24
4 Temperature  298.1 | N N P =4
5 Mumber of 16
Scans
6 Relaxation 1.0000
Delay
7 Pulse Width 10,2000
8 Acqguisition Time 3.2768
9 Acguisition Date 2021-08-27T11
150136
10 Modification 2021-08-27T13
Date 128:24
11 Spectrometer 500,13
Freguency ___ i
12 Spectral Width  10000.0 A
13 Lowest -1925.0
Frequency — T AT T T T T T
14 Mudeus 1H 8.5 8.4 7.7 7.6 75 7.4 7.3 72
15 Acquired Size 32768
16 Spectral Size 65536
| |
i _ 7_ | |
| [l | __
_ [
| ___ | __ |
|
\__r | |
T I A
= = oo o — o
a 9 oaoaagag
™~ ™~ b I o I ]
T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 a.0 7.5 7.0 6.3 6.0 3.5

5.0
f1 (ppm)
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13C NMR spectra of 2b

3 AIABREBUREER -
2 SEHNERRESRELSESS -
_ L A
Parameter Value

1 Title Sangit-MB-02-557-11

2 Spectrometer spect

3 Solvent CDCI3

4 Temperature 293.2

5 MNumber of Scans 512

6 Relaxation Delay 2.0000

7 Pulse Width 11,0000 0]

8 Acguisition Time 1.3631 =

9 Acquisition Date 2021-08-27T20:14:41 ZT O

10 Modification Date 2021-08-28T10:41:02 o T

11 Spectrometer Frequency 100.61 z

12 Spectral Width 24033.5 O (@)

13 Lowest Frequency -1958.0 o

14 Nudeus 13C =

15 Acquired Size 32788

16 Spectral Size 65536

I
—r7r '+ [ T 1 °* 1 ‘*r 1 ‘* [ T* 1 " 1T ‘°* T T T T T T T T T T T " T T©* T * T T*™ T " T T T T©™ 1T
210 200 190 180 170 160 150 140 130 120 110 f ﬂ._u_o y ag 80 70 60 50 40 30 20 10
oom
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HRMS spectra of 2b

Display Report

Analysis Info Acquisition Date  9/7/2021 1:33:04 PM
Analysis Name  D:\Data\new user data 2021\Sept-2021\07-sept\Prof.S.Kumar-MB-02-557CC_1-D,5_01_8953.d
Method hrlems-20 sept--union-small molecules 01-sept-2021.m Operator RUCHI
Sample Name Prof.S.Kumar-MB-02-557CC Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Sel Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Waste

Intens. Prof.S.Kumar-MB-02-557CC_1-D,5_01_8953.d: TIC +All MS|

x1064

Intens. Me NH Prof.S.Kumar-MB-02-557CC_1-D,5_01_8953.d: UV Chromatogram, 200-400 nm

02 04 06 08 10 12 14 16 1.8 Time [min]

200 2?0 2‘11-0 2{:30 21?0 3(?0 3?0 36‘1-0 BE?D W|aveleng1h [nm
Intens ] UV, 0.3-0.4min #(158-190),
[mAU]

1001

50+

Inlengs. +MS, 0.3-0.4min #(19-21)
x10°
181.0678 421.1897

\ 'l 663.4494
500 1000 1500 2000 2500 miz

Intens. ] +MS, 0.3-0.4min #(19-21)
x105 421.1897

4221919

423,1946
25001 C28H24N202, M+nH 421.19
2000 421.1911

15004
10004
500

422.1944

4231977
421.0 4215 422.0 4225 423.0 4235 miz

Bruker Compass DataAnalysis 4.0 printed:  9/7/2021 2:32:52 PM Page 1 of 1
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-0 .54

Parameter

Title
Spectrometer
Solvent
Temperature
Number of Scans
Relasxcation Delay
Pulse Width
Acquisition Time

w3 bW M

Acguisition Date

10 Madification
Date

11 Spectrometer
Freguency

12 Spectral Width

13 Lowest
Frequency

14 Nudeus
15 Acquired Size
16 Spectral Size

2007

Value

2
spect
DMS0
298.3
16
1.0000
17,7000
4.0894

2021-12-23T1L
41:34

2021-12-22T21:
07:04

400,13

8012.8
-1535.6

1H
32768
65536

-0 54

—3.68

3.68

6.5 4.0 3.5

MeO

200-3
200-%
400-
200-5
200-g
200-3
200-%

6.00—

'H NMR spectra of 2¢

10.0 9.5

5.0
f1 (ppm)

4.5 4.0

5177

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively.



13C NMR spectra of 2¢

Parameter

Title
Spectrometer
Solvent
Temperature
Number of Scans
Relaxation Delay
Pulse Width
Acquisition Time

L e B B R

Acquisition Date
10 Modification Date

11 Spectrometer
Frequency

12 Spectral Width
13 Lowest Freguency
14 Nudleus

15 Acquired Size
16 Spectral Size

167.72

Value

Sangit-MB-02-693-F
spect

DMS0

298.2

512

2.,0000

11,0000

1.3631
2021-12-22T14:18: 35
2021-12-27T21:07:03
100.61

24038.5
-1958.0
13C
32758
65538

150 .47

=139 .58
—136 .63

——130.24
129 75

128 .33

128 .06
127 50

122.30

139 24

%

55.95

210 200 190 180 170

160

150

140

130

T
120

T
110

100
f1 (ppm)

o0
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HRMS spectra of 2¢c

Display Report

Analysis Info
Analysis Name

Acquisition Date
D:\Data\NEW USER DATA 2022\Jan-2022\18-jAN-2022\Prof.S.Kumar-MB-699_1

Method hrlems-20 sept.m Operator
Sample Name  Prof.S.Kumar-MB-699 Instrument
Comment

1/18/2022 12:12:58 PM
-A,4_01_10923.d
RUCHI

micrOTOF-Q Il 10330

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 m/z Set End Plate Offset -500 V Set Dry Gas 6.0 I/min
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
Intens?: Prof.S.Kumar-MB-699_1-A,4_01_10923.d: TIC +All MS
x10
] 0 ~~ T\
24 AN
] N /‘.I \\\
1 1 ._/"\‘ H Vs K\‘
1/ : \MeO s / ~— _
Inten& [ Prof.S.Kumar-MB-699_1-A.4_01_10923.d: UV Chromatogram, 200-400 nm
[mAU]| o Z
x104 MeO NH s
41 /
2 _/
) ™~/
O- N N _/“ - -
1 2 3 4 5 " Time ['min]
2(|)0 2?0 2t|1-0 2§0 2?0 3?0 3?0 3£||0 SIISO IW avelength [nm]
Intens. ] UV, 4.1-4.2min #(2415-2482),
[mAU]]
600+
400+
200:
|men§.: +MS, 4.1-4.2min #{244-249)
x106] 596.2129
i ﬁ 302.1149 410.0182 \ 707.2282
] 181.0625 L l l 783.2995
0l : L . J : T l | Ll . —_ : :
100 200 300 400 500 600 700 800 900 1000 m/z
Intenséé +MS, 4.1-4.2min #(244-249)
x10 451.1625
1.003
0.751
0.503 452.1660
0.257 K 453.1758
0.00 C28H24N2O4, MnH 451,17
25003 » MR Aol
20003 451.1652
15007
1000? 452.1686
5°gi 4531719
451.00 451.25 451.50 451.75 452.00  452.25 452.50 452.75 453.00 453.25 miz
Bruker Compass DataAnalysis 4.0 printed:  1/18/2022 2:07:36 PM Page 1 of 1
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'H NMR spectra of 2d

5 RANAESE=2HYSSEERRERRERR & R
S A sy e e e e e w oo
[~ =y [
5 ERRs LEES83RRITHAERS & IS
Parameter Value & Efoﬂun ﬁfﬁﬁfﬁ% _.,__ _._._
1 Title 2d
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 298.2
5 Mumber of Scans 16
& Relaxation Delay 1.0000
7 Pulse Width 17,7000
8 Acquisiion Time 4.08%4
9 Acquisiion Date 2021-12-14T713:00:11
10 Modification 2021-12-14715:29:46
Date
| I
11 Spectrometer 400.13 f _;__
Frequency
12 Spectral Width  8012.8
13 Lowest -1545.2 T ! T T T T " T
Frequency 8.0 7. &0 4.0 3.0
14 Mudeus H @) W
15 Acquired Size 32768 2
16 Spectral Size 65536 - O
o I
P4
O O
[ (@)
“ 2 2
=
f f
[ |
| |
/ |
J J
I Il
J A JU e K
oo iy
o o o o
9 a a g
PH N s @
T T T T T T T T T T T T T J T T T T T J T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0
f1 (ppm)

Peaks at 0.86 and 1.26 correspond to grease and pentane.
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13C NMR spectra of 2d

5 8 = RENREENNAS 23
5 B g FEERERSZDE g4
| _ _ FSEPUVNSS VY '
Parameter Value
1 Title Sangit-ME-02-692-11-
C(500MHzZ)
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 285.1 o)
5 Mumber of 512 o] W
Scans W
& Relaxation 2.0000 >
Delay o
7 Pulse Width 10,0000 W
8 Acquisition Time 1,1010 O 4
9 Acguisiion Date 2021-12-14723:37:39
10 Modification 2021-12-15T10:54: 26 o w
Date m =
11 Spectrometer 125.75
Freguency
12 Spectral Width 29761.9
13 Lowest -2306.2
Frequency
14 Nudleus 13C
15 Acguired Size 32768 [ |
16 Spectral Size 65536
I I
r——r+ 1 T 1 1 1 °* 1 ‘* 1 ‘°* 1 T T T T T T T T T* T ©* T T T T* T T* T " T * T T T T©T 1T
210 200 190 180 170 160 150 140 130 120 110 100 aa a0 70 a0 50 40 30 20 10

f1 frnm)

Peaks at 13.3, 21.7 and 33. 5 correspond to grease and pentane.
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HRMS spectra of 2d

Display Report

Analysis Info Acquisition Date  12/15/2021 12:25:23 PM
Analysis Name  D:AData\new user data 2021\Dec-2021\15-dec\Prof.S.Kumar-MB-02-692-CC_1-B,5 01_10515.d
Method hrlcms-20 sept.m Operator RUCHI
Sample Name  Prof.S.Kumar-MB-02-692-CC Instrument micrOTOF-Q II 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 6.0 I/min
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
Imensj: Prof.S.Kumar-MB-02-692-CC_1-B,5 01_10515.d: TIC +All MS
x10/]
2.
14 .
Imeng.; MeO | Prot.S.Kumar-MB-02-692-CG_1-B,5_01_10515.d: UV Chromatogram, 200-400 nm
[mAU] NH
x1054
] VA HI
11 / \
Mo
04 )

1 2 3 4 5 6 7 Time [min]

200 220 240 260 280 300 320 340 360 Wavelength [nm
Intens. UV, 4.0-4.1min #(2355-2428),
[mAUJ?

20007
10001
|men§.’.; +MS, 4.0-4.1min #(238-244)
x1063 513.1997
2§ 241.0853  390.1325
14 634.2541
] | 1 1047.3726
0 ‘ : L - — : -
200 400 600 800 1000 1200 1400 m/z
Intens. ] +MS, 4.0-2.1min #(238-244)
x1063 513.1997
23 514.2016
13 515.2085
b 513.4514 513.7800 514.4640
] C30H28N206, M+nH ,513.20
20001 513.2020
10001 514.2053
o] 515,2087
513.0 5135 514.0 514.5 515.0 5155 miz
Bruker Compass DataAnalysis 4.0 printed: 12/15/2021 12:42:24 PM Page 1 of 1
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IH NMR of 2e

% NS nTYPERANISSSINES %
— P P P P o P P P P P P P P P P P [ P oD D ™
_ .P...I_||r|..rl.__«__ \._L.H_l_h__h
Parameter  Value 5 Tmee 5EETE 5 RRAESSEO 538 %
m LucN oS oSN N Pu P Pa P P P Pa P P P P P L - - ™~
1 Tite 2 R L s Y,
2 Spectrometer spect
3 Solvent DMs0
4 Temperature 298.0
5 MNumber of 16
Scans
6 Relaxation 1.0000
Delay |
7 Pulse Width 12,0000
8 Acquisition 3.2768
Time
9 Acquisition 2021-12-14T |
Date 12:14:42 " .
10 Modification  2021-12-15T I% LFF FLN
Date 10:54:48
11 Spectrometer 500,13
_n_.mﬂr_m_l_nm__ J T I T T T T I T T I T T T I i
106 105 79 7.8 7.7 7.6 7.5 74 7.3 72 7.1 7.0 6.9 6.8 2.3 2.2
12 Spectral 10000.0 m
Width
13 Lowest -1911.5
Freguency
14 Nucleus 1H
15 Acquired Size 32763 >T O
16 Spectral Size 65536 | _ o
_ T
_ z
. | (]
| __ _ — _ | __ O
_ (]
| .
| | o)
;? b=
|
bl\yf kA
i WPy ¥ Y
r—r— 1 1. * 1+~ 1 1 T I * T * 1T T~ T * [ *~ T T T T~ T * T ‘' T *~ T * T * T T T T T * T * T T T T* 1
12.0 11.5 11.0 10,5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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13C NMR of 2e

= ZEICARTIREETD o
E RRRRREEEARHAAED =
= P R R b
| Y N
Parameter Value
1 Title Sangit-MB-02-691-
T1{500MHz)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 287.9
5 Mumber of Scans 512
& Relaxation Delay 2.0000 W
7 Pulse Width 10.0000
8 Acquisition Time  1.1010
9 Acguisiion Date  2021-12-15T07:44:43
10 Modification Date 2021-12-15T10:54:48 - O
11 Spectrometer 125.76 o
Frequency I
12 Spectral Width 297519 Z
13 Lowest -2306.2 O ©
Frequency
14 Mudeus 13C
15 Acquired Size 32768 Wv
16 Spectral Size 65536
|
| o A
A
—y '+ [ 1 ‘* 1 ‘* T ‘°* 1 T’ T T* T T T ‘*t T T T * T T T T T T* T T©T T ' T T* T ©* T T*T T T* 1T
210 200 190 180 170 160 150 140 130 120 110 f w.a_“_ y ag 80 70 60 50 40 30 20 10
oom
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HRMS spectra of 2e

Display Report

Analysis Info Acquisition Date  12/15/2021 12:16:10 PM
Analysis Name  D:\Data\new user data 2021\Dec-2021\15-dec\Prof.S.Kumar-MB-02-691-CC_1-B,4_01_10514.d

Method hrlcms-20 sept.m Operator RUCHI

Sample Name Prof.S.Kumar-MB-02-691-CC Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 6.0 I/min
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
[ @) T hi
Intens. ] /K/]L Prof.S.Kumar-MB-02-691-CC_1-B,4_01_10514.d: TIC +All MS|
x1073 N
] N Me .
1.59 H o
1.0 /
0.59 ' .
Intens.d Me Prof.S.Kumar-MB-02-691-CC_1-B,4_01_10514.d: UV Chromatogram, 200-400 nm|
[mAU[3
x10%7 A
1.5 Pl
1.0 \
0.5] / \
0'0: T r T / T N - T “r — T
1 2 3 4 5 6 7 Time [min]
200 2?0 2t|1-0 2§0 2?0 3(|]0 3?0 31}0 SEISO W;lvelength [nm
Intens.] UV, 3.6min #2158,
[mAU
10001
5005
0] :
Intensé.; +MS, 3.6min #217|
X100 181.0654 421.1904
1.55 81.065 314.1187
1.0
057
0] . . 679.5144 863.3561
: 100 200 300 400 500 600 700 800 900 1000 miz
Intens. ] +MS, 3.6min #217
x106 421.1904
1.57
1.0 422.1956
0.5; 423.1988
0.01 C2BH24N202, MnH 421.19
20001 421.1911
10004 4221944
423,1977
4210 4215 422.0 4225 423.0 4235 miz
Bruker Compass DataAnalysis 4.0 printed: 12/15/2021 2:46:13 PM Page 1 of 1
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'H NMR of 2f

.

o b=l R R R AL o SR R Z
Parameter .nﬂ__m__._m Jlllliliiiliillﬂ\%% ﬁ_J
1 Tite 2f
=3 - oo o M~ o0 Mo T o @D o =)
2 Spectrometer  spect o SRE SEEREAIECIICES 223 =
3 Solvent DMSO _ e e 1 R 4 =44 [
4 Temperature 298.1
5 Mumber of 16
Scans
6 FRelaxation 1.0000
Delay
7 Pulse Width 12,0000
8 Acguisition Time 3.2758
9 Acguisition Date 2021-12-06T12:
06:22
10 Modification 2021-12-06T13:
Date 32:04
11 Spectrometer  500.13 i |
Frequency | L_________r
12 Spectral Width  10000.0 —
13 Lowest -1911.5
—n_-mﬂr_m_l_n{ T T T T T T T T T T T T T T T T T T 1 T T T T T T T
14 Nudleus H 10.6 79 77 73 7.3 71 6.9 6.7 6.5 37
15 Acquired Size 32768 Wv
16 Spectral Size 65536 o
|
| ° 2
_ P4
( _ [ [ o}
| __ .
;_ [ ___ __ __
(@)
)
| =
_ s I S P
T L T | T
3 25 8588 3 3
™~ [T = o™ ™~ o
L B L e B B e T L T T T T T T T
12.0 115 110 105 10.0 9.5 9.0 8.5 8.0 3 7.0 6.5 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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13C NMR of 2f

Parameter

b

Title

Spectrometer
Solvent
Temperature
Number of Scans
Relaxation Delay
Pulse Width
Acguisition Time
Acquisition Date
10 Medification Date
11 Spectrometer
Freguency
12 Spectral Width
13 Lowest
Freguency
14 Nudeus

00w N o R

15 Acquired Size
16 Spectral Size

—1i8 .39

Value
Sangit-MB-02-675-
F({500MHz)
spect
DMSO
298.1
512
2.0000
10,0000
1.1010
2021-12-06T13:53:04
2021-12-06T17:30:30
125.76

29761.9
-2306.2

13C
32758
65536

—159.90

OMe

14013
T—-139.05

136 .59

130 .38
13008

129.83

128 .36

12812

i

()
o]

NH

MeO

—112 .24

=109 63
——105 88

—55.46

210 200 190 180 170

160

150

140

130

120

110

100
f1 (ppm)
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3 R REEEA
S @ e e
_ [
Parameter Value

1 Tie 2

2 Spectrometer spect

3 Sdvent Coal3

4 Temperature 298.3

5 MNumber of Scans 16

& Reaxation Delay 1.0000

7 Puse Width 17.7000

8 Aouisition Time 4.0894

9

Aoquisition Date
10 Madification Date

2021-11-12T 1444 54

2021-11-13T11:12:50

-7 .43

-—9.27

—7.149

8.30

783
=7l

783
781
—r7

743

-—7.19

11 Spectrometer 400,13
Frequency 9.4 9.2 8.3 8.1 7.9 77 7.5 7.3 71
12 Spectral Width 8012.8 ~
13 Lowest Frequency  -1546.0 m
14 Mudeus 1H
15 Aoguired Size 32768
16 Spectral Size 65536
()
| o I
_ zZ
7 O (@]
Z
N
f ©
|
|
!
|
\? A %
T y L |
T T T T T T T T T T T J T T T T T T v T T T T T T T T T T T
0.0 2.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

'H NMR spectra of 2g

5.0
f1 (ppm)
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un = = T om0 o2 T og
] n @ Ao mmE N 8
2 ¥ 2 RSE8RgT =
| | =1 |
Parameter Value
1 Tite Sangit-MB-02-395-F2
2 Specirometer spect
3 Solvent Coal3
4 Temperature 298.2 ~
5 Mumberof 512 ©]
Z
Scans
6 Relaxation  2.0000
Delay
7 Pulse Width 11,0000
8 Acquisition 1.3631 NHO
Time o
9 Acquisiion  2021-11-1ZT19:30:23 W
10 Modification  2021-11-13T11:12:49
Date
11 Spectrometer 100.61
Frequency N2
12 Spectral 24038.5 O
Width
13 Lowest -1958.0
Fregquency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
o I
N It [
Y |
© I
1+
-
)
(&}
(b}
o
S 1
o
Z T T T T T J T T T T T v T T T T T T ] T T T T T T T T T T
O 0o 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
) f1 (ppm)
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HRMS spectra of 2g

Display Report

Analysis Info Acquisition Date  11/15/2021 2:11:25 PM
Analysis Name  D:\Data\new user data 2021\Nov-202115-nov\Prof.S.Kumar-MB-02-595F.d
Method tune mix_low.New.021117.m Operator RUCHI
Sample Name MB-02-595F Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Sel Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 mfz Set End Plate Offset -500 V Set Dry Gas 5.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Waste
Q N
InlensT. M
x10
1.501 N NO
L ;
1.251
(@)
1.00
NH
0.757 O2N \©/
0.50
0.25
0.00 T T T T T T T
0.1 0.2 0.3 0.4 0.5 0.6 0.7 Time [min]
[ TIC+AINMS |
Intens. +MS, 0.4min #25
x105] 505.1120
44
3,
23 242.2831
13 181.0658 375.2497 583.0182 756.1496

1065.1386

200 400 600 800 1000 1200 m/z
Intens. | +MS, 0.4min #25
x105 505.1120
4
2- 506.1149
507.2715
2500 C26H18N406, M+nNa ,505.11
2000 505.1119
1500
1000
506.1151
5001
5 /\ 507.1185
505.0 505.5 506.0 506.5 507.0 5075  miz
Bruker Compass DataAnalysis 4.0 printed: ~ 11/15/2021 2:12:50 PM Page 1 of 1
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'H NMR spectra of 2h

m EEEFEMAALES b
— Fu Fu o Pu P Pm P P P e ™~
_ SRR S
Parameter Value
1 Title Zh
2 Spectrometer spect & 23 R AR 2L A
=1 LS o9 P Pa P e LocS o oSN N ™~
3 Solvent DMS0 N N AV AR,
4 Temperature 293.0
5 Mumber of 16 |
Scans
6 Relaxation 1.0000
Delay
7 Pulse Width 10, 2000
8  Acquisition 3.2758
Time
9 Acquisition 2021-08-31T
Date 20:22:43
10 Modification  2021-09-01T %
Date 10:059: 16 T T T T T T T T T T T T T T T T T =" T T T T
11 Spectrometer 500,13 10.6 104 10.2 7.8 7.6 WHL 72 7.0 6.8 2.2 2.0
Frequency :n__n_ﬂ:u
12 Spectral 10000.0
Width
13 Lowest -1911.5 ZT
Frequency (@) T ’
14 Nudeus H P4
15 Acquired Size 32758 O o
16 Spectral Size 65536 __ _. f
In 0
i [ | =
| [ _ _ _
_ L
] __ I .__ I
J b JUL
T mop T
o Soooao o
= =s59ag =
(3] 2R T [¥=]
T T T 1 — 1 T T - T T 1 T 1 - T T~ T T T T T T T T T T T T 1 1 T T T T T T
12.0 115 1i.0 105 10.0 9.5 9.0 85 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 30 2.5 2.0 15 1.0 0.5 0o

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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13C NMR spectra of 2h

% SHARAREMIE -
g ERANRSEEES =
= i el e S ~
B e
Parameter Value
1 Title Sangit-MB-02-559- o
co{500MHz) =
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 298.1
5 Mumber of Scans 512 =T O
& Relaxation Delay  2.0000 o) -
7 Pulse Width 12,2500 zZ
8 Acquisition Time 1.1010 O (@)
9 Acquisition Date 2021-08-31T20:50:17
10 Modification Date  2021-09-01T10:09:15
11 Spectrometer 125.76 [0)
Frequency =
12 Spectral Width 29751.9
13 Lowest Frequency -2306.2
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
[
| P
— 71 I T T 1 11 T 717~ T 1T T "~ 1T 1T " 1T "~ T * 1T "~ T " T T 1
210 200 190 180 170 160 150 140 130 120 110 +.._ “__‘.D_”_ \ ag 80 70 60 50 40 30 20 10
nnm
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HRMS spectra of 2h

Display Report

Analysis Info
Analysis Name

Acquisition Date  9/7/2021 1:26:41 PM

D:\Data\new user data 2021\Sept-2021\07-sept\Prof.S.Kumar-MB-02-559CC_1-D,3_01_8951.d

Method hrlems-20 sept--union-small molecules 01-sept-2021.m Operator RUCHI
Sample Name Prof.S.Kumar-MB-02-559CC Instrument micrOTOF-Q 1l 10330
Comment

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 m/z
Scan End 3000 m/z

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

Positive
4600 V
-500 V
100.0 Vpp

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

0.4 Bar
180 °C
4.0 l/min
Waste

Intens. |
x106

Prof.S.Kumar-MB-02-559CC_1-D,3_01_8951.d: TIC +All MS

= Me

2CMBN859CC_1-D,3 01 _8951.d: UV Chromatogram, 200400 nm
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Bruker Compass DataAnalysis 4.0
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'H NMR spectra of 2i

5.0
f1 (ppm)

2 28 SERLAREAR 2
o [ [ e S =t m
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Parameter Value
L me 2 8 S9SRARARELY  RR 8
2 Spectrometer spect i ﬂ,__w, EELE Ef__”._u T
3 Solvent Ccoal3
4 Temperature 297.7
5 MNumber of 16
Scans o
6 Relaxation 1.0000 =
Delay o
7 Pulse Width 10,2000
3 Acqguisition 3.2768
Time
9 Acqguisition 2021-08-18T >T
Date 11:33:59 _ i o
10 Modification  2021-08-18T I
Date 14:10:36 .| |
11 Spectrometer 500,13 o
_Hﬁmﬂ_.._m_l_nf. ] I I I | | I 1
12 Spectral Width 10000.0 9.2 9.0 8.8 76 74 72 70 68 6.6 3.8 3.6
13 Lowest -1924.5 3
Frequency =
14 Nudeus H
15 Acquired Size 32768
16 Spectral Size 65538
| _ _
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| __ _ 7 _ _
__ | _ | _ _
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Parameter Value
1 Title Sangit-MB-544- o
Br-rep({500MHz) W
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 298.2
5 Mumber of Scans 1024
6 Relaxation Delay 2.0000 NHO
7 Pulse Width 10,0000 o T
3 Acquisition Time 1.1010 Zz
9 Acguisition Date 2022-05-10T19: O o
56:13
10 Modification 2022-05-11T0<:
Date 24:18 o)
11 Spectrometer  125.76 2
Frequency
12 Spectral Width 237619
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
S
Y
o
(45 | |
-
+—
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2 | I |l [T
: R 1.
o
pd J T T T T T T T T T T T T T T T v T T T T ] T T T T
Q 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
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HRMS of spectra of 2i

Display Report

Analysis Info Acquisition Date  8/18/2021 4:33:59 PM
Analysis Name  D:\Data\new user data 2021\August-2021\18aug\Prof.S.Kumar-MB-02-554-2P.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  MB-02-554-2P Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Source

Intens. Prof.S.Kumar-MB-02-554-2P.d: TIC +All MS

x1071
1.0

OMe

0.8+

0.6

0.4+

0.2

- G771

0.1 02 0.3 0.4 05 06  Time[min]

Intens. | +MS, 0.1-0.3min #(8-16)

x108 ] 475.1629

0.8

0.6 202.1075

135.0687
0.44
330.1113

0.2
381.2253
J 707.2291
0.0 | N L Ja l . " Au_.L N £401321 A

100 " 200 300 400 500 600 700 800

m/z

Intens. ] +MS, 0.1-0.3min #(8-16)

x1063 475.1629
1.0
] 476.1658
0.5
] 477.1674

25004 C28H24N204, M+nNa ,475.16

2000; 475.1628

1500
10003

] 476.1662
500

477.1695

Bruker Compass DataAnalysis 4.0 printed:  8/19/2021 10:02:19 AM Page 1 of 1
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'H NMR spectra of 2j
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Parameter Value
1 Title % 5 EE353 REFTE L
[=1 Fu P P Pe e e P P Fe e Fu P e Fe e
2 Spectrometer  spect i Pt SNl Ny
3 Solvent DMSO
4 Temperature 293.1
5 MNumber of 16
Scans
6 Relaxation 1.0000
Delay
7 Pulse Width 12,0000
8 Acquisition Time 3.2763
9 Acguisition Date 2021-11-16T17:
03:11 |
10 Modification 2021-11-17T10:
Date 17:04 1]
11 Spectrometer 500.13
Freguency
12 Spectral Width ~ 10000.0 _ . . . _ . _ r . . . . . _ .
13 Lowest -1911.5 10.7 10.6 7.7 7.6 7.5 74 7.3 7.2
Freguency o
14 Mudeus H o
15 Acquired Size 32788
16 Spectral Size 65536
_ NH O
o I
Z
O o
i @
_ . A A a
I
=
=
™~
r——r— 7T T 1.~ 1~ 1. T I 1~ 1T 1T 7 77 "7 "~ T "~ T[T " T~ " T "~ T * T " T " T " T " T "= 1
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f1 (ppm)
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13C NMR spectra of 2j
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Parameter Value
1 Title Sangit-MB-02-649-
F(500MHz)
2 Spectrometer spect
3 Solvent DMS0
4 Temperature 293.0
5 Mumber of 512
Scans
6 Relaxation 2.0000 =
Delay [ma)
7 Pulse Width 10,0000
8 Acguisition Time 1.1010
9 Acquisiion Date 2021-11-16T19:50:57
10 Medification 2021-11-17T10:17:02 >T
Date o
11 Spectrometer 125,74 W
Frequency
12 Spectral Width 29761.9 ©
13 Lowest -2306.2
Frequency
14 Nucleus 13C o)
15 Acguired Size 32768
16 Spectral Size 65536
|
_* | 1]
A L . oL
r—+ 1+ 1 * 1 ' 1 ' 1 * 1 + 1 * 1 * 1 " T * T * T ' T ‘' T * T ‘' T " T * T " T T+ 1
210 200 190 180 170 160 150 140 130 120 110 100 1] 80 70 60 50 40 30 20 10
f1 foom)

5198



HRMS spectra of 2j

Display Report

Analysis Info
Analysis Name

Method hrlems-20 sept.m
Sample Name Prof.S.Kumar-MB-02-549F
Comment

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

Acquisition Date

Operator
Instrument

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

Positive
4500 V
-500 V
130.0 Vpp

11/16/2021 3:55:01 PM
D:\Data‘\new user data 2021\Nov-2021\16-nov\Prof.S.Kumar-MB-02-549F_1-C,4_01_10186.d

RUCHI

micrOTOF-Q Il 10330

1.2 Bar
200 °C
7.0 /min
Waste

Intens.
x107

1.0

054/ \

Prof.S.Kumar-MB-02-549F_1-C,4_01_10186.d: TIC +All MS|

Intens.
[mAUH
x105

Br

|
S. ar-MB-02-549F_1-C,4_01_10186.d: UV Chromatogram, 200-400 nm

/N
/

200 220 240

260 280

300 320 340

360

Time fmin]

‘Wavelenglh [nm]

Intens.
[mAU]

20004
10004

UV, 4.0 4.2min #(2388 2482),

Intend
x106
1.07

0.5 181.0624

0.0 T L

338.3401

l 380.0097

539.2831

kll. IlL.ll

+MS, 4.0-4.2min #(241-249)

100 200

300

400 500 600

700 m/z

Intens.J
x103
1.5

1.0 548.9808

0.5 549.9851
A

550.9799

550.5310

552.9786

551.9826

N

552.5508

+MS, 4.0-4.2min #(241-249)

553.9811

0.0
25004
20001
15007
10004

500

548.9808

549.9841
/\

550.9789

C26H18BraN202, M+nH ,548.98

552.9768

551.9821

553.9800
AN

0 ‘

549 550

Bruker Compass DataAnalysis 4.0

printed:

552 553

11/16/2021 4:04:57 PM

554  miz

Page 1 of 1
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Parameter Value
1 Title 2k
2 Spectrometer spect
3 Solvent DMSO o =8 A 2a B = mE
4 Temperature 293.1 T rlx _ _r:\_ A _ _J__‘_ °
5 Mumber of Scans 16 s
6 Relaxation Delay 1.0000 | Q
7 Pulse Width 17,7000 I ] (]
L | = =
8 Acquisition Time 4.0894 @) o)
9 Acquisiion Date 2021-12-23T02:
04:34 S O
10 Medification 2021-12-23T12: | | I |
| I | O
Date 16:48 :_ W
11 Spectrometer 400.13 \__r o
Freguency
12 Spectral Width ~ 8012.8 T T ™ A T T T T T T T T T T g
13 Lowest -1535.5 10.2 A 74 7.2 7.0 6.8 3.8 3.6 o)
Frequency = w
14 Mudeus 1H =
15 Acquired Size 32768 .
16 Spectral Size 65536 _ __
f i
_ _
{ _ f _ [
| o
..__ __ h_ _ .__ L
X 1 .
N i
[T
o
1+
B BV Ao
(@] v A
a
7 T Ty ooy oA
W = Fa Ta 2323
Z — T " T " T T T " T L L I B ) I L | T T 1 T 1 T T T T T T
12.0 11,5 110 105 100 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.C
T f1
3 (ppm)
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13C NMR spectra of 2k
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B B OE¥ SR @ o=z R
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Parameter Value
1 Tite Sangit-
MB-02-702-CC
2 Spectrometer  spect
3 Solvent DMSO
4 Temperature 298.2
5 Mumber of 512
Scans m
& Relaxation 2.0000 o)
Delay
7 PulseWidth  11.0000 2 2
8 Acquisition Time 1.3631 o O
9 Acguisition Date 2021-12-23T02
134143 ZT
10 Modification 2021-12-23T12 o T
Date 11612 =z
11 Spectrometer  100.61 O (@]
Frequency
12 Spectral Width ~ 24038.5 o o
13 Lowest -1958.0 2 2 o
Frequency m I
14 Mudeus 13C | |
15 Acquired Size 32758
16 Spectral Size 65536
I I 1
|
L
: _n \ _. A1 _- bkt Fu
—7T + T T+ T ‘*+ T T T T~ T *~ T T T T T T T T T T T T T T~ T T T ‘'t T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
f1 (oom)
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HRMS spectra of 2k

Display Report

Analysis Info Acquisition Date  12/29/2021 12:43:43 PM
Analysis Name  D:\Data\new user data 2021\Dec-2021'29-dec\Prof S Kumar-MB-704-CCR.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name MB-704-CCR Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Mot active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 300.0 Vpp Set Divert Valve Waste

Intens. ]
x1071

2.0

OMe

01 . 0.4 05 Time [min]
[ TIC +AIMS |

Intens. +MS, 0.5min #29

x1064 301.1078
1 573.2220

| 171.0546 s 450'115?2 ) A 735.2461

200 400 600 800 1000 miz

858.3136 1145i4179
al

Intensﬁg +MS, 0.5min #29
x1053 573.2220

1.004

0.757
0.504 574.2240
0.25
0.001 572.9409 573.4576 573.9207 575.2262

25007 C32H32N208, M+nH 573.22

573.2231

20007
15007
10004 574.2265
5004
O:

575.2008
573.0 5735 574.0 574.5 575.0 575.5 miz

Bruker Compass DataAnalysis 4.0 printed:  12/29/2021 12:45:48 PM Page 1 of 1
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5203

2,14

2 BEEAREMNZE
Parameter Elue e Y
L Tite 2 g 25 2 gnemy 38 5
2 Spectrometer spect = _ﬂ:_,_; _,_; _,_; ?_/_,w M\u; ﬂwu i
3 Solvent DMS0 “
4 Temperature 293.0
5 MNumber of 16
Scans
6 Relaxation 1.0000
Delay
7 Pulse Width 10,2000
8 Acguisition 3.2768
Time
9 Acquisition 2021-08-23T11:52:32 o ) |
Date : A
10 Medification  2021-08-23T14:40:44 w
Date
11 Spectrometer 500,13 LN BN B\ \ 0 7// B B L L BN B BN BN IR R B
pecirometer U 10.5 10.3 7.8 7.6 7.4 7.2 7.0
Freguency -
12 Spectral Width 10000.0 o O
13 Lowest -1911.5 I
z

Fregquency
14 Nucleus H O o
15 Acquired Size 32768
16 Spectral Size 65536

Me

Me

—

A
2.00
g
g

2.00
2.00
4.00
4.00
2.00

'H NMR spectra of 2l

T L B R L R L | T T T T T T T T T T T T T T T T T
12,0 11.5 1.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 3.5 2.0 4.5 4.0

1200

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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Parameter Value
1 Title Sangit-MB-02-443-1-
R 1{500MHz)
2 Spectrometer spect
3 Solvent DMS0
4 Temperature 298.0
5 MNumber of 512 o o
Scans = =
6 Relaxation 2.0000
Delay
7 Pulse Width 12,2500
38 Acguisition Time 1.1010 -
9 Acquisiion Date 2021-08-23T21:156:38 o
10 Modification 2021-08-24T10:31:25 W
Date
11 Spectrometer 125,78 o [0)
Frequency =
12 Spectral Width  29761.9
13 Lowest -2308.2 m
Frequency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
[
—_ I
~N -
Y— |
o
©
-
)
(8}
[} o
o
72
o
Z LA B | T T T T T T T T T T J T T T T 7 1 T T T T T T T T
omb 210 200 190 180 170 160 150 140 130 120 110 100 1] 80 70 60 50 40 30 20 10
— f1 (pom)
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HRMS spectra of 21

Display Report

Analysis Info Acquisition Date  8/23/2021 2:29:03 PM
Analysis Name  D:\Data\new user data 2021\August-2021\23 Aug\Prof.S.Kumar-MB-02-448CCR.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  MB-02-448CCR Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Waste
Intens_’; Prof.S.Kumar-MB-02-448CCR.d: TIC +All MS
x10
1.254
1.00
0.75+
050 —
0.25- - )
0.05 0.10 0.15 0.20 0.25 0.30 035  Time[min]
Intenss. +MS, 0.2min #(10)
x10 415.1429
Bﬁ
471.2054
6_
4.
2 181.0657
{ 300.1012 704.3641 919.4160
807.2938
Jososss | | LR SO I T . .7
200 400 600 800 1000 m/z
Intenss- +MS, 0.2min #(10)
X107 4712054
6.
4 472.2079
2_
471.3825 471.7521 471.9829 4732105
25001 C30H28N202, M+nNa ,471.20|
2000 471.2043
15004
1000 472.2076
5004
473.2110
471.00 47125 47150 47175 47200  472.25 47250 47275 473.00 47325  473.50m/z
Bruker Compass DataAnalysis 4.0 printed:  8/23/2021 2:30:25 PM Page 1 of 1
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Parameter

Title
Spectrometer
Solvent
Temperature
Mumber of Scans
Relaxation Delay
Pulze Width
Acqguisition Time
Arquisition Date
10 Modification Date

11 Spectrometer
Freguency

12 Spectral Width

13 Lowest Frequency
14 Nudeus

15 Acquired Size

16 Spectral Size

Value
2m

spect

Coal3

298.2

16

1.0000

12,0000

3.2788
2021-11-29T20:01:50
2021-11-30T12:28:32
500,13

10000.0
-1524.5
1H
32758
65538

—a0z2
w784
753
751
750
7.46
7.45
7.43
7.42
702
702
700
700

RAES T

_~786

3.85
3.84

5206

3.85
3.84

(0)
OMe

MeO

f‘:—

400 —=
200 —=
200 -=
1201 ==

'H NMR spectra of 2m

10.0 8.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.5 4.0 3.5

5.0
f1 (ppm)



13C NMR spectra of 2m

R 58 arsRng AR A =@
8 £%  5EEAR 2% 8 a4
I NS YA N
Parameter Value o o
1 Title Sangit-MB-02-675- = =
C(500MHz) o O
2 Specirometer spect
3 Solvent Ccoal3
4 Temperature 293.7
5 Mumber of Scans 512 NHO
6 Relaxation Delay  2.0000 o) -
7 Pulse Width 10,0000 zZ
8 Acguisition Time 1.1010 O e} Wu
9 Acguisition Date 2021-11-29T720:30:07 (@)
10 Medification Date  2021-11-30T12:28:32
11 Spectrometer 125.76 o)
Freguency m
12 Spectral Width 297519
13 Lowest Frequency -2306.2
14 Nudleus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
|
1
|
[ [
|
—— 1 ~ 1 * 1 ' 1 * T T~ T T T T 1T T T ‘'t T * T T T T T T~ T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 f “_n.a_u_ ) a0 80 70 60 50 40 30 20 10
ppm
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'H NMR spectra of 2n

_ e i
Farameter Value
1 Title n Z TERA g 223 RS & =
2 Spectrometer spect = _,P.WM\W 4 _,_m_ _,_;/x_”_,, fﬂ r_w T ﬁm.
3 Solvent DMS0 |
4 Temperature 298.4
5 Mumber of Scans 16
6 Relaxation Delay 1.0000
7 Pulse Width 12,0000
8 Acquisiion Time  3.2768 °
9 Acquisiion Date  2021-12-07T11: S
17:35 (@)
10 Modification Date 2021-12-07T16: o
41:26 I w
11 Spectrometer 500,13 il I
A L YV D
12 Spectral Width ~ 10000.0 - ZT O
13 Lowest -1911.5 ———— —— —————— —t— . ©° T
Frequency 105 10.4 75 74 73 72 71 70 6.9 6.8 3.9 B 37 3.6 O Z
14 Nudeus H (@)
15 Acquired Size 32768
16 Spectral Size 65536 w
= o
]
=
[
_
)
|
| 1 N
i Iy
T T T T T T T T T T T L T T T T T T T I T T T T T T T T T T T T T T T T T T T T T T T T T T T T
120 115 110 105 100 9.5 9.0 8.5 8.0 73 7.0 m.mm_.ﬁ m._u_u 3.5 2.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.
ppm
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Parameter Value [ | [ P [ R
1 Title Sangit-MB-02-676-C-
DMSO{500MHz)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 299.1
5 Number of 512
Scans m
6 Relaxation 2.0000 o)
Delay
7 PulseWidth  10.0000 2
8 Acquisition 1,1010 o
Time
9 Acguisition 2021-12-07T14:41:55 NHO
Date @)
10 Modification 2021-12-07T16:41: 25 W
11 Spectrometer 125.75
Frequency d
12 Spectral Width 29761.9 m
13 Lowest -2306.2 w
Freguency =
14 Nudleus 13C
15 Acguired Size 32768
16 Spectral Size 65536
c
N |
Y— ___ !
o
1+
-
+—
(&}
(b}
o
n
o
Z —7T =+~ T * T ‘' 1 * T T~ T * T T~ T T T ‘* T T T T~ T T~ T T T T T T T T T T T T T T T T 1T
O 210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
) f1 (ppm)
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HRMS spectra of 2n

Display Report

Analysis Info Acquisition Date  12/8/2021 4:19:19 PM
Analysis Name  D:\Data\new user data 2021\Dec-2021\09-dec\Prof.S.Kumar-MB-02-679-REPEAT.d

Method tune_wide _APCI|_23.06.m Operator RUCHI

Sample Name  MB-02-679-REPEAT Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type Multi Mode lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 2500V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 5.0 Ifmin
Scan End 3000 m/z Set Collision Cell RF  600.0 Vpp Set Divert Valve Waste

Intens. | Prof.S.Kumar-MB-02-673-REPEAT.d: TIC +All MS|
x107] OMe
4.7

4.6 -

4.5

TN,
\-
4.4

02 04 06 0.8 10 12 Time [min]

Inlensé_ +MS, 1.1-1.2min #(67-69)
x10°| 390.1401

1.0+
1 535.1868

0.21 1047.3799
00- l L l l L 8322402 L 1521.9765

200 400 600 800 1000 1200 1400 1600 1800 miz

Intens. ] +MS, 1.1-1.2min #(67-69)

x108] 535.1868
O.Bj

0.61
0.4+ 536.1887
0.2 537.1909
zéﬁge C30H28N206, M+nNa 535.18
2000 535.1840
15007
10004
5007

536.1873

537.1906
535.0 5355 536.0 536.5 537.0 537.5 miz

Bruker Compass DataAnalysis 4.0 printed:  12/9/2021 4:21:21 PM Page 1 of 1
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'H NMR spectra of 20

= 2558 NESYRUSERERRSERS
Parameter 2 Value o o o oee L e e S S S S o ot
_ SP QTP Ui
1 Title 2o
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 298.0
— WO O 20 M= WD
5 Mumber of Scans 16 2 ama honn NHO
& Relaxation Delay 1.0000 Y TS o)
7 Pulse Width 10.2000 z
3 Acquisiton Tme  3.2768 O ) Q
9 Acquisiion Date 2021-03-31T11: O
20:29
10 Modification Date 2021-03-31T14:
41:16
11 Spectrometer 500.13 |
Frequency I i
12 Spectral Width  10000.0 gﬁ 1:! !
13 Lowest -1924.5 — A
Frequency
14 Mucleus iH ! L ! J ! ! J
15 Acquired Size 32768 12 g 8 3 4 3 2
16 Spectral Size 65536
[ [ _
) 1
A
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= 2S5 =aoao
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12.0 11,5 110 10,5 100 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 3.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f1 (ppm)

Peaks at 7.26 and 1.5 correspond to CDCl; residual peak and water respectively
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Parameter Value
1 Title Sangit-
ME-02-437-
F{700MHz)
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 293.0
5 Mumber of 610
Scans
6 Relaxation 2.0000 O
Dm_me. O
7 Pulse Width 15,4000
8 Acguisition 0.7364 NHO
Time
. @]
9 Acquisition 2021-04-06T1 W
Date G242 &
10 Modification  2021-04-07T1
Date 3:25:24
11 Spectrometer 176.05
Freguency
12 Spectral Width 41666.7
13 Lowest -3229.8
Freguency
14 Nudeus 13C

15 Acguired Size 32768
16 Spectral Size 65536

210 200 180 180 170 160 150 140 130 120 110

13C NMR spectra of 20

__
100
f1 (ppm)

£l

T
80

T
70

T
60

T
50

T
40

T
30

T
20

5212



HRMS spectra of 20

Display Report

Analysis Info Acquisition Date  7/14/2021 4:07:08 PM
Analysis Name  D:\Data\new user data 2021\july-2021\14-july\Dr.S.Kumar-MB-02-497-CC.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  MB-02-497-CC Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 vV Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF  100.0 Vpp Set Divert Valve Source

x107_

o8 '/""‘. O I N
>’ // \ A ° O
\ /‘

| | \ ) |
ay \\/“ﬁ A

T T T T T T T T T T T

01 "oz " 03 04 05 06  Time[min]

Intens. O Dr.S.Kumar-MB-02-497-CC.d: TIC +All MS

IntensS.: +MS, 0.5-0.5min #(27-28)
x10 1 242.2828

350.1143 493.1888

] 181.0641
0.0 all AL A, dw o ‘ : .
200 400 600 800 1000 1200 m/z

Inlen:ii_ +MS, 0.5-0.5min #(27-28)
x10%] 493.1888

494.1918
493.7491 493.9792 494.9653 4951934

25001 C34H24N202, M+nH ,493.19)
i 493.1911

1OOU§ 494.1944

4951977

493.0 4935 494.0 494.5 495.0 4955 miz

Bruker Compass DataAnalysis 4.0 printed:  7/14/2021 4:09:09 PM Page 1 of 1
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'H NMR spectra of 2p

5 S5 88 8 b2
S [ -+ o
I VSN | |
Parameter Value
1 Title p
2 Spectrometer spect
3 Solvent DMs0
4 Temperature 298.3
5 Mumber of Scans 16
6 Relaxation Delay 1.0000
) Ir=z
7 Pulse Width 17,7000
8 Acquisiion Time 4.0834 ° o °
9 Acquisition Date  2021-12-22T11:4 = =
9:53 ©) (e}
10 Modification Date 2021-12-23T12:3
6:18 o)
11 Spectrometer 400.13 ZT
Frequency
12 Spectral Width 8012.8
13 Lowest -1535.6
Frequency
14 Mudeus H
15 Acquired Size 32768 . .
16 Spectral Size 55536 {1 f
_...
|
|
|
f |
| |
] ._ |
.L.__ ! _.__
|
|
L\J{.I\r..|
=T A T T
= o oo - =
=] 299 9 a
™~ WO oo - o
T T T T T T T T T T T T T T T J T T T T T T T T T
10.0 9.5 9.0 8.5 7.3 7.0 6.5 6.0 5.0 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

f1 (ppm)

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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Parameter Value
1 Tite Sangit-
MEB-02-700-F
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 298.2
5 MNumber of Scans 512
6 Relaxation Delay 2.0000 Iz
7 Pulse Width 11.0000 o
8 AcquisiionTime 1.3631 S 3
9 AcquisitionDate 2021-12-23T05: o O O o
2734
10 Modification 2021-12-23T12: o
Date 36:17 ZT
11 Spectrometer 100.61
Frequency
12 Spectral Width ~ 24038.5
13 Lowest -1958.0
Frequency il
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
1
o
N _
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5 ﬁtﬁ:}tlill#!t:t!ili!l
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3 f1 (ppm)
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HRMS spectra of 2p

Display Report

Analysis Info Acquisition Date  1/18/2022 12:20:10 PM
Analysis Name  D:\Data\NEW USER DATA 2022\Jan-2022\18-jAN-2022\Prof.S.Kumar-MB-700_1-A,5_01_10924.d
Method hrlcms-20 sept.m Operator RUCHI

Sample Name  Prof.S.Kumar-MB-700 Instrument micrOTOF-Q I 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 m/z Set End Plate Offset  -500V Set Dry Gas 6.0 I/min
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
Intensf; Prof.S.Kumar-MB-700_1-A,5_01_10924.d: TIC +All MS
x1073
2.0 ~——
1.57
1.0; \
osif \. o -
Intens. Prof.S.Kumar-MB-700_1-A,5_01_10924.d: UV Chromatogram, 200-400 nm|
[mAU]
x105] OMe
1.04
0.5 H\/©
3 (0]
0.04 ||

1 2 ©/\N : Yo 5 Time [min]
H

200 ‘ 220 ) 240 ) 260 ‘ 280 300 320 340 ) 360 Wavelength [nm

Intens.] Ohe UV, 3.3-3.4min #{1931-2004),

[MAUL3
1500
10003

5003

Inteng.: +MS, 3.3-3.4min #{195-201)

x1067
241.0826 3741361 4812105

0.5

L1

135.0676 679.5096
0.0 | ‘ N ol L .. 783.3021 961.4102

100 200 300 400 500 600 700 800 900 1000

' miz

Intens.q +MS, 3.3-3.4min #{195-201)

x10%3 481.2105

0.759 482.2107
0.50]
0.259

483.2177
481.4545 481.7663 481.9852

25007
20003
15007

10003 4822155
5007

481.2122

483.2189

C30H28N204, M+nH ,481.21

0= T T T T P T T T T T
481.00 481.25 481.50 481.75 482.00 482.25 482.50 482.75 483.00 483.25 483.50

m/z

Bruker Compass DataAnalysis 4.0 printed: 1/18/2022 2:08:52 PM Page 1 of 1
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'H NMR spectra of 2q

Parameter

Title
Spectrometer
Solvent
Temperature

L R

Mumber of
Scans

6 Relaxation
Delay

Pulse Width
8 Acquisition Time
9 Acguisition Date

el

10 Modification
Date

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Freguency

14 Mudeus
15 Acquired Size
16 Spectral Size

wo

= TEFRES TEMYYTIEARALEE
Value= R e L
ﬁ RV
2q
spect
CDCI3
293.0
16 m 23 2= Soman ZeZ¥aRAAN
(=] @ ) oo @ P Fom P P P Fou P P P P P e e e
\/ N VRPN RN
1.0000
10,2000
3.2758
2021-07-14T17
:51:55
2021-07-15T10
118:28
500.13
10000.0
— T T T T
-1924.5
10.4 8.8 8.7 86 B85 84 B0 Y9 7B Y5 74 73 12
H /
32768 z

65536
(o]

"

200-—=
2.00—=
200~
2.00-=
4.00

Z.DDL
2,00

400]::

12.0 11.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0

T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0
f1 (ppm)

2.5

T
2.0

T
1.5

1.0

0.5
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13C NMR spectra of 2q

] i IEYREEIELFE &
3 ¥ FRRLEBEEENEAE 2
e e Vet
Parameter Value
1 Title Sangit-MB-455-1-
R{500MHZ)
2 Spectrometer spect
3 Solvent DMSCkk —
4 Temperature 293.7 Y
5 Number of 1024 z
Scans
& Relaxation 2.0000 >
Delay o
7 Pulzse Width 10,0000 Iz
z Z=
8 Acquisition 1,1010 o
Time \
9 Acquisition 2022-05-10T18:59:22
Date
10 Modification  2022-05-11T04:24:12
Date
11 Spectrometer 125.76
Frequency
12 Spectral 29761.9
Width
13 Lowest -2306.2
Frequency
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
I I |
| I ! ___
|1l )
T T T T T T T T T T T T T T T T T T T L T T T T T T
180 170 160 150 140 130 120 110 100 a0 80 70 ] 50 40 30 20 10
f1 (ppm)
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HRMS spectra of 2q

Display Report

Analysis Info Acquisition Date ~ 7/14/2021 4:12:00 PM
Analysis Name  D:\Data\new user data 2021\july-2021\14-july\Dr.S.Kumar-MB-02-445-IR.d

Method tune mix_low.New.021117.m Operator RUCHI

Sample Name  MB-02-445-IR Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF ~ 100.0 Vpp Set Divert Valve Source

Intens_,; Dr.S.Kumar-MB-02-445-I1R.d: TIC +All MS
x1077
1.01 0

1 N
0.8 AN |
0.6 o O
0.4

0.2

0.05 0.10 0.15 0.20 0.25 0.30 " Time [min]

Intens.d +MS, 0.1-0.1min #(4-5)
x106 351.1123

495.1805
0.8

0.6

0.41 2422827

0.2

1 [ ﬂ 694.3018 919.4148
0.0 T | Ao | l N . A

200 400 600 800 1000 1200 1400 1600 m/z

Intens. +MS, 0.1-0.1min #(4-5)

x106] 495.1805
0.8

0.6
0.41 496.1821

0.2
] 95.3498  495.6324 /\ 497.1856

2548 CazH22N402, MnH 495,18
2000 495.1816

15007
10007
5001

496.1848

497.1882
495.0 4955 496.0 4965 497.0 4975 m/z

Bruker Compass DataAnalysis 4.0 printed:  7/14/2021 4:13:05 PM Page 1 of 1

5219



'H NMR spectra of 2r

Parameter

Title
Spectrometer
Solvent
Temperature

[T R S IR

Number of
Scans

6 Relaxation
Delay

7 Pulse Width
8 Acquisition Time
9 Acquisition Date

10 Modification
Date

11 Spectrometer
Freguency

12 Spectral Width

13 Lowest
Frequency

14 Mudeus
15 Acquired Size
16 Spectral Size

.21

Value

spect
DMsO
295.1
16

1.0000

10,2000

3.2788
2021-08-23T15:36:29
2021-08-24T10:36:32

500.13

10000.0
-1911.5

1H
32768
65536

8.53
8.53
8.52
8.28
8.26
7.52
251

:
L

10.21

7.449
748
743
74
739
738

|

8.53
8.53
8.52

e
N\

I S

7.38
732
730
710
7.08
708

_ 828
B2
752
~751
7.49
7.48

743
741
738

i
%

738
132
730
Al
209
J08
F.08

i

=379

1o0—= m————

200—=
lLo0—=

8.6

MeO

Z=

(-

3,00 -=

12,0 115 110 105 10.0

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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13C NMR spectra of 2r

—166 .53

Parameter

[y

Title

Spectrometer
Solvent
Temperature

3, U N |

Mumber of
Scans

& Relaxation
Delay

7 Pulse Width

3 Acquisition
Tirme

9 Acguisition
Date

10 Modification
Date

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Frequency

14 Mudeus

Value

Sangit-MB-02-546-
DMSO{500MHz)

spect
DMS0
298.0
512

2.0000

12,2500
1.1010

2021-08-23T19:16:08
2021-058-24T10:36:30
125.76

29761.9
-2306.2

13C

15 Acquired Size 32768
16 Spectral Size

65536

—159.08

—=148 74

138 .10

/

13760

136 .74
134 .54

132 86
213107
12785
12717

OMe

=8
(@]
af

MeO

I
P4

122.41

<

12233
116 52

11634
113 87

55.87

210 200

190 180 170

T
160

T
150

T
140

130

120

110

100
f1 foom)

ao
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HRMS spectra of 2r

Display Report

Analysis Info

Acquisition Date  9/1/2021 12:52:43 PM
Analysis Name  D:\Data\new user data 2021\Sept-2021\01Sept\Dr.S.Kumar-MB-02-556B_1-A,6_01_8778.d

Method hrlems-20 sept--union-01-sept-2021.m Operator RUCHI
Sample Name  Dr.S.Kumar-MB-02-556B Instrument micrOTOF-Q I 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Sel Divert Valve Waste
Intensj lo) = I Dr.S.Kumar-MB-02-556B_1-A,6_01_8778.d: TIC +All MS
x10/3

0.5-—/

MeO X
ReSas
1.0 Nx

o

OMe

Intens ]
[mAU]

6
*1%

0.57

0.0 —

NH Dr.S.Kumar-MB-02-556B_1-A,6_01_8778.d: UV Chromatogram, 200-400 nm

200 220 240 260 280 ) 300

320 340

1.6 1.8 Time [min]

3§0 ngelength [nm

Intens.
[mAU]3

20007
1000

UV, 0.1-0.1min #(33-51),

IntenQ._
x105 411.1347

555.2000

1109.3924

+MS, 0.1-0.1min #(6-7)

200 400

600 800

1000

1200 1400 miz

x105] 555.2012

554.8913 555.4163

556.2032

555.7713

+MS, 0.1-0.2min #(8-11)

557.2048

0
25007
2000
15007
1000

500+

555.2027

556.2060

C34H26N404, M+nH ,555.20

557.2094

555.0 555.5

Bruker Compass DataAnalysis 4.0

556.0

556.5

printed:  9/1/2021 12:55:41 PM

557.0 557.5 miz

Page 1 of 1
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'H NMR of 2s

Parameter

Title
Spectrometer
Solvent
Temperature

L L

Mumber of

Scans

6 Relaxation
Delay

7 Pulse Width

s Z2ER] BLHOHSED £y
Value ] oeeime nenle o o o
» R Y
spect b= TET AR AHAHRED 3 KR
DMSO = @ omom P e P P T P P ~ m
_ VN el | N
298.0
32
-
1.0000 )
Zz 2 )
= =
12,0000 (@) O

8 Acquisition Time 3.2768
9 Acquisition Date 2022-01-03T15 i ZT O
111:38 @)

10 Medification
Date

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Freguency

14 Mudeus
15 Acquired Size
16 Spectral Size

2022-01-04T10 z p—
:08:10 O o

500,13 \
10000.0
-1911.5

H
32758
65536

10.0 8.5 8.0 75 70 4.0

——

T e A A
o coa Ssoa o S o
= 229 =29 2= =22
™ [l [T [ O o

T
12.0 115

T T T T T T 1
1i.0 105 10.0 9.5 9.0 8.5 8.0 75 70 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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13C NMR of 2s

z DERHREBEEEY R Y¥EEER
) L - i =
2 R ELEEEEEEEEEE
Parameter Valug | SYOSSEeyd VAN
1 Tite Sangit-MB-
Final-702(500MHz)
2 Spectrometer spect
3 Solvent DMS0
4 Temperature 298.1
-
5 Mumber of 1024 /
) )
Scans z s s
& Relaxation 2,0000 o] o]
Delay
7 Pulse Width 10,0000 NHO
8 Acquisition 1.1010 O
I
Time z Z=
9 Acquisition 2022-01-03T23:45:44 O (@) \
Date
10 Modification 2022-01-04710:11:53 o o)
] ]
Date = =
11 Spectrometer 125.75
Frequency
12 Spectral Width 29761.9
13 Lowest -2306.2
Freguency
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536

56.27
56,15

210 200

190 180 170 160 150 140 130 120 110 100 a0 a0 70 60

f1 (ppm)

50

40

30

20
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HRMS spectra of 2s

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

MB-702-CCR

Acquisition Date  12/29/2021 12:28:04 PM

D:i\Data\new user data 2021\Dec-2021'29-dec\Prof S Kumar-MB-702-CCR.d
tune mix_low.New.021117.m

RUCHI
micrOTOF-Q 1l 10330

Operator
Instrument

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

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

0.4 Bar
180 °C
4.0 Vmin
Waste

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

Positive
4600 V
-500 V
300.0 Vpp

Intens. |
x107

1.50
1.25
1.007
0.751
0.50

0.257

0.05 0.1

0.20 0.25 0.30 Time [min]

[ TIC +AI MS

Intens.]
x106

1.0
0.8+
0.61
171.0569
0.4+

0.2+

301.1088

+MS, 0.3min #20
615.2246

471.1569

U.U T T A A
100 200

300

400 500 700 800 900 1000 miz

Intens.
x1067
1.007

0.75
0.50
0.257

615.2246

614.8589

615.4841

+MS, 0.3min #20

616.2270

617.2293
615.8173

288
20004
15007
1000

615.2238

C36H30M406, M+nH 61522

616.2271
617.2305

=

615.0

6155

616.0 616.5 617.0 617.5 6180 miz

Bruker Compass DataAnalysis 4.0

printed:  12/29/2021 12:29:14 PM Page 1 of 1
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'H NMR spectra of 2t

£ NHYIRAAAMES8A82S8S S
.u._h O - i POy A i S P SO P _
Parameter Value 2 RE §% RAmmonAarmssd S
1 Title 2t VN e N
2 Spectrometer spect
3 Solvent CDCI3
4 Temperature 293.3
5 Mumber of Scans 16
6 Relaxation Delay 1.0000
7 Pulse Width 10,2000
8 Acguisition Time 3.2768
9 Acquisition Date 2021-09-09T14:
3222
10 Modification Date 2021-09-09T17:
34:36 |
11 Spectrometer 500.13 >
Frequency
12 Spectral Width ~ 10000.0
13 Lowest -1911.5 1 1~ r“r 1 1 11 1.° T |
Frequency 9.3 9.2 2.1 9.07.6 7.3 74 7.3 72 71 2.0
14 Nudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536
Iz
[0}
o=
00
= ZT
f
|
h
%ﬁ —_—d
T f
= =
= 3
™~ -
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 3.3 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

5.0
f1 (ppm)
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13C NMR spectra of 2t

- B T I e T = T o T e B o
Q oo FnE—m T
£ RARAMAEBRALR
KPS A
Parameter Value
1 Tite Sangit-MB-02-5K5-115-
P
2 Spectrometer spect
3 Solvent CoCl3
4 Temperature 298.7
5 Mumber of 512
Scans
& Relaxation 2.0000 = [0}
Delay o=
7 Pulzse Width 11.0000
3 Acquisition 1.3631
Time
9 Acguisition 2021-09-14T16:03: 54 Wv o
Date ZT
10 Modification  2021-09-15T 14:44:04
Date
11 Spectrometer 100,61
Freguency
12 Spectral Width 24038.5
13 Lowest -1958.0
Freguency
14 Mudeus 13C I

15 Acquired Size 32768
16 Spectral Size 65536

5227
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HRMS spectra of 2t

Display Report

Analysis Info

Analysis
Method

Name

Sample Name
Comment

Acquisition Date  9/9/2021 2:58:34 PM

D:\Data\new user data 2021\Sept-2021\09-sept\Dr.S.Kumar-SKS-MB-115_1-B,4_01_9083.d
hrlems-20 sept--union-tune low apci-02-sept-2021.m Operator RUCHI
Dr.S.Kumar-SKS-MB-115 Instrument micrOTOF-Q II 10330

Acquisition Parameter
Source Type

Focus

Scan Begin

Scan End

Multi Mode lon Polarity Positive Sel Nebulizer 2.0 Bar
Not active Set Capillary 2500 V Set Dry Heater 200°C
50 m/z Set End Plate Offset -500 V Sel Dry Gas 5.0 I/min
3000 m/z Set Collision Cell RF 150.0 Vpp Set Divert Valve Waste

Intens,
x106]

Dr.S.Kumar-SKS-MB-115_1-B,4_01_9083.d: TIC +All MS
H
N

Me
SU S
N =

Me

|
H War-SKS-MB—1 15_1-B,4_01_9083.d: UV Chromatogram, 200-400 nm

02 0.4 06 08 10 12 14 16 18 Time [min]

200

220 240 260 280 300 320 340 360 Wavelength [nm]

Intens.
[mAUN
301
207
104

UV, 0.3-0.4min #(165-227),

InlenQ.
x1053

1.0
0.57
0.0

149.0276
I

+MS, 0.3-0.4min #(20-25)
209.0967
663.4500

328.1312

L 421.1883 | 871.3296

100

200 300 400 500 600 700 800 200 1000  miz

Intens. |

x104
0.8

0.6
0.4+
0.2

+MS, 0.3-0.4min #(20-25)
421.1883

422.1891

0.0
25007
20004
150073
10004

5004

C28H24N202, M+nH ,421.19
421.1911

422.1944

423.1977

421.0

4215 422.0 4225 423.0 4235 miz

Bruker Compass DataAnalysis 4.0 printed:  9/9/2021 3:07:10 PM Page 1 of 1
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'H NMR spectra of 3

£ ErRENRLSNAREENNNRARARSY o
Parameter Value = i i n R R BT, ST ™
e e
1 Title mm:m__ﬁim.wmm._u_:m_ﬁm_u_u_zza fx m.nn_.n.an rJ.V\ \1_.\_ 0
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 293.1
5 Mumber of Scans 16
6 Relaxation Delay 1.0000 |
7 Pulse Width 12,0000 _ __ _
8 Acguisition Time 3.2768 _
9 Acquisition Date 2022-02-01T19:00:12 | 7 I _
10 Modification Date 2022-02-02T10:32:04 N j _ _
11 Spectrometer Frequency 500,13 / m ____ | _ __ _
12 Spectral Width 10000.0
13 Lowest Frequency -1911.5 D>
14 Mudeus 1H &
15 Acguired Size 32768
16 Spectral Size 65536
?
=
ol
| I
|
|
I A Jo b
T g ww) Il d
z i e = 2 -
T T T T T T T T T T T T T T T T T T T T T T
16 15 14 13 12 11 10 9 8 7 6 5

1 fmnm’

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively.
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13C NMR spectra of 3

— o mo oo - o == o ] ==
e M R Mmmam B ao@ & 1 ] @
Parameter Value B % ERERER 983 s g E &
1 Titl Sangit-VB-765- _ boSNe N |
Final{500MHz)
2 Spectrometer spect
3 Solvent DMS0
4 Temperature 293.0
5 Mumber of 512
Scans
& Relaxation 2.0000
Delay S
7 Pulse Width 10,0000 z
3 Acguisition 1,1010
Time h 7 “zT
9 Acguisition 2022-02-01T19:28:29 o
Date
10 Modification 2022-02-02T10:32:04
Date w
11 Spectrometer 125,75 =
Frequency
12 Spectral Width 29761.9
13 Lowest -2306.2
Frequency
14 Mudeus 13C
15 Acquired Size 32763
16 Spectral Size 65536
I
| |
| _ M :_ _ |
r— 1 *+ 1 * 1 * 1 ‘v 1T ‘* 1 ' 1 * 1T * 1T ' T * T * T ' T * T * T ‘' T T T T T " T T+ 1
210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
f1 fpbom)
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HRMS specta of 3

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

MB-765-R

Operator
Instrument

Acquisition Date  2/7/2022 12:00:45 PM
D:\Data\NEW USER DATA 2022\fe-2022\07-feb-2022\Dr.S.Kumar-MB-765-R.d
tune mix_low.New.021117.m RUCHI

micrOTOF-Q Il 10330

Acquisition Parameter
Source Type ESI
Focus Mot active
Scan Begin 50 miz
Scan End 3000 miz

Positive
4600 V
-500 v
100.0 Vpp

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

0.4 Bar
180 °C
4.0 min
Source

Intens. ]
X106

375%
3.501
3.257
3.00]
2.75;

2.507

Ph

MeO

Iz

0.1

0.2

0.3 0.4

05

0.6 Time [min]

[ TIC+AIMS

85.0598

j 135.0698
0 L » L Ll Wl

209.0359

236.1065
293.1298

neE

359.2413

477.0108

+MS, 0.4min #23

551.3609 N

100

200

300 400

500 600 miz

297.1234

298.1260

+MS, 0.4min #23

299.1280

2508:
2000
15007
10004

500

297.1234

298.1267

C17H16N203, M+nH ,297.12

299.1301

297.0

297.5

298.0

298.5

299

.0 m/z

Bruker Compass DataAnalysis 4.0

printed:

2/7/2022 12:38:18 PM

Page 1 of 1
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= 2IRANRRNARASEESNASS8RISS 2
Parameter Value = T??????T?JIEEEEEEEEEEE i
1 Tite Sangit-MB-772-
Final{500MHz)
2 Spectrometer spect
3 Solvent DMS0
4 Temperature 298.0 nw_
5 Mumber of Scans 16 z
& Relaxation Delay  1.0000
7 Pulse Width 12.0000 Y Tz
8 Acquisition Time  3.2768 e
9 Acguisiion Date  2022-02-01T17:56:14
10 Modification Date  2022-02-02T10:32:19 4
11 Spectrometer 500,13 =
Frequency
12 Spectral Width 10000.0
13 Lowest Frequency -1911.5
14 Nudeus 1H
15 Acquired Size 32768
16 Spectral Size 655536 ® [
= _ =
o) 5 _
_ _7 ﬁ
Z | _
| o |
70 N\
|
<t
[T
o
1+
= N !
S , _
o
77 T L Ty |
a'd 2 22823 232 E
M - P oo =
Z T T T T T T T T T T T T T T T T T T T J T T T T T T
T 16 15 14 13 12 11 10 9 8 7 6 5 4 3
—

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively. Peaks at 0.88 and 1.27

correspond to grease
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13C NMR spectra of 4

i EZAYRETHEAR 2 wy -
7 ZE8RKSERNEOC = 3 =
Parameter Value R T W A Ry ™ T o
I e | I
1 Tite Sangit-MB-772-
Final{500MHz)
2 Spectrometer spect
3 Solvent DMSO
4 Temperature 298.1
5 Mumber of 512
Scans
& Relaxation 2.0000 o)
Delay z
7 Pulse Width 10,0000
8 Acquisiion  1.1010 h -
Time o
9 Acquisition 2022-02-01T18:24:31
Date
10 Modification  2022-02-02T10:32:19 W
Date
11 Spectrometer 125.76
Frequency
12 Spectral 29761.9
Width
13 Lowest -2306.2
Frequency
14 Nudleus 13C
15 Acquired Size 327658
16 Spectral Size 55536 !
| __ _ _ I
| ! |
|
— T T T T T ‘*t T ' T T T ' T T T T* T T©™ T T*T 1T T
210 200 190 180 170 160 150 140 130 120 110 80 40 20
f1 foom)
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HRMS specta of 4

Display Report

Analysis Info
Analysis Name

Method tune mix_low.New.021
Sample Name  MB-772
Comment

Acquisition Date  2/9/2022 2:22:44 PM

D:\Data\NEW USER DATA 2022\fe-2022'09-feb-2022\Prof.S.Kumar-MB-772.d

117.m RUCHI

micrOTOF-Q Il 10330

Operator
Instrument

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Source
Intens. Prof.S.Kumar-MB-772.d: TIC +All MS
x108
4-
Ph
31 Me NOZ
A\
] N
2] H
01 0z 03 04 05 06 07 0.8 Time [min]
Intens. | +MS, 0.2min #10
x104 301.1418
s 220.1120 Y
64 2341277
4_
] 250.9968 281.1291
2-
] 320.5293
205.0870 ﬂ 261.9732 l
) W RIAT RO | T j;ul IL‘ wealtljlil dodanac b A i L . [N NN -II-Il.i kel l‘“‘.
200 220 240 260 280 300 320 m/z
Intens. ] +MS, 0.2min #10
x104
] 281.1291
27
1 :
1 2821317
25003 C17H16N202, MenH ,281.13
20001 281.1285
15004
10007
5007 282.1318
GE : : : : : : : : .
280.75 281.00 281.25 281.50 281.75 282.00 282.25 282.50 m/z
Bruker Compass DataAnalysis 4.0 printed:  2/9/2022 2:24:38 PM Page 1 of 1
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1078
742
740

733
731
7.30
7.23
721
7.0
715
713
6,90
b .65
6 .63
5.53
5 .62
5.50
5.35
5.33
5.32
5.31
5.07
iH

—2.38

f1 (bom)

SRR LU S ES e
Parameter Value
1 Title Sangit-MB-770- _
Final(500MHz)
2 Spectrometer spect
3 Solvent DMSO |
4 Temperature 298.1
5 Number of 16 ; ) _
Scans _ [l _ _ __ _
6 Relaxation 1.0000 | _ __ _ [ |
Delay J ~ ___ | _ I
7 Pulse Width  12.0000 S o
8 Acquisiion Time 3.2768 =
9 Acquisition Date 2022-02-01T17:23:56 - A>T
10 Modification 2022-02-02T10:32: 14 o
Date
11 Spectrometer  500.13
Freguency [0)
12 Spectral Width  10000.0 W
13 Lowest -1911.5
Freguency
14 Nudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536 ©
[
|
|
L0 [
Y |
o
(45
-
e
D r:r_lz_f([
oy J .. U —
@ P TN Al i ¥
e E EEREREE 222 2 2
M z Mo 323 ZZZ = =
=2 J T T T T T T T T T T T | — T T T T T J T T T T T T T T T T
T 15 14 13 12 11 10 9 8 7 i 5 4 2 1 i
—

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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13C NMR spectra of 5

= sms825z 333 8 % 2 3
Parameter Value = ZERE88EE B2 = z a o
| e NI |
1 Title Sangit-MB-770-
Final{500MHz)

2 Spectrometer spect
3 Solvent DMS0 o
4 Temperature 298.0 2 o
5 Mumber of Scans 512 =
6 Relaxation Delay 2.0000 N>
7 Pulse Width 10,0000 T
8 Acqguisition Time  1.1010
9 Acguisiion Date  2022-02-01T17:52:32
10 Modification Date 2022-02-02T10:32:14 1%
11 Spectrometer 12576 =

Freguency
12 Spectral Width 297619 |
13 Lowest -2306,2 _

Freguency
14 Nudeus 13C
15 Acguired Size 32768
16 Spectral Size 65536

|
|
1 | (h
v |
A il

—— 1 ~ 1 * 1T * 1 T+~ T *~ T T T T 1T T T T T T~ T T T T T T T T T T T T T T T T T T 1

210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10

f1 (ppm)

5236



HRMS spectra of 5

Display Report

Analysis Info

Analysis Name

Acquisition Date  2/9/2022 2:26:12 PM

D:\Data\NEW USER DATA 2022\fe-2022\09-feb-2022\Prof.S.Kumar-MB-770.d

Method tune mix_low.New.021117.m Operator RUCHI
Sample Name  MB-770 Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4600 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set Collision Cell RF 100.0 Vpp Set Divert Valve Source
Intenséj Prof.S.Kumar-MB-770.d: TIC +All MS
X109
TN
/N
3 5_ .f \\
E .
_ /
, / \
1 ~ / Ph
3.04 /7 e T <
4 / \\ S MeO N02
|/ . —~ N\ \N,-'\
" - Me N
N —
2.5 H ~_
] — \,-\
] TN
01 0.2 03 04 05 06 0.7 0.8 Time [min]
Intenss.: +MS, 0.4min #22
X100 250.1230
47 311.1400
31
] 161.0845
2
85.0594
1] 663.4520
] l 394.3797 486.2023
0 NN B WV N W— Mo dbud —l — — —
100 200 300 400 500 600 700 800 m/z
Imens; +MS, 0.4min #22
X107 311.1400
23
1; 312.1421
E 313.1416
26001 C18H18N203, M+nH ,311.14
2000: 311.1390
15001
10004
5007 312.1423
05 313.1457
311.0 311.5 312.0 3125 313.0 313.5 miz
Bruker Compass DataAnalysis 4.0 printed:  2/9/2022 2:27:55 PM Page 1 of 1
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'H NMR spectra of 6

m AR RYHMASSENEE s R M ARRRANGES
RS L S L L LI G LRI
Parameter Value
1 Title Sangit-MB-759-
Final{500MHz)
2 Spectrometer spect
3 Solvent DMS0
4 Temperature 298.2
5 Mumber of Scans 16
6 Relaxation Delay 1.0000
7 Pulse Width 12,0000 ~
8 Acquisition Time  3.2758 m W
9 Acguisiion Date  2022-02-01T18:2
212 7 SzT
10 Modification Date  2022-02-07T10:3 T
2:08
11 Spectrometer 500.13
Frequency
12 Spectral Width 10000.0
13 Lowest -1911.5
Frequency 2 2
14 MNudeus 1H Q O
15 Acquired Size 32758 _ __
16 Spectral Size 65536
ZzZ—RQ-—Z _
o MW/ o
ﬁ il 7 _
|
) |
|
‘r P | )
T A T
E B 23
= I S S A S o
T T T T T T T T ] T T T T T T T T T T T J T T T T
16 15 14 13 12 11 10 9 8 7 6 3 4

Peaks at 2.51 and 3.33 correspond to DMSO-ds residual peak and water respectively
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13C NMR spectra of 6

Parameter

1 Title

Spectrometer
Salvent
Temperature
Mumber of Scans
Relaxation Delay
Pulze Width
Acquisition Time

L= R T L B T |

Acquisition Date
10 Modification Date

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Freguency

14 Nudeus
15 Acquired Size
16 Spectral Size

Value
Sangit-MB-759-
Final{500MHz)
spect
DMS0
298.0
512
2.0000
10.0000
1.1010
2022-02-01T18:56:30
2022-02-02T10:32: 10
125.76

29751.9
-2308.2

13C
32758
65536

—141 .23
~—136 B2

NO,

Ph

128 481
128 .29
127 .34

126 45

/
Y
\
\

~ “zT

122 72
12181

119.13

118 86

113 95
11198

79,59

210 200 190 180 170

160

T
150

T
140

130

T
120

T
110

100
f1 fmnm’

60

30

40

30

20

10
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Crystallographic details:

Table S4. Crystal data of spirodiazatellurane 1b, 1d and 1k

Parameters 1b 1d 1k
Emperical form C29H24CI2N202Te C14HoCI2NOTegs CzaH26D12N20gS;
Te
Formula weight 631.00 341.92 806.46
Temperature/K 140(2) 140(2) 140(2)
Crystal System triclinic orthorhombic monoclinic
Space group P-1 Pbcn C2/c
alA 9.0873(12) 14.5391(13) 22.1733(16)
b/A 9.2550(11) 14.2888(13) 12.0567(8)
c/A 15.856(2) 12.0108(12) 27.174(2)
a/° 79.731(5) 90 90
B/° 85.169(5) 90 110.649(3)
v/° 88.589(5) 90 90
Volume/A3 1307.5(3) 2495.2(4) 6798.0(9)
Z 2 8 8
wmm-?t 1.372 1.653 1.052
F(000) 628 1344 3232
Radiation Mo Ka4=0.71073A MoKa1=0.71073 Mo Ka 1 =
A 0.71073 A
20 range for data 2.249-30.558 3.392-30.083 1.976-29.583
collection/®
Index ranges -12<=h<=12,- -16<=h<=20,- -30<=h<=30,-
11<=k<=13, 20<=k<=19,- 16<=k<=16,
22<=<=22 16<=I<=16 -37<=1<=37
Reflection collected 33537 40257 75251
Independent reflections 7852 3648 9532
Data/restrains/paramete 7852 /0/ 331 3648 /0/168 9532 /294 /445
rs
Goodness-of-fit on F2 1.068 1.105 1.035
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Final R indexes [/ > R1 = 0.0405, wR2 = R1=0.0334,wR2= R1 = 0.0382,
20(1)] 0.0872 0.0779 wR2 =0.0913
Final R indexes [all R1 = 0.0580, wR2 = R1=0.0417,wR2= R1 = 0.0566,
data] 0.0951 0.0833 wR2 =0.1037
Rint 0.0622 0.0752 0.0811

CCDC 2157185 2157184 2157189
ORTEP image

Table S5. List of selected bond length (A) and bond angles (°) of spirodiazatellurane 1b, 1d
and 1k

Atom 1b 1d 1k

C-Te 2.103(3) 2.104(2) 2.096(3)
C'-Te 2.115(3) 2.104(2) 2.096(3)
N-Te 2.163(2) 2.2178(18) 2.214(2)
N"-Te 2.197(2) 2.2178(18) 2.214(2)
C-Te-C’ 98.14(10) 101.18(13) 97.76(10)
C-Te-N’ 91.86(10) 90.91 (8) 90.25(9)
C’-Te-N’ 78.22(9) 78.22(8) 77.99(9)
C-Te-N 77.87(10) 78.22(8) 78.54(9)
C’-Te-N 91.45(9) 90.91(8) 91.05(9)
N-Te-N" 164.36(9) 162.95(11) 163.21(8)
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Table S6. Crystal data of spirodiazatellurane 1n

Parameters 1n

Emperical form Ca3H24Cl2N4O3Te
Formula weight 723.06
Temperature/K 140(2)

Crystal System triclinic

Space group P-1

alA 11.0974(8)

b/A 11.6191(7)

c/A 11.6886(6)

a/° 81.846(3)

B/° 70.846(2)

v/° 81.139(2)
Volume/A3 1399.98(15)

Z 2

w/mm? 1.298

F(000) 720

Radiation Mo Ka /4 =0.71073 A
20 range for data collection/° 2.443-28.708

Index ranges

Reflection collected
Independent reflections
Data/restrains/parameters
Goodness-of-fit on F?

Final R indexes [1 > 20(1)]

Final R indexes [all data]

Rint
CCDC

-14<=h<=12,-14<=k<=14, -15<=I<=15
37477

7163

7163/0/391

1.035

R1 =0.0283, wR2 = 0.0640

R1 =0.0340, wR2 = 0.0676

0.0573
2157186
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ORTEP image

Table S7. List of selected bond length (A) and bond angles (°) of spirodiazatellurane 1n

Atom 1n

C-Te 2.128(2)
C'-Te 2.112(2)
N-Te 2.2298(18)
N'-Te 2.2213(18)
N(008)....Te(01) 2.620(2)
C-Te-C’ 91.18(8)
C-Te-N’ 89.64(7)
C’-Te-N’ 76.59(8)
C-Te-N 77.80(17)
C’-Te-N 89.14(8)
N-Te-N’ 160.85(7)

Table S8. Crystal data of spirobenzyloxytellurane 1q and spirobenoxytellurane 1r

Parameters 1q 1r

Emperical form C7HsOTeos C16H1206Te
Formula weight 168.91 427.86
Temperature/K 296(2) 140(2)
Crystal System monoclinic orthorhombic
Space group C2/c Pca2;

alA 20.507(4) 19.2430(14)
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b/A

c/A

a/°

p/re

v/°
Volume/A3
Z

w/mm?
F(000)
Radiation

20 range for data

collection/°®

Index ranges

Reflection collected
Independent reflections
Data/restrains/parameters
Goodness-of-fit on F?

Final R
20(1)]

indexes [/ >

Final R indexes [all data]
Rint

Flack parameter
CCDC

4.8515(8)

14.046(2)

90

118.957(8)

90

1222.8(4)

8

2.418

648.0

Mo Ka 4=0.71073 A

8.258-57.336

-27<=h<=26,-4<=k<=6,
18<=1<=18

4171
1563
1563/0/79

1.069

R1=0.0316, wR2 = 0.0717

R1=0.0369, wR2 = 0.0749

0.0254

2157182

4.7234(3)
15.8545(12)

90

90

90

1441.05(18)

4

2.095

832

Mo Ka 2=0.71073 A

4.952-55.848

-25<=h<=25,-6<=k<=6,-
20<=1<=20

14409
3399
3399/1/196

1.023

R1=0.0515, wR2 = 0.1028

R1=0.0821, wR2 = 0.1149

0.0764

0.49(3)
2157187
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ORTEP image

Table S9. List of selected bond length (A) and bond angles (°) of 1q and 1r

Atom 1q 1r

C-Te 2.128(3) 2.084(5)
C'-Te 2.112(19) 2.075(6)
O-Te 2.2298(2) 2.089(8)
O’-Te 2.2213(2) 2.102(8)
C-Te-C’ 97.9(6) 97.2(3)
C-Te-O’ 89.74(10) 88.1(3)
C'-Te-O’ 80.0(4) 79.8(3)
C-Te-O 79.96(10) 79.4(3)
C’-Te-O 89.7(5) 87.4(3)
O-Te-O’ 164.35(15) 160.9(3)

Table S10. Crystal data of C-C coupled biaryl 1,1'-diamide 20, 2r and 2t

Parameters 20 2r 2t
Emperical form CegHagN4O4 C3zaH26N404 C2gH24N20-
Formula weight 985.10 554.59 420.49
Temperature/K 140(2) 140(2) 140(2)
Crystal System monoclinic triclinic monoclinic
Space group Pna2; P-1 C2lc

alA 8.8678(11) 7.2109(3) 29.849(6)
b/A 34.130(4) 13.1523(5) 8.7958(18)
c/A 8.4805(9) 14.1608(6) 17.216(4)
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o/ 90 79.21(10) 90

B/ 90 83.65(2) 97.164(9)

v/° 90 85.01(10) 90

Volume/A3 2566.7(5) 1308.18(9) 4484.6(16)

Z 2 2 8

wmm-? 0.080 0.094 0.079

F(000) 1032.0 580.0 1776.0

Radiation Mo Ka 4 =0.71073 A Mo Ka 4 =0.71073 Mo Ka 4 =
A 0.71073 A

20 range for data 4.746-51.378 5.698-57.398 4.77-50.05

collection/®

Index ranges -10<=h<=10,- -9<=h<=9,- -34<=h<=35,-

41<=k<=41, -10<=I<=9 17<=k<=17,-- 10<=k<=10,-

19<=I<=19 20<=1<=20

Reflection collected 22557 20958 29735

Independent reflections 4528 6689 3968

Data/restrains/parameters 4528 / 1/ 343 6689 /0 /381 3968 /0./ 291

Goodness-of-fit on F2 1.059 1.011 1.000

Final R indexes [/ > Rl = 0.0461, wR2 = R1=0.0517,wR2= R1 = 0.0621,
20(1)] 0.0964 0.1041 WR2 = 0.1185

Final R indexes [all data] R1 = 0.0556, wR2

R1=0.0822, wR2= R1 = 0.1563,

0.1035 0.1164 wR2 =0.1582
Rint 0.0990 0.0445 0.1953
Flack parameter -2.8(10) — —
CCDC 2157183 2157188 2157190
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ORTEP image

Additionally, Crystal structure of 20 suggests that it possesses atropisomerism and crystalize

in chiral space group Pna2;, and only one enantiomer is observed.

Table S11. List of selected bond length (A) and tortion angles (°) of C-C coupled biaryl 1,1'-
diamide 20, 2r and 2t

Atom 20 2r 2t

c-C 1.497(4) 1.494(2) 1.51(5)
N-H.....O-C 2.01(0) — 1.85(3)
c-c-c-c” 78.3(4) -62.60(2) 89.8(4)
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Computational Details:

The DFT calculations were carried out using Gaussian 09 package by without optimization.
The geometrical coordinations were extracted from respective crystal structure and the
calculation perform in the level of B3PW9L1. The basis sets defz-tzvp used for tellurium and 6-
311+g** used for C, H, N, and O. The AIM analysis performed by using the wave function file
generated from Gaussian 09 and the bond topological properties of electron density (o),
Laplacian electron density (V2p(), Total energy density (Hp() were analysed by using bond

critical points (bcp) of respective bonds.

Table S12. AIM analysis of spirodizatellurane 1n was used without further optimization, the

coordinates of the crystal 1n were directly used.

Bond Bond length A P a.u. V2p@ra.u. Hp()a.u.
Expt. Calc.

Te01-NO06 2.231(2) | 2.2292 | 0.086 0.131 -0.026

Te01-NOO7 2.221(2) | 2.2212 | 0.087 0.133 -0.027

Te01-NOO8 2.620(2) | 2.6171 | 0.040 0.084 -0.0032

Te01-N1 3.145(2) | 3.1459 | 0.015 0.040 -0.00066

The quantum theory of atoms in molecules (AlIM) analysis afforded low electron density value
(p(r) = 0.04 a.u.; 0.04 x 6.748 = 0.26992 eA®) at bond critical point (bcp) of the Te01--N00S
bond (Table S12, Figure S2).1! Thes e parameter is suggesting that one of the quinoline nitrogen
(N008) atom is strongly interacting with Te (01). Also the most significant parameter Laplasian
electron density (V2p(), Total energy density (Hp() values are strongly supporting for strong

Te01---NOO08& intramolecualr interaction.
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Figure S2. Bond topological diagram of 1n with bond critical points (bcp).
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