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General Information

Commercial reagents were used without further purification. IR spectra were recorded on
a Perkin Elmer-FTIR spectrometer using solid samples as KBr plates. For compounds *H
NMR (400 MHz, CDCl3) and *3C NMR (100 MHz, CDCls) spectra were recorded in
deuterochloroform (CDCl3) on a Bruker 400 MHz spectrometer using tetramethylsilane
(TMS, & = 0) as an internal standard at room temperature. Mass spectra were recorded
on Agilent 1200 LC/MS-6110 mass spectrometer. Spectral data of H, 3C NMR and ESI-
HRMS of all compounds 4a-w, 5a-i & 5aa are listed below.

General Procedure for the Synthesis of Starting Materials:

Based on literature procedure?!, 2-aryl-4H-benzo[d][1,3]oxazin-4-ones 3a-w were
prepared from substituted 2-aminobenzoic acids and benzoyl chlorides.

General procedure for the synthesis of 2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)aryl
acetate derivatives (4a-w):

A mixture of 2-aryl-4H-benzo[d][1,3]oxazin-4-ones 3 (0.3 mmol), Pd(OAc)2 (5 mol%),
PhI(OAc)2 (3 equiv.) in a mixture of Ac;O & AcOH (1:1) was placed in a round bottom flask
and stirred under reflux condition for 12h. After completion of the reaction as monitored
by TLC, the crude mass was purified through column chromatography using hexane:
ethylacetate (9:1) which successfully led to the desired pure products 4a-w in excellent
yields.

Typical synthetic procedure for the 2-(2-hydroxybenzamido) benzoic acid 5aa via
functional group transformation strategy.

A compound (4a) / (5a) dissolved (50 mg, 0.162 mmol) in acetone (2 mL) was added
dropwise slowly to a stirred solution of 4N NaOH (1 mL) at O °C and the reaction mixture
was allowed to stir at room temperature. After completion of the reaction, the crude
mixture was poured into ice water (10 mL), acidified with AcOH and acetone was removed
in vacuo. The crude reaction mixture was filtered off to afford desired cleavage product
(5aa) as white amorphous solid in excellent yields (94% / 96%) without further
purification.

General procedure for the synthesis of 2-(2-hydroxyaryl)-4H-benzo[d][1,3]oxazin-4-one
derivatives (5a-i):

A mixture of 2-aryl-4H-benzo[d][1,3]oxazin-4-ones (3, 0.25 mmol), Pd(OAc): (0.1 equiv.),
Oxone (3 equiv.) and DIAD (1.5 equiv.) was placed in an oven dried test tube dissolved in
a mixture of DCE:TFE (3:1) solvent and stirred under reflux condition for 16h. After



completion of the reaction as indicated by TLC, the crude mass was purified through
column chromatography using 10 % ethylacetate and hexane mixture which successfully
led to the desired pure products (5a-i) in excellent yields.

Table 1. Optimization conditions for the selective ortho-C-H acetoxylated 2-phenyl-4-
oxobenzoxazine® ¢

H o o
(o]
o Catalyst (mol%), ©fj\o .
©\)::)j© Oxidant (mol%) N/)j© HJJ\@
Solvent, 12h (o] OH
3a H 100°C 4a AcO daa
Expected Product Unexpected Product

S.N. Catalyst (mol %) Oxidant (mol %) Additive (mol %) Base (lequiv.) Solvent Yield%b Yield%®

4a 4aa
1° Cu(OAc)2(10) 02 - - CHsCN : H20(1:1) NR NR
22 Cu(OAc): (10) 02 - - AcOH:Ac20(1:1) NR NR
32 Cu(OAc)2(10) 02 AgSbFs (20) - Ac20 NR NR
42 Cu(OAc)2(10) 02 CHsCOCI(20) '‘BuOK Toluene NR NR
52 Cu(OAc)2(10) TBHP(200) - - AcOH/PhCI(1:1) 0 95
67 Cu(OTf)2(10) K2S20s(200) - NaOAc PhCHs NR NR
7° Cu(OTf)2(10) K2S20s(200) AgSbFs (20) NaOAc PhCHs NR NR
8 Co(OAc)2(10)  PhI(OACc)2(200) Ag.COsz(100) Na2C0s AcOH/PhCHs(1:1) NR NR
9@ Pd(OAc)2 (5) Cul / ArCO2H (20/20)Ag2C0O3(100) - DCE NR NR
10?2 Pd(OACc)2(5) PhI(OACc)2(300) - - DCE/ PhCH3(1:1) trace NR
11° Pd(OAc): (5) PhI(OACc)2(300) - - AcOH/Ac20(1:1) 81 0
12¢ Pd(OAc)2 (10) PhI(OAc)2(300) - - AcOH/Ac20(1:1) 82 0
13 Pd(OACc)2(5) - - - AcOH/Ac20(1:1) NR NR
142 Pd(OACc)2(5) K2S20s (200) - - AcOH/DCE(1:1) 42 0
15° Rh2(OAc)4(2) Phl(OACc)2(300) AgSbFs(20) - AcOH/Ac20(1:1) 59 0

Reaction conditions?®: 3a (0.3 mmol), metal catalyst (5-10 mol %), oxidant (3 equiv.), Ag salt (0.2-1.0 equiv.)
in various solvents at 100°C for 12 h; Plsolated yield of the pure products; ¢ 3a (0.3 mmol), Pd(OAc)2 (10 mol
%), PhI(OAC)2 (3 equiv.), in AcOH/ Ac20 (1:1) at 100°C for 12 h.

In order to test the possibility for Pd (ll) catalyzed ortho-acetoxylation of 2-phenyl-4-
oxobenzoxazines (3a), we first carried out ortho-acetoxylation reaction of 3a by screening
the different combination of catalysts, oxidants and solvents. At first, the reaction was
tried by using different copper salts for obtaining the desired product 4a. Accordingly, we
have performed the reaction by using our substrate 2-phenyl-4-oxobenzoxazine (3a) with
10 mol% Cu(OAc)2 (which acts as catalyst, oxidant and acetate source) in a mixture of H,0



and CHsCN (1:3) under oxygen balloon atmosphere (0O2) at 100°C for 24h. Unfortunately,
we did not observe the anticipated product (4a) (Table 1, entry 1). When the reaction was
carried out by changing the solvent system to AcOH : Ac;0 in place of mixture of H,O and
CHsCN, we could not obtain the desired product (4a) (Table 1, entry 2). The reaction again
failed to afford the expected product when it was carried out in presence of 10 mol %
Cu(OAc)2, 20 mol % AgSbFe (additive) in Ac;0 (Table 1, entry 3). Next, the same reaction
was performed by altering some additional parameters such as additive (CHsCOCI),
solvent (toluene) in presence of base (t-BuOK), no product formation was detected (Table
1, entry 4). Further, the reaction was carried out by using 70 % aq. TBHP (5 equiv.) as an
oxidant in place of Oz in a mixture of AcOH & PhCl at 100°C, surprisingly, we have observed
the formation of oxidative cleavage of substrate as product (4aa) rather than the desired
coupled product (4a) (Table 1, entry 5). After getting these results, we attempted the
same reaction with the combination of different oxidants such as K;S;Os, Phl(OAc),,
additives such as AgSbFes, Ag2CO3, bases such as NaOAc, Na2COs in toluene and mixture of
toluene and AcOH solvent system catalysed by Cu(OTf), and Co(OAc),, we did not find any
desired product in these cases also (Table 1, entry 6, 7 and 8). Then, we hypothesized that
the reaction may work well with heavier transition metals such as Pd & Rh. Accordingly,
we have tried the reaction of 3a with Pd(OAc)z (5 mol%), Cul (10 mol %), benzoic acid (20
mol %) and Ag>CO3 (1.0 equiv.) in DCE at 100°C for 16 h did not provide the desired product
4a (Table 1, entry 9). When same reaction was carried out in presence of Pd(OAc)2, (5 mol
%) and PhI(OAc)2 in mixture of DCE and toluene (1:1), interestingly, trace amount of
desired product 4a was obtained (Table 1, entry 10). To improve the yield of the reaction,
we changed the solvent system from DCE and toluene (1:1) to Ac;O & AcOH (1:1) by
keeping remaining parameters constant (Table 1, entry 11). To our delight, we have
obtained the anticipated ortho-acetoxylated-2-phenyl-4-oxobenzoxazine (4a) in 81 %
yield (Table 1, entry 11). ). Then, to check the catalyst loading efficiency, we increased the
amount of Pd(OAc); from 5 mol % to 10 mol % by keeping the remaining parameters
constant, but, there was no significant improvement in yield of the desired product (82 %)
observed (Table 1, entry 12). Furthermore to check the role of Phl(OAc);, the same
reaction was conducted in absence of Phl(OAc). which did not provide the desired product
(4a) (Table 1, entry 13). In order to increase the yield, we replaced the oxidant with 3
equiv. K;S,0s instead of 3 equiv. PhI(OAc)2 in Ac,0O & AcOH (1:1) giving only 42 % yield
(Table 1, entry 14). This clearly indicates that diacetoxyiodobenzene acts as an effective
oxidant as well as acetate source for the reaction to take place smoothly. In order to
improve the yield further, the same reaction was conducted in presence of 2 mol %
Rhz(OAc)s, 20 mol % AgSbFs, 3 equiv. PhI(OAc); in Ac2O & AcOH (1:1) affording the desired
product 4a in 59 % yield only (Table 1, entry 15). Based on these observations, we found
that the optimized condition was achieved when the reaction was carried out in presence



of 5 mol % Pd(OAc);, 3 equiv. Phl(OAc), in Ac0O & AcOH (1:1) at 100°C for 12h with 81%
yield of the desired product (4a).

Table 2. Optimization conditions for the selective mono ortho-C-H hydroxylation of 2-
phenyl-4-oxobenzoxazine (3a) P

H o o)
[o]
To) Various reaction conditions ( j: ~o .
N7 N//‘t© i H)b
o OH
H HO
3a 5a 4aa
Expected Product Unexpected Product

S. No. Catalyst (mol %) Oxidant (equiv.) Additive Solvent Yield % Yield %

/ Base (mol %) 5ab 4aaP
12 PdCl, (10) 0, NHPI (20) Toluene NR NR
22 PdCl; (10) TBHP (5) - DCE 0 95
32 Pd(OAc); (10) TBHP(5) - DCE 0 94
42 PdCl, (10) 0, iPrCHO (5) DCE: CHsCN (1:1) 76 0
52 Pd(OAc); (10) 0, iPrCHO (5) DCE 59 0
62 Pd(OAC)»(10) PhI(OAc)2(3) - AcOH / H,0(1:1) NR NR
72 Pd(OAc),(10) Na,S,0sg(1.5) - Dioxane 82 0
82 Pd(OAc)2(10) Na,S,0s/ Oxone(1.5/3) - Dioxane 83 0
92 Pd(OAc),(10) Oxone(3) - Dioxane trace 0
102 Pd(OAc),(10) Oxone(3) PPh3(20) DCE NR NR
112 Pd(OAc),(10) Oxone - t-amyl-OH / PEG-400(1:1) O 92
122Pd(OAc)»(10)  Oxone/ K»S,0s (3/3) NHPI(20) DCE 0 94
132 Pd(OAC),(10) (NH4)25205(3) NHPI(20) Dioxane 0 95
142 Pd(OACc),(10) Oxone(3) AIBN(20) DCE NR NR
152 Pd(OAc),(10) Oxone(3) TBPB(200) DCE NR NR
162 Pd(OACc)»(10) Oxone(3) DTBP(200) DCE NR NR
172Pd(OAc),(10) Oxone(3) DIAD(150) DCE 84 0
182 Pd(OAc)-(10) Oxone(3) DIAD(150) TFE 87 0
192Pd(OAc),(10) Oxone(3) DIAD(150) TFE : DCE(1:1) 89 0
20¢ Pd(OAC)»(5) Oxone(3) DIAD(150) TFE : DCE(1:1) 66 0
219 Pd(OACc)»(10) Oxone(3) DIAD(120) TFE : DCE(1:1) 69 0
224 Pd(OAC)»(10) Oxone(3) DIAD(100) TFE : DCE(1:1) 60 0
234 Pd(OAC)»(10) Oxone(3) DIAD(50) TFE : DCE(1:1) 57 0
249 Pd(OAC)»(10) Oxone(3) DIAD(20) TFE : DCE(1:1) 48 0
252Pd(OAC)»(10) (NHa)25,05(3) - AcOH/DCE(1:1) NR NR
262Pd(OAC)»(10) K2S,03(3) - TFA/TFAA(1:1) O 95
272 [Ru(p-cymene)Cl2]2(5) KzS,0s(3) - TFA/TFAA(1:1) O 96
282 [Ru(p-cymene)Cl2]2(5) K;S,0s(3) KPFs(20) Acetone/DCE(1:1) NR NR
292 Rh,(OACc)4(5) PhI(OACc)2(3) AgSbFs(20) AcOH/Ac,0/H,0 (1:1:1) NR NR

Reaction conditions®: 3a (0.25 mmol), metal catalyst (5-10 mol %), oxidant (3 equiv.), Ag salt (0.2-1.0 equiv.)
in various solvents under reflux condition for 16 -24h. "Isolated yield of the pure products. °3a (0.25 mmol),
metal catalyst (5 mol %), Oxone (3 equiv.), DIAD (1.5 equiv.) in TFE: DCE (1:3) under reflux condition for 16h.



43a (0.25 mmol), metal catalyst (10 mol %), Oxone (3 equiv.), DIAD (20-120 mol %) in TFE: DCE (1:3) under
reflux condition for 16h.

In order to test the possibility for Pd (Il) catalyzed ortho-hydroxylation of 2-phenyl-
4-oxobenzoxazines (3a), the reaction of 3a with hydroxyl radical source such as NHPI (20
mol %) was performed in presence of 10 mol % PdCl; catalyst, additive and oxygen balloon
in toluene under reflux condition for 16 h, unfortunately we did not obtain the desired
ortho-hydroxylated product (5a) (Table 2, entry 1). Further the reaction was performed
with different Pd catalysts such as PdCl; / Pd(OAc)2 (10 mol %) in 70 % aq. TBHP (5 equiv.)
and DCE, surprisingly, we have observed the formation of oxidative cleavage of the
substrate 4aa rather than expected ortho-hydroxylated product (5a) (Table 1, entry 2-3).
Similarly, when the reaction was performed in presence of 10 mol % PdCl, / Pd(OAc); using
isobutyraldehyde (5 equiv.) as an additive as well as hydroxyl source under O, atmosphere
in DCE as well as a combination of DCE & CH3CN solvent system under reflux condition for
16 h, the desired ortho-hydroxylated-2-phenyl-4-oxobenzoxazine (5a) was obtained in 76
% & 59 % yields respectively (Table 1, entry 4-5). In order to improve the yield of the
desired product, we changed the oxidant to PhI(OAc)2 (3 equiv.) in a mixture of AcOH /
H,0 and Pd(OAc): (10 mol %) was used as a catalyst. However, we did not observe the
desired product 5a (Table 1, entry 6). Further, treatment of 3a with 10 mol % Pd(OAc),,
1.5 equiv. NaxS;0s in dioxane at 100°C for 16h, smoothly led to the desired coupled
product 5a in 82% yield (Table 1, entry 7). Additionally, 3 equiv. oxone was added to the
same reaction, but there is no substantial improvement in the yield (Table 1, entry 8).
When the same reaction was proceeded in absence of Na;S,0s, only trace amount of
product (5a) was observed (Table 1, entry 9). In continuation for the improvement inyield,
20 mol % PPh3 was added to the reaction by altering the solvent to DCE, surprisingly, we
did not attain the desired product (5a) (Table 1, entry 10). Therefore, in order to overcome
this probem, the reaction conditions was tuned by using the combination of different
oxidants such as K;S,0s & (NH4)2S.0s, additive such as NHPI and solvents such as DCE &
dioxane, but unfortunately, again the oxidative cleavage of the substrate 4aa was
observed (Table 1, entry 11-13). Further, we changed the additives such as AIBN, TBPB &
DTBP in combination with 10 mol % Pd(OAc). and 3 equiv. oxone in DCE, none of them
gave us fruitful results (Table 1, entry 14-16). However, when we replaced the additives
with DIAD to the same reaction system in DCE, TFE solvents alone as well as a mixture of
DCE & TFE system, the desired product was obtained in excellent yields (84-89%) (Table
1, entry 17-19). Then, to check the catalyst loading efficiency, we reduced the amount of
Pd(OAc)2 from 10 mol % to 5 mol % by keeping the remaining parameters constant,
unfortunately, we have obtained only 66 % yield of the desired product (Table 1, entry
20). Further, to examine the ligand as well as additive loading efficiency, we have reduced



gradually the amount of DIAD from 120 mol % to 20 mol % by keeping the remaining
factors persistent, surprisingly, we have observed the decrease in the yields range (48-69
%) of the desired product (Table 1, entry 21-24). To improve the yield further, the reaction
of 3a was performed in presence of 10 mol % Pd(OAc), and 3 equiv. (NH4)25:0s in a
mixture of AcOH & H,0, but unfortunately no anticipated product was detected (Table 1,
entry 25). The reaction was also performed with different catalysts such as Pd(OAc). &
[Ru(p-cym)Clz]2 with the combination of TFA / TFAA solvent system using 3 equiv. K25,0s,
but in this case also, we have obtained only the oxidative cleavage of the substrate 4aa
(Table 1, entry 26-27). The reaction was also tried in presence of 5 mol % [Ru(p-cym)Clz]2
& Rh(cp*)Cl, catalysts using the oxidants K2S,0g, Phl(OAc), and additives such as KPFs &
AgSbFe in a combination of different solvent system such as acetone / DCE and Ac;0 /
AcOH / H20 under reflux condition for 24h, in these cases also we could not detect
formation of the desired product (Table 1, entry 28-29). After screening various
standardization reaction conditions on ortho-hydroxylation of compound 3a, we conclude
that the reaction performed well in presence of 10 mol % Pd(OAc),, 3 equiv. oxone, 1.5
equiv. DIAD in a mixture of DCE : TFE (3:1) under reflux condition for 16 h with a maximum
yield (89%) of product (5a).



1H, 13C NMR and ESI-HRMS spectral data for the compounds (4a-w)
2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4a)

(o)
L
P/
N)\@
AcO

White solid; Reaction time: 12 h; Yield: 81 % (68 mg); M.P.: 152-153°C; IR (KBr) Vmax cm™:
1803, 1765, 1632; *H NMR (400 MHz, CDCls): § 8.23-8.29 (m, 1H), 7.82-7.86 (m, 1H), 7.40
— 7.65 (m, 4H), 7.20 (dd, J= 0.8 Hz, 1.2 Hz, 2H), 2.64 (s, 3H); 13C NMR (100 MHz, CDCls): &
170.0, 159.2, 155.3, 150.3, 150.0, 146.7, 136.7, 128.7, 127.3, 126.5, 124.5, 123.5, 117.1,
21.3; HRMS (ESI): Calc. for [(C16H12NQa4)] (M+H)* 282.0766, measured 282.0769.
5-nitro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4b)

(0]
e
7

“CL

AcO NO,
White Solid; Reaction Time: 12 h; Yield: 78 % (76 mg); M. P.: 190-193°C; IR (KBr) Vmax cm~
1. 1815, 1728, 1653; 'H NMR (400 MHz, CDCl3): 6 8.35-8.49 (m, 2H), 8.23-8.28 (m, 1H),
8.07 (d, J= 2.4Hz, 1H), 7.87-7.91 (m, 1H), 7.59-7.69 (m, 2H), 2.50 (s, 3H); 3C NMR (100
MHz, CDCl3): 6169.4, 158.4, 150.4, 146.2, 137.1, 132.3, 129.8, 129.5, 129.4, 129.0, 127.7,
124.1, 121.1, 121.3, 117.2, 21.1; HRMS (ESI): Calc. for [C16H11N206] (M+H)* 327.0617,

measured 327.0621.
2-(6-nitro-4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4c)

(0]
O,N
Z
N)\©
AcO

White Solid; Reaction Time: 12 h; Yield: 74 % (72 mg); M.P.: 198 °C; IR (KBr) vmax cm™:
1807, 1715, 1693; *H NMR (400 MHz, CDCl3): 6 9.08 (d, J = 2.4Hz, 1H), 8.63 (dd, J = 2.8 Hz,
2.4 Hz, 1H), 8.32 (dd, J = 1.6 Hz, 1.6 Hz, 1H), 7.78 (d, J = 8.8Hz, 1H), 7.64-7.79 (m, 1H), 7.42-
7.47 (m, 1H), 7.22 (d, J = 0.8 Hz, 1H), 2.47 (s, 3H); 3C NMR (100 MHz, CDCls): & 169.9,




158.4, 157.4, 151.1, 150.5, 146.9, 134.9, 131.7, 130.9, 128.9, 126.8, 124.9, 124.8, 122.7,
117.5, 21.3; HRMS (ESI): Calc. [(C1i6H11N206)] (M+H)* 327.0617, measured 327.0634.
2-(5-chloro-4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4d)

cl o

White Solid; Reaction Time: 12 h; Yield: 88 % (83 mg); M.P.: 135-137°C; IR (KBr) vmax cm™:
1816, 1719, 1653; *H NMR (400 MHz, CDCl3): § 8.25 (dd, J = 6.4, 1.6Hz, 1H), 7.69 — 7.57
(m, 1H), 7.53 (t, J=0.8Hz, 2H), 7.51 — 7.16 (m, 2H), 4.95 (s, 1H), 2.45 (s, 3H); 33C NMR (100
MHz, CDCls): 6 169.9, 156.2, 155.7, 150.1, 149.1, 136.1, 136.1, 133.9, 131.3, 131.2, 126.5,
126.4, 124.6, 123.0, 114.8, 21.2; HRMS (ESI): Calc. for [C16H10NCIO4] (M+H)* 316.0377,
measured 316.0375.

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

Cl O
CL

0

AcO F
White Solid; Reaction Time: 12 h; Yield: 93% (93 mg); M.P: 135-137 °C; IR (KBr) Vmax cm™:
1816,1719, 1653; *H NMR (400 MHz, CDCl3): 6 8.30 (dd, J = 9.2Hz, 6.4Hz, 1H), 7.69 (t, J =
8Hz, 1H), 7.50-7.55 (m, 2H), 7.10-7.15 (m, 1H), 6.94 (dd, J = 8.8 Hz, 2.8 Hz, 1H), 2.47 (s,
3H); 13C NMR (100 MHz, CDCls): & 169.5, 155.6, 155.5, 149.0, 136.2, 136.2, 133.2, 133.1,
131.2,126.3,114.7, 114.2, 114.0, 112.7, 112.5, 21.2; HRMS (ESI): Calc. for [C16H10NFCIO4]

(M+H)* 334.0282, measured 334.0322.
5-fluoro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4f)

- o 3
L
7
N)@\
Y AcO F )

White Solid; Reaction Time: 12 h; Yield: 83 % (74 mg); M.P.: 163-165°C; IR (KBr) vmax cm”
1.1719, 1678, 1553; 'H NMR (400 MHz, CDCl3): & 8.22-8.32 (m, 2H), 7.81-7.86 (m, 1H),
7.53-7.63 (m, 2H), 7.10-7.15 (m, 1H), 6.94 (dd, J = 8.8 Hz, 2.4Hz, 1H), 2.47 (s, 3H); 3C NMR
(100 MHz, CDCls): 6 169.6, 159.0, 154.6, 151.6, 146.7, 136.8, 133.0, 128.8, 128.3, 120.0,



117.0, 114.1, 113.9, 112.7, 112.4, 21.3; HRMS (ESI): Calc. for [CisH11NFO4] (M+H)*
300.0672, measured 300.0670.
3-fluoro-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4g)

(o)
©\)\o F
~
N)\©
AcO

White Solid; Reaction Time: 12 h; Yield: 83 % (74 mg); M.P.: 165-166°C; IR (KBr) vmax cm™:
1804, 1740, 1693; 'H NMR (400 MHz, CDCl3): & 8.27 (dd, J = 6.8 Hz, 1.2Hz, 1H), 7.84-7.88
(m, 1H), 7.50-7.69 (m, 3H), 7.05-7.16 (m, 2H), 2.28 (s, 3H); 3C NMR (100 MHz, CDCls): &
169.9, 162.6, 160.0, 159.8, 146.4, 136.9, 132.9, 132.8, 129.4, 128.8, 127.4, 119.7, 117.3,
114.4, 114.2, 20.9; HRMS (ESI): Calc. for [CisH11NFO4] (M+H)* 300.0672, measured
300.0673.

3-chloro-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate(4h)

(0]
CLA
7
0
AcO

White solid; Reaction Time: 12 h; Yield: 70 % (66 mg); M.P. : 185-186°C; IR (KBr) vmax cm~
1. 1801, 1768, 1651; 'H NMR (400 MHz, CDCl3): & 8.29 (d, J = 8Hz, 1H), 7.86-7.90 (m, 1H),
7.71(d, J = 8Hz, 1H), 7.62 (t, J = 8Hz, 1H), 7.40-7.50 (m, 2H), 7.20 (dd, J = 0.8Hz, 0.8Hz, 1H),
2.19 (s, 3H); 13C NMR (100 MHz, CDCl3): 6 168.7, 159.2, 153.7, 150.1, 146.2, 136.9, 134.4,
132.0, 129.6, 128.9, 127.8, 127.5, 125.1, 122.1, 117.3, 20.9; HRMS (ESI): Calc. for
[C16H11NCIO4] (M+H)* 316.0377, measured 316.0378.
4-chloro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4i)

o]
L
/)\©/CI
N
AcO
White Solid; Reaction Time: 12 h; Yield: 78 % (74 mg); M.P: 156-157°C; IR (KBr) vmax cm”
1:1809, 1764, 1678; *H NMR (400 MHz, CDCls): 6 8.23-8.28(m, 2H), 7.83-7.88 (m, 1H), 7.64-

7.66 (m, 1H), 7.53-.7.59 (m, 2H), 7.14 (d, J = 8.4 Hz, 1H), 2.46 (s, 3H); 3C NMR (100 MHz,
CDCls): § 193.10, 156.61, 151.17, 149.29, 142.75, 132.75, 130.80, 128.36, 125.49, 123.13,
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120.88, 114.46, 111.20, 109.74, 56.08, 22.27; HRMS (ESI): Calc. for [C16H1:NCIO4] (M+H)*
316.0377, measured 316.0396.
5-chloro-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4j)

(0]

L
7

O

AcO Cl
White Solid; Reaction Time: 12 h; Yield: 85 % (80 mg); M.P.: 130-131°C; IR (KBr) vmax cm™:
1802, 1763, 1656; 'H NMR (400 MHz, CDCls): 6 8.23 (dd, J = 8.4Hz, 1.6Hz, 2H), 7.82-7.86
(m, 1H), 7.54-7.64 (m, 2H), 7.38-7.41 (m, 1H), 7.22 (d, J = 2Hz, 1H), 2.47 (s, 3H); 3C NMR
(100 MHz, CDCls): 6 169.6, 150.5, 146.6, 139.3, 136.9, 134.9, 132.1, 129.0, 128.8, 127.4,
127.0, 125.1, 124.5, 122.2, 117.1, 21.2; HRMS (ESI): Calc. for [Ci6H11NCIO4] (M+H)*

316.0377, measured 316.0377.
3, 4-dichloro-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4k)

0
@fLO cl
AcO

White solid; Reaction Time: 12 h; Yield: 87 % (91 mg); M.P.: 159-161°C; IR (KBr) vmax cm™:
1758, 1640; 'H NMR (400 MHz, CDCls): 6 8.29 (d, J =7.6, 1H), 7.88 (dd, J = 7.6Hz, 1.2Hz,
1H), 7.61-7.71 (m, 3H), 7.19 (d, J = 8.8Hz, 1H), 2.17 (m, 3H); 3C NMR (100 MHz, CDCls): &
168.4, 158.9, 153.1, 148.3, 146.0, 137.0, 132.8, 132.4, 131.3, 139.7, 138.9, 127.5, 126.7,
122.9, 117.3, 20.8; HRMS (ESI): Calc. for [(CisH10NCl204)] (M+H)* 349.9987, measured
350.0000.

2-(6-bromo-4-ox0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4l)

(0]
Br.
(0]
109
N
AcO

White Solid; Reaction Time: 12 h; Yield: 88% (95 mg); M.P.: 140-141°C; IR (KBr) Vmax cm™:
1804, 1769, 1642; *H NMR (400 MHz, CDCls): 6 8.35 (d, J = 2Hz, 1H), 8.25 (dd, J = 6.4, 1.6
Hz, 1H), 7.91 (dd, J = 6.4, 2 Hz, 1H), 7.63-7.59 (m, 1H), 7.51 (d, J = 8.8 Hz, 1H), 7.50-7.39
(m, 1H), 7.19 (dd, J = 7.2, 0.8Hz, 1H), 2.45 (s, 3H); 3C NMR (100 MHz, CDCls): § 170.2,
157.9, 154.8, 150.1, 147.3, 145.7, 139.9, 133.9, 131.3, 129.0, 126.6, 124.6, 123.2, 122.1,
118.4, 21.3; HRMS (ESI): Calc. for [C16H11NBrO4] (M+H)* 359.9871, measured 359.9873.
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3-bromo-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenylacetate (4m)

o
©\)‘\o Br
7
N)\©

AcO

White solid; Reaction Time: 12 h; Yield: 79 % (85 mg); M.P.:143-142°C; IR (KBr) Vmax cm™:
1811, 1763, 1633; 'H NMR (400 MHz, CDCls): 6 8.28-8.30 (m, 1H), 7.86-7.90 (m, 1H), 7.57-
7.72 (m, 3H), 7.40 (t, J = 8Hz, 1H), 7.25 (d, J = 9.2 Hz, 1H), 2.17 (s, 3H); 13C NMR (100 MHz,
CDCI3): 6 168.6, 159.1, 154.5, 150.0, 146.1, 136.9, 132.2, 130.8, 129.5, 128.9, 127.5, 127.0,
122.7, 122.6, 117.2, 20.8; HRMS (ESI): Calc. for [(Ci6H11BrNO4)] (M+H)* 359.9871,
measured 359.9874, 360.9950.

4-bromo-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4n)

(0]
Ol
/)\©/Br
N
AcO

White Solid; Reaction Time: 12 h; Yield: 89 % (96 mg); M.P.:172-173°C; IR (KBr) Vmax cm™:
1806, 1737, 1637; 'H NMR (400 MHz, CDCls): & 8.41 (s, 1H), 8.24 (dd, J = 6.8, 1.2Hz, 1H),
7.84 (dd, J = 6.8, 0.4Hz, 1H), 7.70-7.64 (m, 2H), 7.59-7.55 (m, 1H), 7.04 (d, J = 8.4Hz, 1H),
2.46 (s, 3H); 13C NMR (100 MHz, CDCl3): 6 169.8, 158.8, 154.1, 149.0, 146.5, 136.9, 136.4,
133.8, 129.2, 128.8, 127.5, 126.3, 125.2, 119.7, 117.1, 21.2; HRMS (ESI): Calc. for
[C16H11NBrO4] (M+H)* 359.9871, measured 359.9867.
3-iodo-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (40)

(o)
L
7
N/K@
AcO

White Solid; Reaction Time: 12 h; Yield: 87 % (106 mg); M.P.: 147-148°C; IR (KBr) vmax cm’
1. 1805, 1685, 1638; 'H NMR (400 MHz, CDCl3): & 8.21-8.25 (m, 2H), 7.82-7.85 (m, 1H),
7.53-7.65 (m, 2H), 7.39-7.43 (m, 1H), 7.20 (dd, J = 1.2Hz, 0.8Hz, 1H), 2.46 (s, 3H); 3C NMR
(100 MHz, CDCI3): 6 170.0, 159.2, 150.0, 146.8, 136.8, 133.6,131.2, 128.9, 128.8, 127.4,
126.6, 124.5, 134.7 123.5, 117.1, 21.3; HRMS (ESI): Calc. for [(C1sH10NaINO4)] (M+Na)*
429.9552, measured 429.3189.
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1-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)naphthalen-2-yl acetate (4p)

White Solid; Reaction Time: 12 h; Yield: 84 % (83 mg); M.P: 198-199°C; IR (KBr) Vmax cm™:
1804, 1762, 1643; 'H NMR (400 MHz, CDCls): 6 8. 33 (dd, J = 8Hz, 1.2Hz, 1H), 8.21-8.23 (m,
1H), 8.04 (d, J = 9.2 Hz, 1H), 7.90-7.93 (m, 2H), 7.89 (d, J = 1.6Hz, 1H), 7.52-7.77 (m, 3H),
7.37(d,J=9.2Hz, 1H), 2.31 (s, 3H); 3C NMR (100 MHz, CDCls): 6 168.7, 161.1, 159.5, 146.9,
145.4, 137.1, 135.3, 131.7, 129.8, 129.1, 128.7, 127.3, 126.7, 126.6, 126.5, 125.4, 123.8,
121.2, 116.9, 20.8; HRMS (ESI): Calc. for [(C20H1404)] (M+H)* 332.0923, measured
332.0926.

5-methyl-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4q)

(0]
L
’)\©\

N

AcO Me
White solid; Reaction Time:12 h; Yield: 86 % (76 mg); M.P.: 129-130°C; IR (KBr) vmax cm™:
1809, 1757, 1690; 'H NMR (400 MHz, CDCls): 6 8.16-8.24 (m, 2H), 7.80-7.84 (m, 1H), 7.50-
7.62 (m, 2H), 7.21 (d, J = 8 Hz, 1H), 7.00 (s, 1H), 2.46 (s, 3H), 2.44 (s, 3H); 3C NMR (100
MHz, CDCl3): 6 170.1, 159.7, 155.4, 150.0, 146.9, 145.0, 136.7, 131.0, 128.7, 128.6, 127.5,
127.2, 125.1, 120.6, 117.1, 21.6, 21.4; HRMS (ESI): Calc. for [(C17H1aNO4)] (M+H)*

296.0923, measured 296.0976.
5-ethyl-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4r)

(0]

e
7

L

AcO Et
White Solid; Reaction Time: 12 h; Yield: 73 % (68 mg); M.P : 134-136°C; IR (KBr) vmax cm™:
1801, 1776, 1629, *H NMR (400 MHz, CDCls): 6 8.21 (dd, J = 12.8 Hz, 8Hz, 2H), 7.80-7.83
(m, 1H), 7.50-7.62 (m, 1H), 7.22-7.31 (m, 2H), 7.02 (s, 1H), 4.74 (q, J = 7.2Hz, 2H), 2.46 (s,
3H), 1.30 (t, J = 1.2 Hz, 3H); 3C NMR (100 MHz, CDCl3): § 170.1, 159.3, 155.4, 151.1, 150.1,

146.9, 136.7, 131.1, 128.7, 128.6, 127.2, 126.2, 123.8, 120.7, 117.1, 28.8, 21.4, 14.8
HRMS (ESI): Calc. for [(C1sH16NO4)] (M+H)* 310.1079, measured 310.1103.
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5-ethoxy-2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4s)
4 )
0]

’O\Ej

[ :[ ~

:

AcO OEB

\_

White solid; Reaction Time: 12 h; Yield: 89 % (87 mg); M.P.: 140-143°C; IR (KBr) Vmax cm™:
1810, 1764, 1637; *H NMR (400 MHz, CDCl3):5 8.19-8.24 (m, 2H), 7.79-7.82(m, 1H), 7.47-
7.59 (m, 2H), 6.90 (dd, J = 2.4 Hz, 2.4 Hz, 1H), 6.68 (d, J = 2.4 Hz, 1H), 4.11 (q, J = 6.8 Hz,
2H), 2.47 (s, 3H), 1.45 (t, J = 7.2 Hz, 3H); 3C NMR (100 MHz, CDCl3): § 169.9, 162.5, 159.4,
155.3, 151.7, 147.2, 136.6, 132.5, 128.7, 128.3, 127.1, 116.9, 115.4, 112.9, 110.4, 62.3,
21.4, 14.7; HRMS (ESI): Calc. for [(C1gsH16NOs)] (M+H)* 326.1028, measured 326.1022.
5-methoxy-2-(4-ox0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4t)

o]
e

N/)\©\

AcO OMe
White solid; Reaction Time: 12 h; Yield: 71% (66 mg); M. P : 138-139°C; IR (KBr) Vmax cm™:
1821, 1767,1651; *H NMR (400 MHz, CDCls): & 8.19-8.25 (m, 2H), 7.77 -7.82 (m, 2H), 7.47-
7.59 (m, 1H), 6.91 (dd, J = 2.8 Hz, 2.4 Hz 1H), 6.69 (d, J = 2.8 Hz, 1H), 2.48 (s, 3H); 3C NMR
(100 MHz, CDCls): 6 169.9, 163.9, 159.4, 155.2, 151.7, 147.1, 136.6, 132.5, 128.7, 128.3,
127.1, 116.9, 115.6, 112.5, 110.0, 55.9, 21.4; HRMS (ESI): Calc. for [(C17H14aNOs)] (M+H)*

312.0872, measured 312.0868.
4, 5-dimethoxy-2-(4-oxo-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4u)

(o)
CLA

N/)\[DiOMe

AcO OMe
White solid; Reaction Time: 12 h; Yield: 81 % (83 mg); M.P :182-183°C; IR (KBr) Vmax cm™:
1813, 1763, 1643; 'H NMR (400 MHz, CDCl3): 6 8.21 (dd, J = 1.6 Hz, 1.6Hz, 1H), 7.79-7.83
(m, 1H), 7.73 (s, 1H), 7.60 (d, J = 8Hz, 1H), 7.48-7.52 (m, 1H), 6.67 (m, 1H), 3.99 (s, 3H),
3.94 (s, 3H), 2.47 (s, 3H); 13C NMR (100 MHz, CDCls): 6 170.4, 159.3, 155.2, 153.2, 147.1,

147.1,145.0,136.7,128.7,128.4,127.1,116.8,114.7,112.1, 107.6, 21.3; HRMS (ESI): Calc.
for [(C18H16NOs)] (M+H)* 342.0978, measured 342.0995.
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2-(4-oxo0-4H-benzo[d][1,3]oxazin-2-yl)thiophen-3-yl acetate (4v)
(0]
(0]
N/)\C)
| 4
AcO

White solid; Reaction Time: 12 h; Yield: 79 % (68 mg); M.P.: 144-145°C; IR (KBr) vmax cm™:
1795, 1749, 1624; 'H NMR (400 MHz, CDCls): 6 8.18 (d, J = 7.6 Hz, 1H), 7.74-7.81 (m, 2H),
7.60 (d, J = 0.4 Hz, 1H), 7.44-7.59 (m, 1H), 6.77 (d, J = 7.6 Hz, 1H), 2.37 (s, 3H); 13C NMR
(100 MHz, CDCls): 6 166.73, 159.26, 156.9, 153.7,147.3,136.8,128.9, 128.8, 127.9, 126.9,
126.0, 116.8, 114.2, 20.9; HRMS (ESI): Calc. for [(C1aH10SNO4)] (M+H)* 288.0331, measured
288.0352.

2-(6-methyl-4-ox0-4H-benzo[d][1,3]oxazin-2-yl)phenyl acetate (4w)
o]
“CL
(o]
7
¢
AcO

White solid; Reaction Time:12 h; Yield: 84% (74 mg); M.P.: 139-141°C; IR (KBr) vmax cm™:
1814, 1759, 1697; *H NMR (400 MHz, CDCls3): 6 7.82 (dd, J = 5.6 Hz, ) = 0.8Hz,1H), 7.80 (d,
J=1.2 Hz, 1H), 7.61 (dd, J = 7.6 Hz, J = 0.4Hz,1H), 7.50-7.54 (m, 2H), 7.20-7.22 (m, 1H),
7.00 (s, 1H), 2.46 (s, 3H), 2.44 (s, 3H); 3C NMR (100 MHz, CDCl3): 6 170.1, 159.3, 155.4,
150.0, 146.9, 145.0, 136.7, 131.0, 128.7, 128.6, 127.5, 127.2, 125.1, 120.5, 117.1, 22.6,
21.4; HRMS (ESI): Calc. for [(C17H14aNO4)] (M+H)* 296.0923, measured 296.0907.

1H, 13C NMR and ESI-HRMS spectral data for the compounds (5a-i)
2-(2-hydroxyphenyl)-4H-benzo[d][1,3]oxazin-4-one (53a)

White solid; Reaction Time: 16 h; Yield: 89 % (53 mg); M. P.: 163°C; IR (KBr) Vmax cm;
3657, 1875, 1756, 1625, 1482; 'H NMR (400 MHz, CDCl3): & 12.44 (s, 1H), 8.23-8.26 (m,
1H), 8.08 (dd, J = 6.4, 1.6 Hz, 1H), 7.82 — 7.86 (m, 1H), 7.46-7.63 (m, 3H), 6.96-7.07 (m, 2H);
13C NMR (100 MHz, CDCls): 6§ 161.1, 159.3, 158.1, 145.0, 137.1, 135.4,129.1, 128.7, 128.5,
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125.9, 119.6, 118.1, 116.8, 112.2; HRMS (ESI): Calc. for [(C14aH10NO3)] (M+H)* 240.0661,
measured 240.0769.
6-bromo-2-(2-hydroxyphenyl)-4H-benzo[d][1,3]oxazin-4-one (5b)

(o]

B

AP e:
7
N)\©
HO

White solid; Reaction Time: 16h; Yield: 87 % (69 mg); M.P : 147°C; IR (KBr) vmax cm™: 3389,
1889, 1773, 1749, 1631; 'H NMR (400 MHz, CDCl3):6 12.22 (s, OH), 8.36 (d, J = 2.4Hz, 1H),
8.060 (dd, J = 6.4, 1.6 Hz, 1H), 7.93 (dd, J = 6.4, 2.4 Hz, 1H), 7.47-7.52 (m, 2H), 6.97-7.07
(m, 2H); 3C NMR (100 MHz, CDCls3): 6 161.2, 159.5, 156.9, 143.9, 140.3, 135.7, 131.6,
128.5, 127.5, 121.9, 119.8, 118.2, 118.1, 111.9; HRMS (ESI): Calc. for [(C1aHsBrNO3)]
(M+H)* 317.9800, measured 317.9770, 319.9752.
2-(2-bromo-6-hydroxyphenyl)-4H-benzo[d][1,3]oxazin-4-one (5c¢)

White solid; Reaction Time: 16 h; Yield: 72 % (57 mg); M.P.:153 °C; IR (KBr) vmax cm™: 3371,
1829, 1763, 1729, 1633; *H NMR (400 MHz, CDCls): 6 12.45 (s, 1H), 8.25 (dd, J = 6.4, 1.2
Hz, 1H), 8.08 (dd, J = 6.4, 1.6 Hz, 1H), 7.83-7.87 (m, 1H), 7.46-7.64 (m, 2H), 6.96-7.08 (m,
2H); 13C NMR (100 MHz, CDCls): 6 161.2, 159.3, 158.1, 145.0, 137.1, 135.4, 129.2, 128.7,
128.5, 125.9, 119.7, 118.1, 116.8, 112.2; HRMS (ESI): Calc. for [(C14HsBrNO3)] (M+H)*
316.9888, measured 316.2854.
2-(2-hydroxy-4-methylphenyl)-4H-benzo[d][1,3]oxazin-4-one (5d)

o
oL
/)\©\
N
HO
White solid; Reaction Time: 16 h; Yield: 71 % (45mg); M. P:149°C; IR (KBr) vmax cm™: 3703,
1848, 1740, 1612; *H NMR (400 MHz, CDCl3): 6 13.19 (s, 1H), 8.26 (dd, J = 6.4, 1.2Hz, 1H),
8.25 (s, 1H), 7.86-7.8.04 (m, 2H), 7.57-7.62 (m, 3H), 2.57 (s, 3H); 3C NMR (100 MHz, CDCls):

6 158.0, 157.4, 155.3, 144.3, 142.1, 137.4, 129.4, 129.3, 127.9, 125.9, 125.5, 124.0, 116.7,
111.1, 18.8; HRMS (ESI): Calc. for [(C1sH11NO3)] (M+H)* 254.0817, measured 254.0826.
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2-(4-chloro-2-hydroxyphenyl)-4H-benzo[d][1,3]oxazin-4-one (5¢€)

0
oL

N/)\©\

HO (of)
White solid; Reaction Time: 16 h; Yield: 82 % (56 mg); M.P.:159°C; IR (KBr) vmax cm™: 3890,
1843, 1776, 1446, 1425; 'H NMR (400 MHz, CDCl3): 6 12.62 (s, 1H), 8.25(dd, J = 6.8, 1 2Hz,
1H), 8.12 (d, / = 8.4 Hz, 1H), 7.84-7.88 (m, 1H), 7.54-7.63 (m, 2H), 7.09 (s, 1H), 6.96-7.09
(m, 1H); 3C NMR (100 MHz, CDCls3): 6 161.6, 158.7, 157.7, 144.7, 141.2, 137.3, 129.4,
129.3, 128.9, 125.9, 120.4, 118.3, 116.8, 110.9; HRMS (ESI): Calc. for [(C12HsCINO3)]

(M+H)* 274.0271, measured 274.0250.
2-(4-fluoro-2-hydroxyphenyl)-4H-benzo[d][1,3]oxazin-4-one (5f)

0
e
N//K©\
HO F

White solid; Reaction Time: 16 h; Yield: 84 % (54 mg); M.P.:155°C; IR (KBr) vmax cm™: 3878,
1841, 1766, 1439, 1418; 'H NMR (400 MHz, CDCl3): 6 12.76 (s, 1H), 8.24 (dd, J = 6.8, 1 2Hz,
1H), 8.09 (dd, J = 6.4, 2.4Hz, 1H), 7.83-7.87 (m, 1H), 7.53-7.62 (m, 1H), 7.09 (s, 1H), 6.69-
6.78 (m, 2H); 13C NMR (100 MHz, CDCls): 6 163.2, 158.8, 157.8, 144.8, 137.2, 130.7, 129.2,
128.7,125.7, 116.7, 108.0, 107.8, 105.9, 104.9; HRMS (ESI): Calc. for [(C14HsFNO3)] (M+H)*

258.0566, measured 258.0553.
2-(2-hydroxy-4-ethylphenyl)-4H-benzo[d][1,3]oxazin-4-one (5g)

0
CLa

0L

HO
White solid; Reaction Time: 16 h; Yield: 88 % (59 mg); M.P : 168°C; IR (KBr) vmax cm™: 3703,
1848, 1740, 1612; *H NMR (400 MHz, CDCl3):6 12.39 (s, 1H), 8.22 (d, J = 7.6, 1H), 7.96 (d,
J=7.6,1H), 7.80-7.84 (m, 1H), 7.59 (d, J = 8 Hz, 1H), 7.49-7.53 (m, 1H), 6.89 (s, 1H), 6.81
(d, J =8.4 Hz, 1H), 2.67 (q, J = 7.6, 7.6, 2H), 1.27 (t, J = 7.6, 3H); 13C NMR (100 MHz, CDCls):
6164.9, 162.5, 153.9, 147.2, 145.5, 136.7, 132.2, 131.5, 129.8, 128.6, 124.9, 124.8, 124.1,

123.0, 21.8, 14.5; HRMS (ESI): Calc. for [(Ci6H13NO3)] (M+H)* 268.0974, measured
268.0950.
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6-bromo-2-(2-hydroxy-4-isopropylphenyl)-4H- benzo[d][1,3]oxazin-4-one (5h)

White solid; Reaction Time: 16 h; Yield:78 % (70mg); M.P.: 178 °C; IR (KBr) vmax cm™: 3571,
1899, 1763, 1739, 1631; 'H NMR (400 MHz, CDCl3): 6 12.17 (s, OH), 8.35 (d, J = 2.4 Hz, 1H),
7.90-7.98 (m, 2H), 7.49 (d, 8.4 Hz, 1H), 6.93 (s, 1H), 6.85-6.93(m, 1H), 2.89-2.96 (m, 1H),
1.27 (d, J = 7.2 Hz, 6H); 3C NMR (100 MHz, CDCls): 6 161.3, 159.6, 158.1, 157.1, 144.1,
140.2, 131.6 128.5, 127.4, 121.5, 118.7, 118.0, 115.7, 109.6, 34.6, 23.5; HRMS (ESI): Calc.
for [(C17H14BrNOs)] (M+H)* 360.0235, measured 360.0206.
2-(2-hydroxyphenyl)-6-methyl-4H-benzo[d][1,3]oxazin-4-one (5i)

(0]
O
P/
N)\©
HO

White solid; Reaction Time: 16 h; Yield: 80 % (50mg); M. P:158-160°C; IR (KBr) Vmax cm™:
3714, 1833, 1735, 1609; 'H NMR (400 MHz, CDCl3): & 12.40 (s, 1H), 8.22-8.24 (m, 1H), 7.95
(d, J =8.4Hz, 1H), 7.81-7.85 (m, 1H), 7.49-7.60 (m, 2H), 6.88 (s, 1H), 6.79-6.81 (m, 1H), 2.38
(s, 3H); 3C NMR (100 MHz, CDCls): § 161.1, 159.4, 158.3, 146.9, 145.2, 137.1, 129.1, 128.4,
128.3, 125.7, 121.0, 118.3, 116.7, 109.6, 22.1; HRMS (ESI): Calc. for [(C1sH1:NO3)] (M+H)*
254.0817, measured 254.0808.

2-(2-hydroxybenzamido) benzoic acid (5aa)

OH O
©)LN
H
HO 0]

White solid; Reaction Time: 6 h; Yield: 96% (40mg); M. P.: 198 °C; IR (KBr) vmax cm™: 3831,
3615, 3555, 1790, 1485, 1282; *H NMR (400 MHz, CDCls): 6 12.54 (s, 1H), 12.30 (s, 1H),
12.05 (s, 1H), 8.78 (d, J = 8.4 Hz, 1H), 8.66 (d, J = 8.4 Hz, 1H), 8.03-8.06 (m, 1H), 7.75 (t,
1H), 7.33-7.54(m, 2H), 7.05-711 (m, 1H), 6.86-6.90 (m, 1H); 13C NMR (100 MHz, CDCls): &
170.1, 166.4, 140.3, 138.4, 138.3, 133.9, 132.4, 131.1, 128.5, 126.5, 122.4, 121.5, 119.8,
116.0; HRMS (ESI): Calc. for [(C1sH11NO4)] (M+H)* 258.0766, measured 258.0757.

18



4. References

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

19



PROTON CDC13 {D:\MB} KOPAL 1

OO~ OOMOOOMOOONNNHITH NN OVOOWOHOEH MO EHITANLNNOO OO WL
VO OVWOUINLTLONOTNOANEHLONEHEEHOITNOETOVOOMOOMOMNMNEHEHOO WO O WO Y
ANANANANANANANNODDWMWOWMOMOOOWOVWUOVWOUOVUIINIUNIOUOODNINILLSITOONNNA A
[o 0 Jo T o o B o Jo o T o o Mo o T o o B i o B Y B S B Y B B e B e e B B e e B o e S
( N\
0
(0
7
N
AcO
\_ 4a y,
12 11 10 9 8 7 6 5 4 3
oo |1 |N o
O|[H|N|O |0 o
AN|[H|MN|H|O 20 ™

Current Data Parameters

NAME PVK-QUNZ-ACTX-T
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20161207

Time 11.19
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 256

DW 60.800 usec
DE 6.00 usec
TE 293.4 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 11.42 usec
PL1 -3.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300051 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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Current Data Parameters

NAME
EXPNO
PROCNO

RK-QZ-OAC
2
1

F2 - Acquisition Parameters

Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

CPDPRG2
NUC2
PCPD2
PL12
PL13
PL2
SFO2

20180525
12.42
spect

5 mm BBO BB-1H
zgpg30
65536
CDC13

256

4
24038.461
0.366798
1.3631988
45.2
20.800
6.00

296.2
2.00000000
0.03000000
1.89999998

-1.00

CHANNEL f2 ========

waltzlé

1H

90.00

14.95
120.00
-1.00
400.1316005

MHz

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

32768
100.6127577
EM

0

1.00

0

1.40

MHz

Hz



Sample Name PVK-QUNZ-MONG-ACT Position

Inj Vol

-1 InjPosition

Data Filename  PVK-QUNZ-MOMO-ACT.d ACQ Method

%10 4

1.2
1.15

Instrument Name Q-TOF User Name
SampleType Sample IRM Calibration Status
Pondicherry Universi Comment PVk-MB-2B1.0688 Acquired Time

QTOF-PUNadmin
Success
09-12-2016 12:20:58

1.1 282 07569

1.054

1

0.95
0.9
0.85

0.8

0.75 1
0.7
0.65 -
0.6
0.55
0.5
0.45
0.4
0.351
0.3

0.25.

0.24
0.15
0.1
0.05

(M+H)+

1]

Cpd 1: ©16 H11 N ©4: + FBF Spectrum (0.617-1.217 min) PVK-QUNZ-MCONO-ACT.d Subtract

AcO
\_ 4a

283.0800
(M-+H)+

284.0815
(M+H)+ 285.0737
| (M+H)+

280 280.5 =281 2681.5 282 282.5 283 283.5 284 2845 285 2855 286 286.5

22
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Current Data Parameters

NAME PVK-4-NOZ2-QUNZ-@ACTX
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20170126

Time 11.21
INSTRUM " spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30

TD 65536
SOLVENT CpC13

NS 16

DSy, 2

SWH 8223.685 Hz
FIDRES 0.125483 H=z
AQ 3,9846387; sec
RG 256

DW 60.800 usec
DE 6.00 usec
TE - 293.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 11.42 usec
PL1 -3.00 dB
SFOl 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300050 MHz
WDW EM

SSB 0

LB 0.30 H=z
GB 0

PC 1.00
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Current Data Parameters
NAME PVE=4-NOZ-QUNZ-DACT
EXPNO 2

© O = ™~ PROCHNO 1

< — —

L . F2 - RAcguisition Parameters
™~ o — Date 20170126
=~ ™ Time 11.32

INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG Z9pg30
TD 65536
SOLVENT CDC13
NS 512
Ds 4
SWH 2403B.461 H=
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 28.5
D 20.800 usec
DE 6.00 usec
TE 294.1 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO
PL1 0.00 dB
SFOL 100.6228298 MH
======== CHANNEIL, f2 ==
CPDPRG2 waltz1la
NOC2 1H
PCPD2 90.00 usec
PL12 14.80 dB
PL13 1_4.90 dB
PLZ 3.00 dB
SFO2 400. UleDub MHz
F2 - Processing parameters
SI 3278
SF 100.6127546 MH=
WDwW EM
SSB o]
LB 1.00 Hz
GBE 0
PC 1.40
| T L 1
100 80 60 40 20 ppm @
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le Name PVK-4-NO2-QUNZ-OAc-M Position Instrument Name Q-TOF User Name QTOF-PU\admin
ol -1 InjPosition SampleType Sample IRM Calibration Status Success
ta Filename  PVK-4-NO2-QUNZ-OAc-M ACQ Method Pondicherry Universi Comment PVK-MB-327.0627 Acquired Time 03-10-2017 11:42:13

x10 3 |[Cpd 1: C16 H10 N2 O6: + FBF Spectrum (0.435-0.802 min) PVK-4-NO2-QUNZ-OAc-M.d Subtract ]
5.6 - .
5.4
. 521 : 327.0621
S (M+H)+
4.8
4.6
4.4
4.2
4 4
3.8

o}
(o]
3.6 Z
3.4 N
3.2
s 4b  Aco NO,

3-
2.8
2.6
2.4
2.2

o |
1.8
1.6-
1.4

1.2 328.0658
1] (M+H)+

08 ‘
0.6

0.4 329.0672
0.2 (M+|—|)+

o 1 |

T T

355 3255 336 3265 327 3275 328 3285 329 3295 330 330.5 331 331.5 332
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10

OMNANOMAN AN NOYOLTHOAINANMOMO H O H O N o Current Data Parameters

PN AN N—AOON 00O OILIOOLITANNOMNNHO © o NAME RK-5-NO2QUNZ-0AcC

COoOVVWVOVUMMNMNMMOMIENVOOVWOVOVWOIITITIIINNNNN < . EXPNO 1
. . . . . . . . . . . . . . . . . . . . . . . . . . o

MO OWWOMOMOMOWMOONNNNNNNNNNNNNNNNN N N 1 PROCNO 1

~
O
o
o
F2 - Acquisition Parameters
Date 20171104
Time 23.02
INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
o AQ 3.9846387 sec
RG 181
O:N (o) DW 60.800 usec
DE 6.00 usec
” TE 293.3 K
N D1 1.00000000 sec
4 TDO 1
¢ AcO
======== CHANNEL fl ========
NUC1 1H
Pl 11.42 usec
PL1 -3.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
ST 32768
SF 400.1300054 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
o X e |
11 10 9 8 7 6 5 4 3 2 1 0 ppm
| [olo|v|H ®
o| o|o||loH|lo|H o
| O [ [ 26 N




OWOWOWMCNOWVWINOANM~WVWMO VI
0OMMOINOOSEOHNOSO WV o O 1N r~
T < — 00 N
CIOONILTOOONOANNNNNA ~~ 0 —
e A Al Al ~r~ N Current Data Parameters
NAME RK-5-NO2QUNZ-0Ac
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20171104
Time 23.17
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 350
DS 4
(o) SWH 24038.461 Hz
FIDRES 0.366798 Hz
O,N AQ 1.3631988 sec
o RG 64
P DW 20.800 usec
N DE 6.00 usec
TE 294.0 K
D1 1.00000000 sec
4c AcO di1 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 9.15 usec
PL1 0.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL12 14.90 dB
PL13 14.90 dB
PL2 -3.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127546 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I j I j I j I j I I I I I j
180 160 140 120 100 80 2760 40 20 ppm



mmple Name
Inj Vol

Data Filename

RK-5-NO2-QZ-OAC
-1

RK-5-NO2-QZ-0AC.d

Position

InjPosition
ACQ Method

Pondicherry Universi

Instrument Name
SampleType
Comment

Q-TOF
Sample

RK-MB-326.0539

User Name

IRM Calibration Status

Acquired Time

QTOF-PU\admin
Success
03-05-2018 12:41:55

x10 3 |Cpd 1: C16 H10 N2 O6: + FBF Spectrum (0.444-0.831 min) RK-5-NO2-QZ-OAC.d Subtract

6.6 -
6.4
6.2
6
5.8
5.6
5.4 1
5.2
5]
4.8 -
4.6
4.4
4.2
4
3.8+
3.6
3.4
3.2+
31
2.8
2.6
2.4
2.2
2
1.8
1.6
1.4
1.2
1
0.8
0.6
0.4
0.2

328.0662
(M+H)+

329.0702
(M+H)+
|

4c AcO

324.5 325 325.5

326

328 328.5

28

320 3295

330 330.5 331



B.267

.263
8.247
8.243
7.691
7.671
7.651
7.614
7.609
7.595
7.591
7.575
7.571
7.531
7.529
7.510
7.415
7.412
7.396

8

cl o
d°
7
4d  aco

.00
1.06\

1.07N_

~

.01/

IO TNT N —
A0 OEOw n
MO NAAA A <
Ll N N
Current Data Parameters
NAME RX-6-C1=-Qz-0OAc
EXPNO i
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180921
Time 17.05
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH B223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 181
DW 60.800 usec
: DE 6.00 usec
! TE 290.9 K
| D1 1.0000000C sec
| TDO 1
| === CHANNEL fl1 ========
NuUcl 1H
Pl 14.35 usec
PL1 -1.00 dB
SFOl1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300048 Mz
WDW EM
SSB c
LB 0.30 Hz
GB 0
PC 1.00
: |
I B N —— U
6 5 4 3 1 ppm
—
—~
o

29
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Current Data Parameters

NAME RK-6-Cl-Qz-OAc
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20180922
Time 21.56
INSTRUM spect
PROBHD 5 mm BBO BB-1EH
PULPROG zgpg30

TD 65536
SOLVENT CDhC13

NS 229

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 456

DW 20.800 usec
DE 6.00 usec
TE 25%4.5 K
D1 1.00000000 sec
dll 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
======== CHANNEL f]l ========
NUC1l 13C

Pl 9.95 usec
PL1 -1.0C dB
SFO1 100.6228288 MEz
======== CHANNEL f2 ========
CPDPRG2 waltzl6

NUC2 1H
PCPD2 90.00 usec
PL12 14.95 4B
PL13 120.00 dB
PL2 -1.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768

SF 100.6127578 MHz
WDW EM

SSB 0

LB 1.00 Bz
GB 0

BC 1.40



Sample Name RK-6-CI-QZ-OAc Position Instrument Name Q-TOF User Name QTOFfPU\acImin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  RK-6-Cl-QZ-OAc.d ACQ Method Pondicherry Universi Comment RK-MB-315.0298 Acquired Time 10-10-2018 13:02:24

%10 4 |Cpd 1: C16 H10 CI N O4: + FBF Spectrum (0.480-0.769 min) RK-6-CI-QZ-OAc.d Subtract
2.2

2.1
316.0375
2 . (M+H)+

" 1.9/

1.8

cl o
d°
1.7 4
7
0
4 aco

318.0358
(M+H)+

317.0410
0.4- (M)

319.0372
(M+H)+
320.0435
(M+H)+

314 315 316 317 . 318 319 320 321 322

31



(=]
o

32

2.468

1.588

3.07>

Ppm

Current Data Parameters

NAME RK-6-CL-4-F-Q2-0AC
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20180920

Time 9.43
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH B223.68B5 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 512

DW 60.800 usec
DE 6.00 usec
TE 292.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 14.35 usec
PL1 -1.0C dB
SFO1 400.1324710 MHz
F2 - Prccessing parameters
sI 32768

SF 400.1300048 MHz
WDW EM

SSB 0

LB 0.30 Ez
GB C

PC 1.00
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[ ' ®

Position
InjPosition

mple Name RK-6-Cl-4-F-QZ-OAc
Inj Vol -1
Data Filename  RK-6-Cl-4-F-QZ-OAc.d

ACQ Method

Pondicherry Universi

Instrument Name
SampleType
Comment

Q-TOF
Sample

RK-MB-333.0204

QTOF-PU\admin

IRM Calibration Status Success
Acquired Time

20-09-2018 12:35:54

x10 4 |[Cpd 1: C16 H9 CIF N O4: + FBF Spectrum (0.683-0.811 min) RK-6-Cl-4-F-QZ-OAc.d Subtract

5.4
5.2

5_
4.8
4.6
4.4
4.2

4_
3.8-
3.6
3.4
3.2

3
2.8
2.6
2.4
2.2

2 ]
1.8
1.6
1.4-
1.2

14
0.8
0.6
0.4-
0.2

334.0322
(M+H)+

335.0357
(M+H)+

336.0266
(M+H)+

337.0264
(M+H)+
|

cl O

4e

338.0345
(M+H)+

332 332.5 333 333.5 334 3345 335 3355 336

34

336.5 337 337.5 338 3385 339

339.5 340 3405
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Current Data
NAME PVK-~
EXPNO
YROCNO

F2 - Acqu:sition Paoamet.
Date 201 Tesn”
Tome L
TNSTRUM

PROBHD 5 mm LUL
PULFPROG
D
SOLVENT
NS

Ds

Svil
FIDRES
A

RG

g

v R

1 PRm
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PROBHD 5 mm D
PULPROG
TD
SOLVENT
NS
DS
SWH 1
FIDRES 0.
AQ 1. 4t
RG
DwW
DE
TE
! 01 -
[® v 1
([ ) G
TDhO

S af AcO F




v
/?ﬂrnple Name
Inj Vol

Data Filename

PVK-4-F-QUNZ-OAC-M

-1

PVK-4-F-QUNZ-OAC-M.d

Position
InjPosition

ACQ Method Pondicherry Universi Comment PVK-MB-300.0672

Instrument Name Q-TOF
SampleType Sample

User Name
IRM Calibration Status
Acquired Time

QTOF-PU\admin
Success
11-09-2017 12:23:26

x10 4 |Cpd 1: C16 H10 F N O4: + FBF Spectrum (0.431-0.815 min) PVK-4-F-QUNZ-OAC-M.d Subtract

2.2
2.1
2
1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1
1
0.9
0.8-
0.7
0.6
0.5
0.4-
0.3
0.2
0.1

300.0670
(M+H)+

@*

AcO

301.0705
(M+H)+

302.0731
(M+H)+ 303.0731
| (M+H)+

o

297

298

299 300

T T -

301 302 _ 303 304 305
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Current Data Parameters

NAME RK-2-F-QUNZ-0Ac
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20171101

Time 17.17
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 228

DW 60.800 usec
DE 6.00 usec
TE 293.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 11.42 usec
PL1 -3.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300051 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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e R e B I e e B B B B I ~r~ AN Current Data Parameters
NAME RK-2-F-QUNZ-0OAc
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20171101
Time 18.00
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
(o] NS 1024
DS 4
SWH 24038.461 Hz
o F FIDRES 0.366798 Hz
- AQ 1.3631988 sec
N RG 64
DW 20.800 usec
4 DE 6.00 usec
9 Aco TE 293.9 X
D1 1.00000000 sec
dll 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 9.15 usec
PL1 0.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL12 14.90 dB
PL13 14.90 dB
PL2 -3.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127553 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I | ]‘ L] J l ‘ J J_ L |
I j I j I j I j I j I I j I I I I j
200 180 160 140 120 100 80 39 60 40 20 ppm
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Inj Vol

/Sample Name RK-2F-QZ-0Ac

-1

Data Filename  RK-2F-QZ-OAc.d

Paosition
InjPosition

ACQ Method Pondicherry Universi

Instrument Name
SampleType

Comment

Q-TOF User Name
Sample IRM Calibration Status
RK-MB-300.0667 Acquired Time

QTOF-PU\admin
Success
20-04-2018 14:54:29

x10 5
1.154

1.1 4
1.05
. 11
0.95
0.9
0.85
0.8-
0.75
0.7+
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05 4

+ Scan (0.590 min) RK-2F-QZ-OAc.d

(M+H)+

300.0673

301.1415

494  Aco

302.1456
| ‘ L1

299

299.5

300

300.5

301

40

301.5

302 302.5 303

303.5



Current Data Parameters

41

NNHODONONUNIIONSLIMHNOIN MM © NAME RK-2-C1-Qz-0AC
OO VU HATNONANRINANNCOCYA-HRD ] EXPNO 2
MNO\NCD(OCD!‘-\D\DUJWQ'@@‘QQ'NNNHH - PROCNO 1
P L b NN ~~ o~ ~ o~
| F2 - Acquisition Parameters
Date_ 20171223
Time 16.50
| INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
fo) FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 256
(0] Cl DW 60.800 usec
DE 6.00 usec
N/ TE 293.2 K
D1 1.00000000 sec
TDO 1
4h AcO
======== CHANNEL f] ========
NUC1 1H
Pl 11.42 usec
PL1 -3.00 dB
SFOl 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300054 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
ML‘—L/;L‘;
Y T T T T T T T T T T
10 9 8 7 6 5 4 2 1 0 ppm
ﬂ; GIG T J:;ﬁ 45
Olr|H|H|H|O m' o
‘H il [H]|O 1N]
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ONMWOCMEENOO>OMY
VrHVWOAOMOAWNOS<AHN 0 W Lo ]
[ < - 00
OO MoOoOVYWYwS O~ WN N> . N N
VOO NNNNNNA ~ -~ W o
HeH A A A A A A A A A A -~~~ ™~ Current Data Parameters
[ T T T S | | | ! NAME RE-2-C1-QZ-0AC
\ | EXENO 3
\\\ ' PROCNO 1
b 3 F2 - Rcguisition Parameters
Date 20171223
Time 17.12
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536 -
SOLVENT CDC13
NS 512
D5 4
0 SWH 24038.461 Hz
FIDRES 0.366798 H=z
O ClI BQ 1.3631988 sec
RG 50.8
7 oW 20.800 usec
N DE 6.00 usec
TE 293.6 K
Dl 1.00000000 sec
4h AcO dll 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
======== CHANNEL fl ========
NOC1 13C
PL 9.15 usec
PL1 0.00 dB
SFO1 100.6228298 MHz
s======= CHANNEL f2 ========
CPDPRG2 waltzlé
NuCcz 1H
BCPD2 90.00 usec
PL12 14.90 dB
PL13 14.90 dB
PL2 -3.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
51 32768
SF 100.6127553 MHz
WDW EM
S5B 0
’ LB 1.00 Hz
! GB (1]
' PC 1.40
60 40 20 Ppm



ample Name

1j Vol

ata Filename

RK-2-C1-QZ-OAC

RK-2-Cl-QZ-OAC.d

Position
InjPosition
ACQ Method

Pondicherry Universi

Instrument Name Q-TOF
SampleType Sample

Comment

RK-MB-315.0298

User Name
IRM Calibration Status
Acquired Time

QTOF-PU\admin
Success
26-04-2018 13:42:38

x10 5
2.2

2.1

2
1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

1
0.9
0.8-
0.7
0.6-
0.5-
0.4
0.3
0.2
0.1 4

316.0378
(M+H)+

317.0419
(M+H)+

318.0353
(M+H)+

319.0397
(M+H)+
320.0442
(M+H)+

Cpd 1: C16 H10 CI N O4: + FBF Spectrum (0.531-0.848 min) RK-2-CI-QZ-OAC.d Subtract

4h

N

AcO

321.0452
(M+H)+

319 _ 320

43

321

322 323



Current Data Parameters

2.459
1.558
-0.001

12 11

NAME RK-3-CL-QZ-0OAC-P
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date 20180814
Time 10.18
INSTRUM spect
PROBHD 5 mm BEQO BB-1H
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
- DS 2
SWH 8223 685 Hz
Cl - ) FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 124
) DW 60.800 usec
i DE €.00 usec
| TE 294 .9 K
‘ D1 1.00000000 sec
! TDO 1
! ======== CHANNEL f1 ========
NUC1 1H
Pl 14.35 usec
PL1 -1.00 dB
| SFO1 400.1324710 MHz
F2 - Processing parameters
. i ST 32768
| | ! SF 400.1300048 MHz
! ! : WDW EM
i ' ! SSB 0
k i i LB C.30 Hz
! . GB o
| i pC 1.00
|
I i
. U - . R
4 3 2 1 0 PPm
A
o
[+)]
N

44
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45

76.84

~.

21.22

Current Data Parameters

NAME RK-3-CL~Qz-0AC-p
EXPNO 10
PRCCNO 1

F2 - Acquisition Parameters
Date 20181011
Time 16.13
INSTRUM spect
PROBED 5 mm BBO BB-1H
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 1024

DS 4

SWH 24038.461 Ez
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 362

DW 20.800 usec
DE 6.00 usec
TE 295.6 X
D1 2.00000000 sec
d1l1i 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL f1 ====
NUC1 13c

Pl 9.95 usec
PL1 -1.00 &8
SFO1 100.6228298 Muz

== CHANNEL f2 ==
CPDPRG2 walt
NUc2 15
PCPD2 80.00 usec
PL12 14.95 @B
PL13 120.0C 43
PL2 -1.00 &8
SFO2 400.1316005 Mz
F2 - Processing parameters
SI 32768
SF 100.6127539 MHz
WDW EM
SSB o
LB 1.00 Ez
GB g
PC 1.40



Sample Name RK-3-CI-QUNZ-OAC Position Instrument Name Q-TOF User Name QTOF-PU\admin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  RK-3-CI-QUNZ-OAC.d  ACQ Method Pondicherry Universi Comment RK-MB-316.0337 Acquired Time 23-04-2018 15:46:34

x10 5 |Cpd 1: C16 H10 CI N O4: + FBF Spectrum (0.479-0.785 min) RK-3-CI-QUNZ-OAC.d Subtract
2.1
2]

316.0396

1.9 (M+H)+

1.8

1.7

(o]
1.5 ~ C
N |
1.4
cO

4i A

0.7 318.0371
06. (M+|H)+

0.4+ 317.0427
(M+H)+

0.2+ 319.0397

(M+H)+

0.1- 320.0433 321.0464
o (M+H)+ (M+H)+

314 315 316 317 318 319 320 321 322 323
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PROTON CDC.3 {D:\MB} KOPAL

-
PR A e s BT B TR e T S ST S r- o =
L B L A N e AN LA I (o) (=) o]
T b R I = ol oS N Y] = w .
PR e e . . L]

~ I~ [~ [~ =~ ™~ = l *

Current Data Parameters
BVK-4~ME-QUNZ -]

B2 - Acguisition Paravetos:
20170823
16.42

5 mm DUL

4  AcO Cl

8223.68% he
o

Geair

0.12%483

S MEz

B Pruce ng parameters
31 327464
ar S 406G, 1300052 ME?
W EM
SEE G

I
— e .,_z._._j_. A
T I AR | Al Rana

e — .
10 2 7 6 5 4 - 3 2 1 ppm
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48

ER T

71

1B
4.8

21. 24

Currant Data Paga
HAHE PeE-A - e

FEEH

FROCHO 1

F2 - hoguizltion FPacamateca
Dale Dolvogs
e ]
THETEDM

FEOBHD Somen DU

POLERGG

o

SOLYEHT

KL

D5

LW TA0FE 661 He
FIDKHES O, 3G67HE H=
Al L.303l888 sex
[:1H 44

CH 20.800 nzec
(]S 2,00 waeo
TE 431 E
o1 2o000000R00 ass
dll LG 00 ses
TELTA 1. sa
ThG

HAC]
L
FLl
SEDL

mmammmee CHAMHEL FDI =

CFOFPRGE
Hilcs
FCpDs
rLl?
FLLZ
PLE
BFOZ

Fi -
51
13
Wit
LLB
E)
[=E
[4M

= CHREKHNETL ]l v==seem=-

152
215 s
n.nn e

100 GTE600 MHw

waltzld
1K
SO0 caen
19,20 dH
14,90 di
=306 di
A0, L31A00S HEz

ars



/4 PVK-4CI-QUNZ-Oke Position Instrument Name  Q-TOF User Name
-1 InjPosition SampleType Sample IRM Calibration

Filename  PVK-4C-QUNZ-OAc.d  ACQ Method Fondicherry Universi Comment PVK-MB-316.0377 Acquired Time

x10 5
2.1+
2]
1.9
- 1.8+
1.7+
1.6
1.5-
1.4
1.3
1.2
1.1 4
1

0.6
0.5
0.4
0.3
0.2
0.1

Status

QTOF-PU\admin
Sucress
20-04-2018 15:03:06

Cpd 1: C16 H10 Cl N O4: + FBF Spectrum (0.461-0.816 min) PVK-4CI-QUNZ-OAc.d Subtract

316.0377
(M+H)+

0
@ﬁ ?
s
“OL
4  AcO cl

318.0352
(M+H)+

317.0408
(M+H)+

319.0381
| (M+H)+
| 320.0400

i ' (M+H)y+

315 3155 316 3165 317 3175 318 3185 319 319.5 320
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321



Qz-CAC

IR

1-Cl-

3-D il

w_n
ATc,

Current Data Parameters
=

EXPNO
PRCCNO

NAME

GLT L
L6T L
092" L.
£19° /.
PED "L
069 "L
989" /.
90L" /.
798" /.
L98" 1.
£88° /.
206" 1.
90278
568

-3

RS

AQ
RG

(0] Cl
/ﬁfj
cO

5

o

[T}
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Aample Name  RK-2,3-Di-C-QZ-OAC Position

User Name
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status
Data Filename  RK-2,3-Di-0-QZ-OAC. ACQ Method Pondicherry Universi Comment RK-MB-348.9909 Acquired Time
Cpd 1: C16 H9 CI2 N O4: + FBF Spectrum (0.442-0.732 min) RK-2,3-Di-Cl-QZ-OAC.d Subtract

Instrument Name Q-TOF QTOF-PU\admin
Success

03-05-2018 12:45:32
x10 4

2.5
2.4
2.3
2.2
2.14

2

(0]
(0] Cl
N/ Cl
1.9
1.8 4k AcO
1.7

351.9976
1.6 (M+H)+
1.5
1.4
1.3
1.2
1.1

1 4
0.9
0.8
0.7
0.6

350.0000
(M+H)+

351.0031
0.5 (M+H)+
0.4

353.0006 353.9951

6.3 (M+H)+  (M+H)+

0.2

0.1
o

348 349 350 351 _ 352 353 354 355 356 357 358

52



u')f_‘;fO?!‘COﬂ‘LﬂC)Q‘ODOO'#‘G\L.D@LQOQDO[“*OC'OHCOONONO =}
mnﬂ\Q\DQ'Q‘NNOO\(\]NOOCOCONG'\MNHOG\OO\.OOOODOD =¥
f",("}{\JNNC\JO\O\O\-OD\D\DLO\.OmmJ)Q‘ﬂ‘ﬂqqmr")(\l(\](\]-—lﬁi ‘:I:
oo-kncooooomr-[\r‘r*r\r-["*r\r‘-r*r*r*r-[\hi\r*r-r-r-hr*r\ o™ CurrentData parameters
L b '¢=;‘=$;:;_J WAME PVK-5-BR-QUNZ-ACT-D
ﬁ‘ L““*i-‘\_“ EXPNO 1
3 PROCHNO 1
F? - Acguisition Farameters
Date_ 26170828
Time 15.13
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 55535
fo) SOLVENT cpCls
NS 16
Br DS 2
(0] SWH 223.5683 Hz
FIDRES .125483 Hz
I~ aQ ©3.9846387 sec
N RG 228
4l gg aoéagg usec
. - ) usec
AcO TE 264.3 K
Dl 1.00C600000 sec
TDO 1
—======= CHANNEL fl ========
NUCl 18
Pl 11.42 usac
I PL1 -3.00 4B
SFOL 4006.1324710 MHz
F2 - Processing parameters
ST 32768
SF 400.1300051 WHz
WDW EM
SSB g
LB ©.30 Hz
’ GB o
. PG 1.00
- B A
' I o e e B et B B L L A R S ———— e e e B
112 1 1To ‘ ‘ . A MMM
) gL \ ppm
fﬂtrl”h 3 url e ~ »
227 =l It
e ] P PR <l
IS 2 e

53



150.06
— 147.32

145.73
139.87

133.90

— OO o s
O e A s
O = 00 N
I N B N A N
— =

4

AcO

I
200

180

—

1

—

o}

C

140

54

21.28

F2Z - Acquisition Parameters
Date 20170829
Time 14.21
TNSTRUM spect
FROEHD 5 mm DUL 13C-1
FULPROG 2gpg30
TD 6
SOLVENT 3
NS 256
os 4
SWH 24038.4461 Hz
FIDRES 0.366798
AQ 1.263198
RG 64
oW 20.800
DE 6.00
TE 294.3
Dl 2.00000000
dll 0.03000000
DELTX 1.89999959¢2
TDO 1
==== == CHANNEL f1
NUC1

Pl

PL1

SFO1

===z=u== CHANNEL f2 ======-
CPDERG2 i &

NuC? 1
PCFOZ
PL1Z
PL13




‘mple Name PVK-5-Br-QUNZ-OAC-M
Inj Vol -1
ta Filename  PVK-5-Br-QUNZ-OAC-M.

Position
InjPosition
ACQ Method

Pondicherry Universi

Instrument Name
SampleType
Comment

Q-TOF
Sample
PVK-MB-359.9900

IRM

User Name

Calibration Status

Acquired Time

QTOF-PU\admin
Success
29-08-2017 11:31:28

x10 4
14
0.95

0.9 359.9873

(M+H)+
0.85
0.8
0.75
0.7
0.65
0.6
0.55-
0.5-
0.45-
0.4
0.35 1
0.3+
0.25
0.2+
0.15
0.1

0.05

360.9906
(M+H)+

361.9853
(M+H)+

Cpd 1: C16 H10 Br N O4: + FBF Spectrum (0.483-0.866 min) PVK-5-Br-QUNZ-OAC-M.d Subtract

4]

N

AcO

362.9888
(M+H)+

363.9926
(M+H)+
|

358 359 360

362 363 364 365

55

367



~FNoOoONNOUNOOoOVWOLYWYWYoOOo$TOoONHNHODNM~O™ (¢ o] o
AN~V HATMNOAR-HO WM ) ~
NANNNOOORR~OOLOVNNNTMNNN - o
R I T A A A A N A A A A AN o~ (=)
‘ -
|
|
(o)
(o) Br
~
N
4m AcO
] | bl
———— — , : AL T, — -
11 10 7 6 5 2 0 ppm
mm ~loln (.—1
c o o v jo o
HHF‘[OIOOL—{ m|

Current Data Parameters

NAME RK-2-BR-42-0AC-D
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180522

Time 16.36
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH B223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 228

DW 60.800 usec
DE 6.00 usec
TE 285.1 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 14.35 usec
PL1 -1.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300046 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB [}

PC 1.00



OMONMNMYTANNITTO0MOMMmMAN Current Data Parameters
WrAnodoN@WN®OITOrYA Qe p- NAME RK-2-BR-42-0AC-D
COHOTOWVWONO®M NN . EXPNO z
VIHOIN<LMMOMONNNNNNA ~r~w o PROCNOC 1
B R IR B B e B B B B B S~~~ N
F2 - Acquisition Parameters
Date 20180522
Time 16.51
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 257
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 40.3
o DW 20.800 usec
DE 6.00 usec
TE 295.5 K
(0] Br D1 2.00000000 sec
dll 0.03000000 sec
N/)\[j DELTA 1.89999998 sec
TDO 1
am  Aco ======== CHANNEL fl ========
NUC1 13C
Pl 9.95 usec
PL1 -1.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1E
PCPD2 80.00 usec
PL12 14.95 dB
PL13 120.00 dB
PL2 -1.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127567 MHz
WDW EM
SSB 0
| | LB 1.00 Hz
| GB 0
pPC 1.40C
l ‘ | ' | | ' T " T T ‘ \ 7 T ;
180 160 140 120 100 80 60 40 20 pPpm
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e

Gample Name RK-2-Br-QZ-OAC Position Instrument Name Q-TOF User Name QTOF-PU\admin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  RK-2-Br-QZ-OAC.d ACQ Method Pondicherry Universi Comment RK-MB-358.9793 Acquired Time 23-05-2018 12:17:35

x10 4 |[Cpd 1: C16 H10 Br N O4: + FBF Spectrum (0.409-0.763 min) RK-2-Br-QZ-OAC.d Subtract

3.2
3.1

34
] 359.9874 361.9857
2.9 (M+H)+ (M+H)+

2.8 i
2.7
2.5 /
2.4 N)\©
22_ 4m AcO

2.1
2
.9
.8
.7
.6
.5
4
.34
.24
.14
1 4
0.9
0.8 1
0.7
oel 3&(1);?_%22 362.9886
0.5 (M=
0.4 1
0.34

0.2-
0.1+ 363.9911
(M+H)+ 364.9936
0 . , L . : : , | (M+H)+
359 3595 360 3605 361 361.5 362 3625 363 3635 364 3645 365

L (N R Y g

365.5 366
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PROTON CDC13 {D:\MB} KOPAL 1

Current Data Parameters

MO ONRHOMOAOYTONMONVWORNOHO I ~ NAME RK-QUNZ-OAC-3-BR
HOUNYOALIOONOOASITIMOMOAOAOOTIS LN I OO O n EXPNO 1
SeAaNNOQEorihunmminNeQ = PROCNO 1
cooocococoo s~~~ N
F2 - Acquisition Parameters
Date 20171025
Time 11.57
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
(o) FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 16l
o DW 60.800 usec
> Br DE 6.00 usec
N TE 294.4 K
D1 1.00000000 sec
4n AcO TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 11.42 usec
PL1 -3.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300036 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
J\,LJJU ) S WY
11 10 9 8 7 6 5 4 3 2 1 Ppm
o ﬂd ~s| |- o
OfH|N||N| (N )]



NMANOSOOOAOATANMMISLN O O
FOOOOMMOMWMANOWOMTANN WO o O <« L
e T <~ 00 N
NOITOHNOWOOMOOOWIS O O I~ LI .
IOV MOANNNANNAA ~~ Y —
e Al A A A S~~~ N Current Data Parameters
NAME RK-QUNZ-OAC-3-BR
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20171025
Time 12.13
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
o RG 45.2
DW 20.800 usec
(o) DE 6.00 usec
TE 294.8 K
Z Br D1 2.00000000 sec
N dil 0.03000000 sec
4 DELTA 1.89999998 sec
N AcO TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 9.15 usec
PL1 0.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL12 14.90 dB
PL13 14.90 dB
PL2 -3.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127551 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I j I j I j I j I j I j I I I I
200 180 160 140 120 100 80 60 60 40 20 ppm



Name RK-3-Br-QUNZ-OAC Position Instrument Name Q-TOF User Name QTOF-PUNadmin
1 -1 InjPosition SampleType Sample IRM Calibration Status Success
Filename  RK-3-Br-QUNZ-OAc.d  ACQ Method Pondicherry Universi Comment RK-MB-358.9919 Acquired Time 14-09-2017 12:30:07

x10 32 |Cpd 1: ©C16 H10 Br N C4: + FBF Spectrum (0.452-0.785 min) RK-3-Br-QUNZ-CAc.d Subtract

1.6
1.55-
1.5 359.9872
: (M+H)+
1.45 361.0854
1.4 {(M+H)+
1.35
1.3

(0]
1.25
1.2 0
1.15 ! _ Br
1.1 : N
1.05
1 4n
0.95 ] AcO
0.9-
0.85
0.8-
0.75 -
0.7
0.65 1
0.6
0.55 |
0.5
0.45 |
0.4- |
0.35 ] 362.9898
| 360.6850 er) -
0.25 ]
0.2 |
0.15 E
0.1
0.05 .
O . . |
ass 359 360 361 N 362 363 364 365 366
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PROTON CDC13 {D:\MB} KOPAL 1

Current Data Parameters

CANODNONDFTODOFTOVOHDOLTANMANORONANMOMHINNO®OINI DT ©

COININONANNLIONNNNANAD N AN,V MNMANMHAAONONOO O OO © NAME RK-Z-I-QZ-0AC
NNNNNNDODOVPOWDODODODOOOWOONIOOOILLILIOONONNN A L D EXPNO 1
WOWOWOWOO~NN~NNNNNNNNNNNNNNNNNNNNNNNNNNNNNNN N PROCNO 1

F2 - Acquisition Parameters
Date 20180130
Time 12.16
INSTRUM spect

PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
(o) AQ 3.9846387 sec
RG 362
DW 60.800 usec
(0) | DE 6.00 usec
— TE 293.1 K
N D1 1.00000000 sec
4 TDO 1
o]
AcO ======== CHANNEL fl ========
NUC1 1H
Pl 11.42 usec
PL1 -3.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300053 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
N !

12 11 10 9 8

~
o
(S}
-y
w
N
=

ppm
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HEHOANOOND AN OO~ ANANN

oNMOIr~VNOOEM L LW A o O « N

[ T <~ 0O ™

oOOINOVWVWWOWMHWOO™SWVSMID ¢ s e B

SOOI OONONNNNNNA ~~ 0 e

el Al A A Al ~r~ N Current Data Parameters
NAME RK-Z-I-QZ-0AC
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20180130
Time 12.31
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 50.8
DW 20.800 usec
DE 6.00 usec
TE 293.9 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ========

40 AcO NUC1 13C
Pl 9.15 usec
PL1 0.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL12 14.90 dB
PL13 14.90 dB
PL2 -3.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127544 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I j I j I j I j I j I I j I I I I j
200 180 160 140 120 100 80 63 60 40 20 0 ppm



e RK-21-QZ-0hAc Position Instrument Name Q-TOF User Name QTOF-PU\admin

-1 InjPosition SampleType Sample IRM Calibration Status Success
name RK-21-QZ-OAc.d ACQ Method Pondicherry Universi Comment RK-MB-258.0761 Acquired Time 20-04-2018 14:49:39

10 4 |+ Scan (0.604 min) RK-21-QZ-OAc.d

2.7
2.6
2.5 413.2716 )\/©

2.3 40 AcO

1.2- _'\
1.1 LA NAC

429 3189
0.94

0.6- b |
0.5+ r Y \,-‘\ 3 I
0.4 t.__ |l 1

0.2 403.3530 407 1367
0.2 | | Il

lewos o b v bl .|‘.|.| R T |1 T

402 404 406 408 410 412 414 416 418 420 422 424 426 428 430 432 434

64



B.341

Current Data Parameters

NAME RK-Nap~-QZ-OAC-P

EXPNO 3

PROCNO ) 1

F2 - Acquisition Parameters

Date 20180808

Time 9.48

INSTRUM spect

PROBHD 5 mm BEO BB-1H

PULPROG zgB0

TD 65536

SOLVENT CcDCcl3

NS 32

Ds 2

SWH B223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 645

DW 60.800 usec

DE 6.00 usec

(o) TE 294.1 K

D1 1.00000000 sec

TDO 1

S==S==== CHANNEL £1 ==ssz=—=

NUC1 1H

Pl 14.35 usec
4p PL1 -1.00 dB

| : SFO1 400.1324710 MHz

! F2 - Processing parameters
. : SI 32768

! . : SF 400.1300048 MHz
| . WDW EM

i : : SSB 0

; : LB 0.30 Hz
i GB" 0

E . PC 1.00

9 8 7 6 S 4 3 2 1 0 ppm
B amio o g ®
NCoCCoOoOO rf — t{
o N H M e
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VOINLLLIONOMONOANNNNANANNANANNA DO o
L B I O R R I O TR R IO IO O R R IO O R I N e ) N Current Data Parameters
NAME RK-2-Nap-QUNZ-0OAC
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date 20171116
Time 12.21
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 256
fo) DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 50.8
DW 20.800 usec
DE 6.00 usec
4p TE 295.7 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 9.15 usec
PL1 0.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL12 14.90 dB
PL13 14.90 dB
PL2 -3.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127590 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
’ PC 1.40
’ J.L ” ’ R I .‘ | J il |
I j I j I j I j I j I j I j I I I j I j
200 180 160 140 120 100 80 66 60 40 20 0 ppm



‘mPle Name  RK-NAP-QZ-OAC-1 Position Instrument Name  Q-TOF User Name

Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status
Data Filename  RK-NAP-QZ-OAC-1.d ACQ Method Pondicherry Universi Comment RK-MB-331.0845 Acquired Time

QTOF-PU\admin
Success
26-04-2018 13:46:10

x10 5 |Cpd 1: C20 H13 N O4: + FBF Spectrum (0.432-0.815 min) RK-NAP-QZ-OAC-l.d Subtract

1.4-
1.35

1.3 332.0926
1.25- (MH)+
1.2
1.15 4
1.1
1.05 4p
1 4

0.95 -
0.9 1
0.85
0.8+
0.75
0.7 1
0.65
0.6
0.55
0.5
0.45
0.4 1

0-351 333.0960
0.3 (M+H)+
0.25-
0.2
0.154
0.1- 334.1023

H)+
0.05- (M"| )

(o] ; r T - . T T T T — :
330.5 331 331.5 332 332.5 333 333.5 334 334.5 335 335.5

67

336

336.5

337



8.236
8.232
8.216
8.213
8.179
8.159
7.838
7.835
7.817
7.815
7.800
7.796
7.623
7.603
7.542
7.523
7.504
7.260
7.218
7.198
7.001

=\V4

Current
NAME
EXPNO
PROCNO

- O
o <
< <
N N
| F2 - Ac
| Date_
Time

INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

Dw

DE

— -0.002

o2} h |- |O|0 T
(= B[] O o

|oc:hiﬁ.4c:o

0 ppm

68

Data Parameters
RK-4MC-L-QZ-0AC-1
3
1

guisition Parameters
20180110
16.55
spect
5 mm DUL 13C-1
zg30
65536
CDC13
16
2
8223.685 Hz
0.125483 Hz
3.9846387 sec
256
60.800 usec
6.00 usec
295.6 X
1.00000000 sec
1

= CHANNEL fl ========

1H
11.42 usec
-3.00 dB
400.1324710 MHz

Processing parameters

32768
400.1300054 MHz
EM ~
0
0.30 Hz
0

1.00



HHYVOYVMOE YA HOTINAH®
AN VWO~ LOVUITNOWO ~ O i
N < = O o m
oMo VwWITVWHODONMIWNOI™ e to
CNNLTITITOMNONNNNNNA ~~ 0 -
R R R e e e e I R ] ~~~ NN Current Data Parameters

NAME RK-4MC-L-QZ-0AC-1
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters

Date 20180110
Time 17.05
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 166
o DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
(o) AQ 1.3631988 sec
RG 32
Z DW 20.800 usec
N DE 6.00 usec
TE 296.2 K
4 D1 2.00000000 sec
9 Aco Me d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 9.15 usec
PL1 0.00 dB
SFO1 100.6228298 MHz
======== CHANNEL {2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00 usec
PL12 14,90 dB
PL13 14.90 dB
PL2 -3.00 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127539 MH:z
WDW EM
SSB 0
LB 1.00 Rz
GB 0
PC 1.40
I T I T I i I I I ) I i I N I ] N
200 180 160 140 120 . 100 80 60 40 20 PPm
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4

mple Name

Inj Vol

Data Filename

-1

RK-4Me-L-QZ-0AC

RK-4Me-L-QZ-OAC.d

Position
InjPosition
ACQ Method

Instrument Name
SampleType
Pondicherry Universi Comment

Q-TOF
Sample

RK-MB-295.2940

User Name

IRM Calibration Status

Acquired Time

QTOF-PU\admin
Success
03-05-2018 13:00:09

x10 5

3.8
3.6
3.4
3.2
3_
2.8
2.6
2.4
2.2
2_
1.8-
1.6
1.4
1.2
1
0.8
0.6
0.4

0.2

+ Scan (0.569 min) RK-4Me-L-QZ-OAC.d

296.0948
(M+H)+

297.0976
(M+H)+

298.1000
(M+H)+

|

/o)
@ ?
7
N)\@\
49  Aco Me

o

294.5

295

295.5

296 296.5 297  297.5_
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' 298.5

299 299.5

300

|
300.5
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_y'Ple Name

Vol

ta Filename

-1

RK-4Et-QZ-QAC

RK-4Et-QZ-0AC.d

x10 5 [Cpd 1: C18 H1

25
2.4
2.3
2.2
2.1

24
1.9+
1.8
1.7
1.6
1.5
1.4
1.3+
1.2
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4-1
0.3
0.2
0.1 1

o)

Position

InjPosition

ACQ Method Pondicherry Universi
5 N O4: + FBF Spectrum (0.445-0.768 min) RK-4Et-QZ-OAC.d Subtract

Instrument Name Q-TOF
SampleType Sample
Comment RK-MB-309.1001

User Name
IRM Calibration Status
Acquired Time

QTOF-PU\admin
Success
03-05-2018 12:56:28

310.1103

(M+H)+

4r

AcO

Et

311.1136

(M+H)~+

312.1152
(M+H)+

308.5

309

309.5

310

311.5 312 31258

73

313
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Q o™y

2B
8
n

3

- Acquisitior

XPNO
PROCNC
2
te
Time
IDRES

Date_
INSTRUM

PROBHD
PULPROG

D
SOLVENT

NS
DS

ot
[=3 U =HO
[&] (= e 2
F 2 [S¥ %]

u
NAYM
SWH
RG
DW
DE
D1

€00 0-
0L0"0 -
62V T -
LYP T
FOP T -
0T9' T
cLY ¢
T80 ¥
860 ¥ - ™
91T ¥ ‘
EET ¥
2L9 "9 - ™
8L9°9 -
Z88°9
888°9
¥06°9
0T6°9
092 L -
0LE L
€LY L
06% " L
T6% "L
806 " 1.
TIS L
995" L
L9S" L
L85 L
88G° L
ELL L -
LLL'L
T6L L
€6L°L
S6L"L
LEL L -
TI8 L
SI8 L -
T61°8
61" 8
zZ1Z2°8
GEZ'8

M
——
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e

il
@
o!
~
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/v6°0

p . pul@ L~ <670

= {s6°0
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AcO

10
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Current
NAME
EXPNO
PROCNO

169.91
155.26
151.70
147.15
136.62
132.47
128.67
128.26
112.90
110.40
77.48
77.37
-177.16
76.85
— 64.32

- 163.31
 _159.43

ot
v

— 21.39
— 14 .73

-

INSTRUM
PROBHD

SOLVENT
NS
DS 2
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 se
s o ~N RG 406
DW 20.BC0 usec
DE ec

TE

IS

WO OWOon
0 OO
WO

0 OO
14D O O

Q.

—

[
O N

<

w

4s
AcO OEt) ——

CPDPRG2
NuCc2
PCPD2
PL12
PL13 -
PL2
SFO2

(o]
O W O

NN SN

F2 -
SI
SF
[ WDW
| | SSB
| LB ~.0C
GB

PC

180 160 140 120 100 80 60 40 20 ppm
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/

Sample Name
Inj Vol

Data Filename

RK-4-OEt-QZ-0AC
-1

RK-4-OEt-QZ-OAC.d

Position

InjPosition
ACQ Method

Pondicherry Universi

Instrument Name Q-TOF User Name
SampleType Sample IRM Calibration Status
Comment RK-MB-325.0950 Acquired Time

QTOF-PU\admin
Success
27-07-2018 14:10:31

x10 6 |Cpd 1: C18 H15 N O5: + FBF Spectrum (0.465-0.482, 0.682-0.765 min) RK-4-OEt-QZ-OAC.d Subtract

2 ]
1.9+
.1.84
1.7
1.6

1.5

0.9+
0.8
0.7
0.6
0.5+
0.4-
0.3
0.2

0.1+

326.1022
(M+H)~+

\

4s  Aco

327.1059
(M+.H)+

328.1080
(M+H)~+ 329.1108
| (M+H)+

323 324

325

326

327 328 329 330 331

76

332

333



12

6.898
6.696
6.689

880
2.475
1.624

-0.003

Current Data Parameters

PR . i B P Ve e s e s . NAME RK-4-OME-QZ-OAC
0 @ @~ r~ r~ r~ [ ol B S 0 e ™ EXPNO 1
L \ J 1/) | PROCNO 1
| F2 - Acquisition Parameters
| I Date 20180905
! Time 11.45
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
(o) SWH 8223.685 Hz
FIDRES 0.125483 Hz
| AQ 3.9846387 sec
o | RG 256
P | DW 60.800 usec
N | DE 6.00 usec
TE 295.0 K
D1 1.00000000 sec
4t AcO OMe | i DO i
| ======== CHANNEL f1 ========
| NUC1 18
| Pl 14.35 usec
| PL1 -1.00 48
SFO1 400.1324710 MHZz
F2 - Processing parameters
SI 32768
SF 400.1300048 MH=z
WDW EM
SSB Y]
N LB 0.30 Hz
GB o}
PC 1.00
l
L l
— —— __l,_l_ W W J\ 1
T T T T T T N T
11 10 9 8 7 6 5 3 2 0 ppm
I | | L
NSNS A A
~'mir- M0 *'O N O
o leReNelelle] C{ | (=]
Ol H HiriH . o m

77



169.91
163.86
-159.39
155.17
151.70
— 147.10

136.62
132.48
128.66
-128.30
112.50
~-110.00

-77.48

77.16

76.84

21 .38

— 0.13

Current
NAME
EXPNC
PROCNO

—— 55.90

\ 115
™~

F2 - Acquisition
Date_ !
Time
INSTRUM E
PROBHD 5 mm BBO
PULPROG
TD
SOLVENT
NS

DS

SWH 2407
FIDRES 0.3

38
.36
AQ 1.363

Clly

200

180

78

DW
DE
TE

D1 Z.

dl1l 0.1
DELTA 1.8

TDO

CPDPRG2Z
Nuc2
pPCPD2
PL12
PL13
PL2

SFOZ 400

RG 4t

0O W W

DO o wWwo

O ;_T\ oy @

DO O

7

WO ownmomImm;m
0.0 00
oot

N



ample Name

Inj Vol
Data Filena

PVK-4-OMe-QUNZ-OAC
-1

me  PVK-4-OMe-QUNZ-OAC.d

Position
InjPosition
ACQ Method

Pondicherry Universi

Instrument Name
SampleType
Comment

Q-TOF
Sample
PVK-MB-312.0872

User Name
IRM Calibration Status
Acquired Time

QTOF-PUNadmin
Success
25-10-2017 15:33:55

x10 4

3.6 4

3.4 4

1.8
1.6
1.4

1.2

0.6+
0.4+

0.2

312.0868
(M+H)+

Cpd 1: C17 H13 N O5: + FBF Spectrum (0.517-0.801 min) PVK-4-OMe-QUNZ-OAC.d Subtract

0
@* 7
7
“OL
4  Aco OMe

313.0899
(M+H)+

314.0906
(M+H)+
|

]

315.0956
(M+H)+

314 315
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N =
D
™ m

e
T

.473

CDCL:Z

o

8223.885
: 0.12548
ac 3.9846367 se
203

60.800
5.00

295.3
1.0000000C sec
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Current Data
NAME RK-3
EXPNC

PROCNO

3

~— 136.66

112.05
10°7.57
56.60

153.23
147.10
147.06
145.0
127.09
116.84
114.70
56.44
21.32

F2 - Acguls.ti
Date_

1 Time

\ INSTRUM

} / PROBHD 5 mm DUI
i PULPROG

TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

(o] TE

— 170.35
159.34

- 155.24
-128.70
——— 128.37

—

\

OMe

4u

Pl .15 usec
AcO OMe PL1 0.00 ds
SFO1 100.622825%8 MHz

NUC2
PCPD2
PL12
PL13
PL2

SFO2 £00.232

[T

R RS

o

€ QW00 D ket
Ueaescrent

F2 -
| SI
| SF
WDwW
SSB
LB
GB
PC

“an T an - ] -
-80 16C 140 12C ~00 80 60 e 20 pom
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le Name RK-3,4-Di-OME-QZ-OAC Position Instrument Name Q-TOF User Name

ol
ta Filena

x10 4
1.25

1.2
1.151
1.1-
1.05

0.95
0.85 4

0.75
0.7
0.65 A
0.6 -
0.55
0.5
0.45
0.4
0.35
0.3

-1 InjPosition SampleType Sample IRM Calibration Status
me  RK-3,4-Di-OME-QZ-OAC ACQ Method Pondicherry Universi Comment RK-MB-341.0899 Acquired Time

QTOF-PU\admin
Success
03-05-2018 12:52:50

Cpd 1: C18 H15 N O6: + FBF Spectrum (0.429-0.736 min) RK-3,4-Di-OME-QZ-OAC.d Subtract

342.0995
(M+H)+

' lve: -
0.8 4
4du Ao

343.1034

0.25 (M+H)+

0.2
0.15
0.1-
0.05 4

344.1100
(M+H)+
345.1053
(M-+H)+

3405 341 3415 342 3425 343 3435 344 3445 345 3455 346 346.5 347

82
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~
(=]
o
~

7.588
7.482

0.99

N
ANt AC TN < o
SO s Or~w [l o
LI NC (3] o
N~~~ WwWw ™~ i
] Current Data Parameters
NAME RK-THPN-Qz-OAC
EXPNO 1
PROCNO 1
F2 - BAcquisition Parameters
Date_ 20180930
Time 10.09
INSTRUM spect
PROBHED S mm BBC BB-1lH
PULPROG zg30
(o] TD 65536
SOLVENT CDC13
NS 16
o DS 2
P SWH 8223 .685 Hz
N S FIDRES 0.125483 Hz
\ AQ 3.9846387 sec
4 / RG 645
\" DW 60.800 usec
AcO DE 6.00 usec
TE 293.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.35 usec
| PL1 -1.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
| SI 32768
SF 400.1300048 MHz
WDW EM
SSB 0
i LB C.30 Hz
GB c
1_ i BC 1.00
I i
i l
I . S Lo U 4‘1“_
6 5 4 3 2 1 Ppm
AN
=
Q
™

83
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200 180 160 140 120 100 80 60 40 20
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Current Data Parameters

NAME RK-THPN-Qz-0OAc
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20181008
Time 13.38
INSTRUM spect
PROBHD 5 mm BBO BB-1EH
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 45.2
DW 20.800 usec
DE 6.00 usec
TE 294.7 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl =—=—====
NUC1 13C
Pl 9.95 usec
PL1 -1.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NuUC2 1H
PCPD2 90.00 usec
PL12 14.95 dB
PL13 120.00 4B
PL2 -1.00 4B
SFO2 400.1316005 MHz
F2 - Processing parameters
32768
100.6127540 MEz
EM
0
1.00 Ez
0
1.40



Sample Name RK-THP-QZ-OAC Position Instrument Name Q-TOF User Name QTOF-PU\admin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename RK-THP-QZ-OAC.d ACQ Method Pondicherry Universi Comment RK-MB-287.0252 Acquired Time 03-05-2018 13:04:41

x10 4 |Cpd 1: C14 H9 N O4 S: + FBF Spectrum (0.462-0.816 min) RK-THP-QZ-OAC.d Subtract

1.8

1.7 1 288.0352

(o)
(M+H)+ ©\)LO
1.6 _
N S
1.5 4 W/
V. AcO

1.4

1.3

0.9
0.8
0.7
0.6
0.5

0.4

289.0390
0.3 (M+H)+

0.2 290.0349
(M+H)+
0.1+ 291.0398

(M+H)+
286.5 287 2875 288 2885 289 2895 290 290.5 291 291.5 292 2925 293
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o h

oM

= =
‘7' o Current Data Parameters
| f NAME EE- 5ME-0Z -0AC
Y EXENO 1
BPROCHOD 1

F2 - Acquisition Parameters

Date_ 20190408
Time 16.47
IKSTRUM spact
FROBHD 5 mm BBO BBE-1H
PULPROG 2g30
D 63536
SOLVENT CDCl3
HE 16
Ds 2
-~ | SWH B223. 685 Hz
N | FIDRES 0.125483 Hz
| AQ 3.9846387 szes
| R 512
q 4w AcO ) | oW 60.800 usec
DE 6.00 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f]l ===am===
HUCl 18
Pl 14.35 usec
PL1 -1.00 4dB
i SFOLl 400.1324710 MH:
i
F2 - Processing parameters
1 81 32788
| 5F 400.1300054 MH:z
| WOW EM
| S5B a
LB 0.30 Hz
GB a
FC 1.00

10 9 8 7 6 5 4 3 2 1  ppm
i Al
TAPANAN gl
ittt S
i o - L]
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.09

- 161

- 137.08
- 129.11
128.36
128.26

— 125.73
121.01
-118.26
. 116.65
109.60

L

159.38
158.25
146.86
145.20

-~ 77.48

.

-

IR

el

-77.16
76.84

e

J e

22.06

160

80

87

20 ppm

Current Data Farameters

HAME RE-5-ME-QZ-0H
EXFHO 1
PROCHO 1

F2 = Acquisition PArameters
Date 20190408

Time 20.22
IHSTRUM spact
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

] 65536
SOLVENT CDCl1l3

NS 1351

D5 4

SWH 24038461 Hz
FIDRES 0.3667598 Hz
A 1_3631988 mec
RG 575

oW 20.800 usec
DE 600 usec
TE 2%3.6 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.B9993398 sec
DO 1
enmmssss CHAMNEL f]l ssssss=s
HWUC1 13C

Fl 5.9%5 usec
PL1 =1.00 dB
5FO1 100, 6228298 MHz
======== (HANNEL f? ========
CEDPRG2 waltzle

HuC2 1H
PCPD2 90.00 usec
PL12 14.95 dB
PL13 120.00 dB
ELZ =1.00 d8
S5F0O2 400,1316005 MHz
F2 = Processing parameters
SI 12768

iF 100.6127557 HH=
WOW EM

55B o

LB 1.00 Hz
GB o

PC 1.40



Sample Name RE-5-ME-QZ-0AcC Position

Inj Vol

-1 InjPosition

Instrument Mame Q-TOF
SamplaType Sample

Data Filename  RK-5-ME-QZ-OAc.d ACQ Method Pondichery Universi Comment RE-CRR-295.0845
-l::pr;l 1: C1I7HI3 N 04 + FBF Spacm.jm (0.507-1.039 min) RK-5-ME-QZ-OAc.d Subtract

x10 &
2.9
2.8
- N
2.6 1
2.5
2.4
2.3
2.2
2.1+
24
9
B_
i
G
.54
A4
3_
2-_
A
1 .
0.9
0.84
0.7
0.6
0.5-
0.4 4
0.3
0.2-
0.1

[ P T

User Name
IRM Calibration Status
Acquired Time

QTOF-PUNadmin
Success
09-04-2019 12:30:47

296.0907
(M-+H)+

Ve

297.0937
(M+H)+

298.0965
(M+H)+ 299.1012
| (M+H)+

564 2045 205 2055 206 2065 207 2975 208 298.5 299 299.5 300 300.5 301 3015 302
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12.460

N
aor~vorvrHrmoNMHOANOONNOVNYLATONOMNMHODTDOMOO MO MLIN OO
OO LTONMOMNAA OO LIANNOCOOTTININOOMMWMOOrSO
NAANNNNOOOOMMOWMOVDOVMOMOOUOVUOVULOUNIMINVINININNOOOOOOOAAANLD -
. . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . N el Current Data Parameters
[o e e oo o Je o Jo o I o Mo o o o e o o o B ol m N e B e B B Y e B B e e e B el e D R PR Rl s NAME PVK-QUNZ-DIAD
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161206
Time 14.00
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
(o) RG 287
DW 60.800 usec
DE 6.00 usec
o TE 293.9 K
~ D1 1.00000000 sec
N~ \Ej TDO 1
======== CHANNEL f1 ========
5a HO NUC1 1H
Pl 11.42 usec
PL1 -3.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 400.1300051 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

12 11 10 9 7 6 5 4 3 2 1 Ppm

8
O|VM|O)|O | [N |00
OO O0o)|H |O|OV|O)
H|O[H|O|H|H|O|O

0.96

89



161.12
144.97
137.14
135.36
129.14
118.05
116.76
112.15
77.48

77.16

76.84

Current Data Parameters

MHz

MHz

Hz

NAME RK-QZ-OH-M
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180806
Time 10.47
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 256
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 256
DW 20.800
DE 6.00
TE 292.5
D1 2.00000000
dl1 0.03000000
DELTA 1.89999998
TDO 1
======== CHANNEL fl ====
NUC1 13C
Pl 9.95
PL1 -1.00
SFO1 100.6228298
======== CHANNEL f£f2 ====:
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00
PL12 14.95
PL13 120.00
PL2 -1.00
SFO2 400.1316005
F2 - Processing parameters
SI 32768
SF 100.6127556
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40



Sample Name

Inj Vol

Data Filename

PVK-QUNZ-OH Position Instrument Name Q-TOF
-1 InjPosition SampleType Sample
PVK-QUNZ-OH.d ACQ Method Pondicherry Universi Comment PVK-MB-239.0582

*x10 4

2.9
2.8
2.7
2.6
2.5
2.4
2.3
2.2
2.1
2
1.9
.8
7
.6
.5
.4
.3
.2
14
1
0.9
0.8
0.7
0.6 |
0.5
0.4
0.3
0.2
0.1

[ U U A U W

Cpd 1: C14 H9 N O3: + FBF Spectrum (0.635-1.135 min) PYK-QUNZ-OH.d Subtract

240.0665
(M+H)+

241.0699
(M+H)+

‘ 242.0719 ;43 6703

o

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

User Name

IRM Calibration Status

Acquired Time

QTOF-PUNadmin
Success

09-12-2016 12:34:51

5a

HO

238 239 242 243

91

244

246

)



Current Data Paraneters

NAME
EXPNO
PROCNO

F2 - Acquisitioy

Date_
Time
[NSTRUM
FROBHD
- PULPROG
D

Br:

5b

HO

SCLVENT
NS

DS

SWH
F1DRES
AL

RG

DW

DE

TE

— % i m—

EEnass LAARARARAY & \AAMSALLS MAsAAMARS RAARSARRAS M m-rv-n-r-wwv—rr1-rn-v-'n--~rrv-rv~ Eoa55 DADLIANLSS RaEEn S
13 12 1- 16 9 8 7 6 5 i

] (o

L ' 1
~ wininolon
3 Mo wlo|lo
. o v o] o]
- o FJP4.4rAy

92

Dl
TDO

NOCL
Pl
PLL

SFOl

i

.
L=wmEnn
G mmELg M=t
X

..,_.__"\I.L_/\‘ - " S—
————”W"ﬁﬁlvl‘nwm
3 1 0 ppm

-

g8 ]

PVEK-5-BR-QUuZ~0H

5
L

Yarameters
110829
15.24
spect
13¢~1
z30

25536

cocl3

16

S mm DU

B:23.685 Hz
0.125483 Hz
I.UH46387 sec
87
0.800 usec
5.00

1.20000000 =

1
l:H‘.'\N“F'l_ t1 R L 1
IH
11.42
3.00

400.1329

usec
de
110 MHz

- Processing paraneters

3

3
0G050 MHz

4G0.1
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Name PVK-5-Br-QUNZ-OH Position Instrument Mame Q-TOF User Mame QTOF-PU\admin
-1 InjPosition SampleType Sample IRM Calibration Status Success
Filename  PVI-5-Br-QUNZ-OH.d  ACQ Method Pondicherry Universi Comment PVE-MB-317.98 Acquired Time 29-08-2017 11:27:27

x10 3 |Cpd 1: G14 H8 Br N O3: + FBF Spectrum (0.435-0.769 min) PVK-5-Br-QUNZ-OH.d Subtract

7.25
i

75 317.9770
6.75 (M. 319.9752
6.5 (M+H)+

G.25

- 0
575
5.5 | o 0
5.25
k=1
4.75 | 5b HO
4.5
4,25
4
3.75
3.5
3.25
a3
2.75
2.5-
225
2
1.75

1.5-

1.25 | 318.9803 3209779
14 (M+H )+ (M+H)+

0.75

0.5
- 321.9835

0.25 (M+H)+

. . . : |

316 316.5 317 3175 318 3185 319 3195 320 3205 321 3215 322 3225 323 3235 394

\
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95

Hz
Hz
sec

usec
usec

sec

usec
dB

Hz

™ N
MO WOWOWNOVOUNHONOEHTOVONOAMOMNMANIIANSTOODTATOVOUMNMIOANDDITANINTANO
STONNLONONONNNNLLILITONNNN A A OOLIITANNDOONININOOMWM®MYWOROO
TANANANANNOOOOMMOMWMMMMOMOOWOWUOVWUOVUINUONNLINOOOOODOOHTOHIOOIONONOLN -
N . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . . Ne) Current Data Parameters
—woowoowowoooooo s~~~ VYVYVVWOVUOA ) NAME PVK-2-BR-QZ-OH
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date 20180605
Time 12.41
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 32
[o) DS 2
SWH 8223.685
FIDRES 0.125483
(o) Br AQ 3.9846387
_ RG 575
N DW 60.800
DE 6.00
5¢ TE 296.0
HO D1 1.00000000
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.35
PL1 -1.00
SFO1 400.1324710 MHz
F2 - Processing parameters
ST 32768
SF 400.1300047 MHz
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00
A N
13 12 11 10 9 8 7 6 5 4 3 2 1 Ppm
O ||~ (O (N ET“)
o oo |lOw¢|OV|O
O |H|H|H|O |-



NONVOeETOOO~ISO
T NOOrrHMNM+-HOUSYOVDOWOIr™H Z 3 g Current Data Parameters
HOOUSLOHOWOLWO wWOWAN ¢ gﬁgo PVKZBRQZO?
OCINITOOOANNANNAAA A ~r~ 0
A A A A A A A A A A A ~~~ PROCNO 1
F2 - Acquisition Parameters
Date_ 20180605
Time 13.13
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
DS 4
o SWH 24038.461 Hz
FIDRES 0.366798 Hz
(0] Br AQ 1.3631988 sec
RG 406
T DW 20.800 usec
N DE 6.00 usec
TE 296.2 K
5¢ HO D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 9.95 usec
PL1 -1.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé6
NUC2 1H
PCPD2 90.00 usec
PL12 14.95 dB
PL13 120.00 dB
PL2 -1.00 dB
SF02 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127539 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

x ' x ' x ' x ' x ' x ' x ' x ' x ' x ' x
200 180 160 140 120 100 80 60 40 20 Ppm
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e Mame RE-2-Br-Q2-0H Position Instrument Nama Q-TOF User Name QTOF-PUadmIn

I -1 InjPosition SampleType Sample IRM Calibration Status Suocess
Filename  RK-2-Br-QZ-OH.d ACQ Method Pondicherry Universi Comment RK-MB-316.5888 Acquired Time 06-06-2018 15:26:55

<10 4 |+ Sean (0.624 min) RK-2-Br-QZ-OH.d

3.6

. 3.4 -
3] 316.2856

(o)
3_
(o] Br
2.8 Z
N
26
5¢ HO

2.4

2.z

24
1.8
1.6
1.4
1.2

q -
0.84 317.2874
0.6
0.4 -

0.2 |

0 | - —L . - L - . - . |
315.8 316 316.2 3164 316.6_ 316.8 317 317.2 3174 3176 317.8 318 318.2 3184
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] coocoocoocoocoocr~r~>~NM>RIIIII>>>>D~V N
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(o)
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N
5d HO
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Current Data Parameters

NAME RK-4-Me-Qz-OH
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180617

Time 17.30
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 512

DW 60.800 usec
DE 6.00 usec
TE 290.5 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 14.35 usec
PL1 -1.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300048 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00



NOTANOTTVWOAHOVINO
O MNMMNeEHITMHMANNNOOOD™S ggg g Current Data Parameters
ONIIANONOOINLN O . . . g;b;go RK4Meong
NDONLLTONNNNNNAA ~~ 0 [0 0]
A A A A A A A A A A A ~~ I~ — PROCNO 1
F2 - Acquisition Parameters
Date_ 20180617
Time 17.51
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 406
DW 20.800 usec
DE 6.00 usec
TE 290.9 K
(o) D1 1.00000000 sec
di1l 0.03000000 sec
o DELTA 0.89999998 sec
TDO 1
7
N ======== CHANNEL f1 ========
NUC1 13C
5d Pl 9.95 usec
HO PL1 -1.00 dB
SFO1 100.6228298 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00 usec
PL12 14.95 dB
PL13 120.00 dB
PL2 -1.00 dB
SFO02 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127550 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I ) I ) I ) I ) I ) I I ) I ) I ) I ) I
200 180 160 140 120 100 80 60 40 20 PpPm
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Sample Name PVK-4-ME-QZ-0OH
Inj Vol -1 InjPosition SampleType
Data Filename  PVK-4-ME-QZ-OH1.d ACQ Method Comment

Pasition Instrument Name

Pondicherry Universi

Q-TOF
Sample

FVE-MB-253.0739

User Name
IRM Calibration Status
Acquired Time

QTOF-PUNadmin
Success
04-09-2018 11:18:03

x10 4 [C15 H11 N ©3: + Scan (1.093 min) PVK-4-ME-QZ-OH1.d

1.5
1.45
1.4 254 0826
1.35 (M+H)+
1.3+
1.25
1.2
1.15
1.1
1,05
1
0.95
0.9
0.85 -
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4.
0.35
0.3
0.25
0.2
0,15-
0. 1w
0.05 | ‘

(o]
O
7
5d HO

2536 253.8 254 2542 2544 2546 2548

100

255

255 .2 255.4 255.6

255.8
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Current Data Parameters

NAME
EXPNO
PROCNO

PVK-4-C1-Qz-OH
3
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

20181012
11.43
spect

5 mm BBO BB-1H
zg30
65536
CDC13
32
2
8223.685 Hz
0.125483 Hz
3.9846387 sec
512
60.800 usec
6.00 usec
295.3 K
1.00000000 sec

CHANNEL f1 ========
1H
14.35 usec
-1.00 dB
400.1324710 MHz

F2 - Processing parameters

32768
400.1300048 MHz
EM
0
0.30 Hz

0
1.00



OMYPILTOHOOUNWOWO VWOWIN L
CREFANTYNGRnNF® 223
oYY ATOOONOINO 00 WO ¢ e e
OO LTLTONNNANN™A - ~r~Y
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o
0
7
N
% ho cl
[ [ [ i [ [ i [ [ i [ i [ i [ i ]
200 180 160 140 120 100 80 60 40 20 ppm

102

Current Data Parameters

NAME PVK-4-Cl1-Qz-OH
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181013

Time 10.23
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 50.8

DW 20.800 usec
DE 6.00 usec
TE 295.5 K

D1 1.00000000 sec
di1 0.03000000 sec
DELTA 0.89999998 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C

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

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

SF 100.6127538 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



ame RE-4-C-0QZ-0H Position Instrument Name Q-TOF User Name QTOF-PU\admin

-1 InjPosition SampleType Sample IRM Calibration Status SLooecs
Filename  RK-4-Cl-QZ-0OH.d ACQ Method Pondichermy Universi Comment PVE-MB-273.0193 Acquired Time 22-10-2018 11:00:42

%10 4 |Cpd 1: ©14 HE CI M O3: + FBF Spectrum (0.511-0.659 min} RK-4-CI-QZ-0OH.d Subtract
6.2
[
5.8
5.6 4
5.4 4

274.0250
(M+H)+

(0]

52

5 CﬁLo
4.8 - -
4.4 5e
a2 HO

4 4
3.8
3.6
3.4 -
3.2

34
2.8
2.6
2.4
2.2

2- 276.0257
1.8 (M+H)+
1.6
1.4
1.2

1 275.0317

-+

o.8 (M +H)+

0.6 |
|
o4 277.0255

0.2 (M*H)* 578 0349
-D | (M+H)+

272 273 274 275 276 277 278 279 280 281

Cl
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12.758
8.255
8.252
8.236
8.232
8.104
8.088
8.082

8.066
7.874
7.870
7.855
7.853
7.852
7.850
7.835
7.831
7.619
7.600
7.599
7.566
7.564
7.547
7.528
7.526
7.260

N
F
JJVlJLJLU_h UJ\AA;AV_¢L4““
14 13 12 11 10 9 8 4 pPpm
o] oS (= |0 ™
(o)} OoOlHO|H o
o r; | Ci N

6.781
6.775
6.756
6.749
6.739
6.732

6.719
6.716
6.712
6.710
6.696
6.690
1.577
-0.003

104

Current Data Parameters

NAME PVK-4-FQZ-OH-R
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190102

Time 15.42
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 645

DW 60.800 usec
DE 6.00 usec
TE 294.1 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl1 ========
NUC1 1H

Pl 14.35 usec
PL1 -1.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300048 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00



N O NPLONHMNOMHMO
TR eNvanERe®® S A®
™M o I~ OO0 OIS L
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7
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200 180 160 140 120 100 80 60 40 20 ppm
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Current Data Parameters

NAME PVK-4-F-QZ-OH-R
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20190103

Time 10.29
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 736

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 45.2

DW 20.800 usec
DE 6.00 usec
TE 293.9 K

D1 2.00000000 sec
di1l 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL f1l ========
NUC1 13C

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

NUC2 1H
PCPD2 90.00 usec
PL12 14.95 dB
PL13 120.00 dB
PL2 -1.00 dB
SFO02 400.1316005 MHz
F2 - Processing parameters
SI 32768

SF 100.6127543 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



Sample Name PVE-4-FQZ-0OH Position Instrument Name Q-TOF User Name QTOF-PUNadmin

Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success

Data Filename  PVK-4-FQZ-OHL.d ACQ Method Pondicherry Universi Comment PVE-MB-257.0488 Acquired Time 03-01-2019 12:19:09
x10 4 [Cpd 1: ©14 H8 F N O3: + FBF Spectrum (0.529-0.576, 0.737-0.992 min) PVK-4-FQZ-0OH1.d Subtract

5

4.8

| 258.0553
4.6 (Mt

<} .4
4.2 4

(0]
4
©\)L°
3.8
-

3.6 N

3.4
3.2 5f HO F
3.
X:
2.6
z.4 ]
=2 |
2_
1.8
1.6
1.4
1.2
1 259.0590
0.8 (M+H)+
0.6

L
0.4 260.0485
0.2 (M+H)+ ,
|
255.5 256 2565 257 257.5 258 258.5 2589 259.5 260 260.5 261 261.5 262 262.5 263 263.5 264
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Current Data Parameters

NAME TTR-4-ET-QZ-OH
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20181218

Time 15.08
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 32

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 256

DW 60.800 usec
DE 6.00 usec
TE 295.1 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 14.35 usec
PL1 -1.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
SI 32768

SF 400.1300048 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00



nor-aArtTOUIINOCVOVSrS 00O
OONLTATONOS OO \IS ; Current Data Parameters
NN NDNONHODOO I AN : gﬁﬁgo TTR4ETQZO§.I
COINLITONOOONOANNNNANN -
A A A A A A A A A A A A N - PROCNO 1
F2 - Acquisition Parameters
Date_ 20181230
Time 6.18
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 6500
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 512
o) DW 20.800
DE 6.00
(o) TE 290.6
D1 2.00000000
< di1l 0.03000000
N DELTA 1.89999998
TDO 1
59  Ho
======== CHANNEL f1 ========
NUC1 13C
Pl 9.95
PL1 -1.00
SFO1 100.6228298
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00
PL12 14.95
PL13 120.00
PL2 -1.00
SFO02 400.1316005
F2 - Processing parameters
SI 32768
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
) I ) I ) I ) I ) I ) I )
160 140 60 40 20 Ppm
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Sample Name

Inj Vol

Data Filename

TTR-4ET-QT-OH Position
1 InjPosition
TTR-ET-QT-OH.d ACQ Method

Instrument Name
SampleType

Pandicherry Universi Comment

Q-TOF
Sample
TTR-MB-267.0895

User Name
IRM Calibration Status
Acquired Time

=10 4

5.6
5.4 ]
5.2

5
4.8
4.6
4.4-
4.2

4_
3.8
3.6
3.4
32

3
2.8/
2.6
2.4 |
2.2/

2
1.8
1.6
1.4
1.2

1 -
0.8
0.61
0.4
0.2]

268.0950
(M+H)+

269.1002
(M+H)+

270.1030
(M+H)+

o]

Cpd 1: C16 H13 N O3: + FBF Spectrum (0.408-0.434, 0.966-0.972 ..

QTOF-PUNadmin
Success
18-12-2018 15:09:35

. min) TTR-4ET-QT-OH.d Subtract

0
d°
s
N)D\/
59 Ho

271.1038
(M+H)+

267 268 259 270
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271

272

274



o o
o OMOOONTOANTNAHATS O VWO LN NOH<TI~O N < O o
— WO HOUNUOHMOMMM-AONWIN -HO coor~NnNMHO — O o
. N N OO0 0 00 0 0 <t < v 00 00 0 > I~ OC) 00 00 00 00O N .
N . . . . . . . . . . . . . . . . . . . . . . . . . . o Current Data Parameters
i cooor~r~r~r~D>VOOVUOUOVUY NANANNNNN — | NAME PVK-5Br-4ISP-QZ-OH
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20181219
Time 19.15
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 575
DW 60.800 usec
DE 6.00 usec
TE 295.0 K
' [o) ~\ D1 1.00000000 sec
TDO 1
Br.
o ======== CHANNEL fl ========
P NUC1 1H
N Pl 14.35 usec
PL1 -1.00 dB
SFO1 400.1324710 MHz
5h HO
F2 - Processing parameters
S ~ ST 32768
SF 400.1300323 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
| N Y
12 11 10 9 8 7 6 5 4 3 2 1 Ppm
AN I (N[00 (O o
(o)} OO (OO (o)} o o
o O|lH|O|H I
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Current Data Parameters

NAME PVK-5Br-4ISP-QZ-OH
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20181220

Time 2.53
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 8000

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 45.2

DW 20.800 usec
DE 6.00 usec
TE 290.5 K

D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
======== CHANNEL fl1 ========
NUC1 13C

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

NUC2 1H
PCPD2 90.00 usec
PL12 14.95 dB
PL13 120.00 dB
PL2 -1.00 dB
SFO02 400.1316005 MHz
F2 - Processing parameters
SI 32768

SF 100.6127549 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



,ample Mame  TTR-58r-4isp-QT-0H Position Instrument Name Q-TOF User Name QTOF-PUNadmin

Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  TTR-5Br-4isp-QT-OH.d ACQ Method Pondicherry Universi Comment TTR-MB-359.0157 Acquired Time 18-12-2018 15:03:53

%10 3 [Ced 1: C17 H1;4 Br M O3: + FBF Spectrum (0.547-0 884 min) TTﬁ-SBr-Aisp—QT—DH.d Subtract

360.0206
5 (M+H)+ 362.0219 e o) ~N

5.8+ (MeH)+
Br

5 N
4.6 5h HO

1.4 261.0233 -
. (M +H)+ 363.0224
1.2 (M H )+

364.0244
(M+H)+
|

358 as9 360 361 362 363 364 365 366 367
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2.382

r ~
(o)
(o]
P
N
5i
\ : HO Y,

=-0.002

Current Data Parameters

HAME
EXFNO
FROCHMO

BE- 5ME-QZ-0R
1
1

F2 - Acquisition Parameters

Date_
Time
INSTERUM
FROBHD
BULPROG
™
SOLVENT
W5

s

SWH
FIDRES
AQ

RG

20190408
16.43
apeact

5 mm BBO BB-1H
zg30
655386
CcDCLl3
3z
2
B223.685 Hz
0.125483 H=z
3. 9846387 sec
575
60.800 usec
&.00 usec
294 .8 K
1.00000000 =ec

=1.00 dB
400.1324710 MHz

FZ = Processing parameters

12 11 10 ] 8 T & -1 4 3 2 1
i it :l ;I
! A | \
" olamdls A
&l Riegenials| 8|
-l et |t [t 1t 1ot i ]
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ppa

12768
400.1300094 MHz
EM
o
0.30 Hz
4]
1.00
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0 Current Data Parameters
o m HAME RE-5-ME-Q2-0AC
- o EXPHO 3
o o BROCHO 1
]
Vo F2 - Acguisition Parameters
I,I ||' Date_ 20190408
| Time 18.30
i INSTRUM spect
PROBHD 5 mm BEQ BE-1H
PULFROG zgpg30
D 65536
SOLVENT CDCl3
HE 765
DS 4
SWH 24038.461 Hz
FIDRES 0.366708 Hz
J.1a] 1.3631988 sac
RG 45.2
oW 20.800 usec
DE 6.00 usec
TE 295.0 K
o1 2.00000000 sac
di1l 0.03000000 sec
DELTA 1.89999998 =zec
TDO 1
mmmmmsss CHANMHEL fl ==—====
HUCL 13c
Fl 9.95 usec
FL1 =1.00 4B
5FOl 100.8228298 MH:z
======== CHANHEL f? ssaoam==s=
CEDPRG2 waltzl6
HUC2 1H
BCED2 90.00 usec
PL12 14.95 4B
FL13 1Z0.00 4B
ELZ =1.00 dB
5F02 400,1316005 MH:z
F2 - Processing parameters
51 32768
5F 100.6127557 MHz
WDOW EM
55B a
LE 1.00 Hz
GE a
FC 1.40
20 PEm



Sample Name RE-5-ME-QZ-OH Position Instrument Name Q-TOF User Name QTOF-PUNadmin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status SUCORSS
Data Filename  RK-5-ME-QZ-OH.d ACQ Method Pondicherry Universi Comment RE-CRR-253.0739 Acquired Time (r9-04-2019 12:27:01

10 5 |Cpd 1: ©15 H11 N O3: + FBF Spectrum (0.493-1.041 min} RK-5-ME-QZ-OH.d Subtract

4

3-8 254.0808

3.6 (M+HY+

3.4

3.2 o

3
2.8
2.6 N

2.4 Si HO

2.2

=
1.8
1.6+
1.4-

1.2

1

0.8
_ 255.0838
0.6- - (M+H)+

0.4 =
0.2 256.0875
257 0904
(M= H)+ (M-+H)+
252 253 254 255 - 256 257 258 259 260

8]
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Sample Name QUNZ-OH-HYDL Position Instrument Name Q-TOF User Name QTOF-PUNadmin
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  QUNZ-OH-HYDL.d ACQ Method Pondicherry Universi Comment PVK-MB-257.0688 Acquired Time 27-07-2018 14:29:13

x10 3 [Cpd 1: C14 H11 N O4: + FBF Spectrum (0.487-0.770 min) QUNZ-OH-HYDL.d Subtract

4 -

3.8 258.0757
(M+H)+
3.6 (0]

3.4

=z

3.2

3 OH HO (o)
5aa

2.8
26-
2.4
2.2+

1.8+
1.6
1.4

1.2

0.8

0.6 4

0.4 5 259.0857
(M+H)+ 260.0827

0.2 (M+H)+

255.5 256 256.5 257 257.5 258 2585 259 259.5 260 260.5 261 2615 262 262.5 2863
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