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GC-MS Analysis:

GC-MS data shown here is respect to reactant (3-amino-8-methoxy-2-phenyl-4H-chromen-4-one)

irrespective of phenyl hydrazine, since we used 2.5 equivalent of Phenyl hydrazine.
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GC-MS chromatogram of optimized conditions:

Chromatogram E813 02 D2\GCMS DATA' DATAs (Diate) 2019 APRILI15.04. 2019 Nithva MES13 02.qzd
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Peaks R Time Area Area% | Name
1 10.821 7245381 4.21 | Phenol, 2. 4-bis(1_1-dimethylethyl)-
2 12.062 60971807 35.45 | Dhazene. diphenyl- (CAS)
3 14.852 18281227 10.63 | N.N'-Ethylenebis({ 2-[ 2-hvdroxyphenyl] glvcin
4 17435 32318015 18.79 | Butanenitrile, 2-(4-methylphenylhydrazono)-
= 22178 53164261 30.91 | {E)-6-METHOXY-2-(3"-AMINOBENZY LI
171980691 100.00

GC-MS chromatogram data for entry 1 in table 1
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Clrowmatogram s no 6 D(GCMS DATA'DATAs (Date) 2019 APRIL125.04.2019 nithya m.s no 6.q2d
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Peak Report TIC
Peak# E_Time Area Area% | Name
1 10.819 3671444 2 48 |PHENOL, 2 4-BIS(1.1-DIMETHYLETHYL
2 14.842 28839493 19 45| N,N'-Ethylenebis(2-[2-hydroxyphenyl]glvein
3 22.196 115727337 7807 [(E)-6-METHOXY-2-{3-AMINOBENZYLIL]
148238274 100.00

GC-MS chromatogram data for entry 2 in table 1
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Chromatogram THF DXGCMS DATADATAs (Date) 2019 APRIL'25.04 2019 nithya m THF qed
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Peak Report TIC
Deals R_Time Area Area% | Name
1 10818 58307967 2732 | Phenol, 2,6-bis( 1, | -dimethylethyl }-4-methyl-
2 14.834 53403581 25.03 | N.N'-Ethylenebis(2-[2-hydroxyphenyl]glyvein|
3 22192 101686439 47.65 [(E)}-6-METHOXY-2-(3'-AMINOBENZYLIT]
213397987 100.00

GC-MS chromatogram of entry 3 in table 1
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Chromatogram DMF D:\GCMS DATADATAs (Date) 2019\ APRIL'23.04.2019'nithya m DMF.qed
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Peak Report TIC
Peak# R.Time Area Area% |Name
1 10.823 14675934 8.40 | PHENOL, 2 4-BIS(1.1-DIMETHYLETHYL,
2 14 879 29372247 16.81 | N-(2,5-Dimethyl-phenyl)-2-[N'-(2-hydroxy-h
3 22.209 130705872 7479 [{E)-6-METHOXY-2-(3-AMINOBENZYLIL
174754053 100.00

GC-MS chromatogram of entry 4 in table 1
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Intensity

Chromatogram MeOH D:'/(GCHS DATA'DATAz (Date) 201 9 APRIL25.04. 201 9'mithyva mMeOH qed
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Peak Report TIC
Peaks E_Time Area Area% | Name
1 10.821 22393691 10.57| PHENOL, 2 4-BIS(1.1-DIMETHYLETHYL
2 14 885 15737266 7.43 | n-Hexadecanoic acid
3 22.211 173795251 82.01 [(E)-6-METHOXY-2-(3'-AMINOBENZYLIL|
211926208 100.00

GC-MS chromatogram of entry 5 table 1
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Intensity

Chromatogram CH2CL2 D:\GCMS DATA' DATAs (Date) 2019 APRIL'23.04.201 9 nithva miCH2CL2.qed
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Peaks R Time Area Area% | Name
1 10.822 33946298 1574 | PHENOL, 2 4-BIS(1.1-DIMETHYLETHYL
2 14.848 95782718 44.41 | N.N"-Ethylenebis(2-[2-hydroxyphenyl]glycin,
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215697782 100.00

GC-MS chromatogram of entry 6 in table 1
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Chromsatogram Toluene D:'GCMS DATA'DATAs (Date) 201 9 APRIL'25.04.201 9 mithva m Teluene ged
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1 10.722 48863415 16.03 | 1,1'-Biphenyl, 4-methyl-
2 10.830 40007743 13.13|1,1'-Biphenyl, 4-methyl-
3 14.836 72523074 23.79 | N N'-Ethylcnebis(2-[2-hydroxyphenyl]glyein|
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GC-MS chromatogram of entry 7 table 1
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e Chromatopram s no 26 D:WGCMS DATA DATAs (Date) 201 9 APRILI23 042019 mithva m's no 26.qzd
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GC-MS chromatogram of entry 8 in table 1
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Chromeztogram s no 10 D:\GCMS DATA'DATAs (Date) 2019 APRIL'25.04 2019 quthva m's no 10.qzd
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2 14883 10284086 7.48 | n-Hexadecanoic acid
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137543212 100.00

GC-MS chromatogram of entry 9 in table 1
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Chromatogram s no 13 Dr\GCMS DATA' DATAs (Date) 2019 APRIL'23.04 201 9'nithya m's no 13 1.qed
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133803953 100.00

GC-MS chromatogram of entry 10 in table 1
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GC-MS chromatogram of entry 11 in table 1
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Chromatogram s no 13 D2/GCMS DATA DATA: (Date) 2019 APRIL'25.04. 201 9'nithya mia ne 13.q2d
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GC-MS chromatogram of entry 12 in table 1
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1 10.815 10117033 611 | Phenol. 2 4-bis(1,1-dimethylethyl)-
2 14 873 7314097 4 41 | n-Hexadecanoic acid
3 22219 148283625 8948 [(E)-6-METHOXY-2-(3"-AMINOBENZYLIL]
165714755 100.00

GC-MS chromatogram of entry 13 in table 1
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1 SUTHHD
TN00MH

STAG5 314 o

oh_ J\..LI }; s X 1 sl
0

L

s
(=1
=1
[

=
=
ta
i
=

Spectnm

Ling=:1 FoTime:10.815(Scan# 1164) Line#2 B Time:14 880(8can#1977)

MasPeaks:136 Mas=Peals:100

Rawdlode:Averaged 10.810-10.82001163-1163) BasePeak:191.05(2270367) Rawd/lode: Averaped 14.873-14.885(1976-1978) BasePeal-T3 05(210866)
EG Mode:Cale. from Peak Group | - Event 1 BG Mode:Cale. from Peak Group 1 - Event 1

100 T 100

20+ 200
= ! T 1 - 167 ey 163 e
gl BB W7 ps1g PITS E
30 700 90 110 130 150 170 180 210 230 230 210
mz mz

Line#3 F.Time:22225(Scan#:3446)

MazPeaks:311

Ravdode:Aweraged 22 220-22 230(3445-3447) BasePeal- 266057646868}
BGMode:Cale. from Peak Group 1 - Event 1

100

mz
Peak Report TIC
Peak# R .Time Area Area% | Name
1 10.817 12384718 7.01 |PHENOL, 2.4-BIS(1.1-DIMETHYLETHYL|
2 14 882 7221076 409 | n-Hexadecanoic acid
3 22223 156986403 88.90 | (E)-6-METHOXY-2-(3"-AMINOBENZY LIL

176592197 100.00

GC-MS chromatogram of entry 14 in table 1




Supporting information

Chromatogram Cz2003 DiGCAS DATA DATAs (Date) 2019 APRIL'25.04 2019 mithva m\Cs2C0O3.qed

Intensity
SOO000M 130,000,000 g TIG
45000000 4]
000000
350000004
SO000000]
250000004
20000000+
I 5000000
HHO0000H @
0 ;-._k . TI\L ki " §|¢ LN | : ./\«LJ-LAAQ»‘
3.0 100 00 230
min
Spectrum
Line#:1 R Time:10.820{Scare= 1163} Lins#2 B Time:14 880(Scars:197T)
MazsPesks: 145 MassPeals:186
Rawddode:Averaged 10.815-10.825(1164-1166) BaszePeak:191.00{1974147) RavdvIode:Averaged 14.875-14 885(1976-1978) BasePeak-T3.00{%9890)
BG Mode:Cale. from Peak Group 1 - Event 1 BG Mode:Cale. from Peak Group 1 - Event 1
100 - i —
804 80
G0+ 60
404 37 40
2 06 2]
T oassh T oo wr g3 :f] A 271 236250 267 342 7
407770 100 130 160 190 220 250 280 310 340
mz

Line#:3 B_Time:22.200{Scars:3441)

MassPeaks:310

Rawldode: Averaged 22.195-22.205(3440-3442) BasePeak-265 90(7889208)
BG Mode:Calc. from Peak Group 1 - Event 1

100

80|
60
40

204

103316 347 375 403 410 481 400511353 353

30 o0 130 210 270 330 390 450 510

mz
Peak Report TIC
Peaks R.Time Area Area% |Name
1 10.820 9138175 5.92 | Phenol. 2.4-bis{1,1-dimethylethy])-
2 14 882 4979008 3.22 |n-Hexadecanoic acid
3 22.201 140297747 90.86 [(E)-6-METHOXY-2-(3'-AMINOBENZYLIT]
154414930 100.00

GC-MS chromatogram of entry 15 in table 1




Supporting information

Chromatopram DBU D:'GCMS DATA DATAs (Date) 2019 APRIL/25.04. 2019 mithva m' DBU.qzd
Z 1
W /\_L : v - Til‘lff\rL n_pl J-.Ln-u«_
00 230
min
Spectnm
Line#1 R Time:10 820(Scars=1163) Line#:2 B Tmme:14 880(Scare=197T)
MassPeaks:119 MassPeals:183
Ravdode:Averaged 10.815-10.825(1164-1166) BasePeak-191.05(728061) Rawdlode:Averaged 14.873-14.883(1976-1978) BasePeal-190.93(115704)
BG Mbde:Cale. from Peak Group 1 - Event 1 BG Mode:Cale. from Peal: Group 1 -Event 1
100 100 -
80
G0
a4
3 i) 206 256
il 7 . o M 4]
sssi oL W00 g5 P s 265 Lyt l 271 334 354
40 60 80 100 120 140 160 180 200 220 240 260 180 220 250 280 310 340
m'z mz
Line=3 R Time22.205(8caps 3442) Line=:4 B Time:21.590(Scane=3319)
MassPeaks:392 MassPeals-308
Ravdlode:Averaged 22 200-22.210(3441-3443) BasePeak-266.93(7602030) Ravdlode:Averaged 21.383-21.595(3318-3320) BasePeak-186.93(2054682)
BG Mode:Cale. from Peak Group 1 - Event 1 BG Mode:Cale. from Peak: Group 1 - Event 1
100 100 :
8 80+ 316
6 G0
4 40
2 20 W a1 g
5] 316243372403 441 450 526 364 6)3 637 BT !?9$E 19636057 Botlass 376 413 a4g47s 515 56 638
300100 170 240 310 380 450 320 390 660 30 90 150 210 270 330 390 430 310 570 630
mz mz
Peak Report TIC
Peaks R _Time Area Area% | Name
1 10.820 2155701 1.42 | PHENOL, 2 4-BIS(1,1-DIMETHYLETHYL]
2 14 878 6900017 455 |n-Hexadecanoic acid
3 21.589 21257384 14.02 | 1,2-Dihydro-5-(4"-methoxybenzoyl)-4-{meth
4 22.204 121334136 £80.01 |[(E)-6-METHOXY-2-(3AMINOBENZY LI
151667238 100.00

GC-MS chromatogram of entry 16 in table 1
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Supporting information

Chromatogram NaH D:\GCMS DATA' DATAs (Date)' 2019 APRIL'23 042019 mthva m/ NaH qed

Intensity

S000000H0 150,000,000
150000004

A00000-]
350000009
SO000000H]
25000000
20000000
1 5000
100000

TIQ

=

—)()_—_-gs
—

R W
=

wy
&
= e
i __A,.._.‘____,____a»-}\-.u—%»-
I

Spectrum

Line#:] B Time:10.820(Scan*:1163)

MaszsPeals:132

Ravdvlode: Averaged 10.815-10.823(1164-1166) BasePeal:191.00(2143039)
BG Mode:Cale. from Peak Group 1 - Event 1

Line=2 B._Tmme:14.880(Scars1977)

MassPeals:218

Rawlode: Averaged 14.875-14.883(1976-1978) BasePeak-73.00(171443)
BG Mode:Cale. from Peak Group 1 - Event 1

100 100
80 8
60 6
0] = 4
20+ 2 2
Yessd om0 s P I:u 14 51 266 281
30 70 90 110 130 150 170 199 210 230 230 270 40 70 100 I30 160 190 220 250 280 310 340
mz mz

Lime3 B Time:22 195(Scars:3440)

MazePealcs 274

FandJode: Averaged 22 190-22 200(3439-3441) BasePeal 265 00(458431)
BG Mode:Cale. from Peak Group 1 - Event

100

L 37440] 431 430 480 313340
300 90 130 210 200 330 390 430 310 3710

mz
Peak Repori TIC
Pealks R_Time Area Area% |Name
1 10.822 13104874 49 96 | PHENOL, 2 4-BIS(1,1-DIMETHYLETHY'L
2 14880 7417089 28 28 | n-Hexadecanoic acid
3 22.195 5708821 21.76 [{E)-6-METHOXY-2-(3"-AMINOBENZYLIL]
26230784 100.00

GC-MS chromatogram of entry 17 in table 1
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Supporting information

Chromatogram KOtBu D:/GCMS DATA DATAs (Date) 201 9 APRIL23.04 201 % nithya mKOBu qed
Intensity

SO00000
43000000

IO
FA000000
FO00MHH]
2A000004-]
20000000
| SO00000]
THIOO0H ]

50,000,000

03

Lk .

177

i LR
L

3.0

Spectrum

Line#:1 B Time:10.820(Scars=1163) Line=2 B Time:14.880(Sear:1977)

MassPeaks: 129

Rawdode:Averaged 10.815-10.825(1164-1166) BasePeal-191.00(14
BG Mode:Cale. from Peak Group 1 - Event 1

MassPeales: 179

95724)

Rawdode:Averaged 14.873-14.885(1976-1978) BasePeak:73.00(77373)

MassPeaks: 123

Lines=3 B Time:22 205(Scars3442)

Ravdlode: Averaged 22 200-22 210(3441-3445) BasePeal-265 00(41178)
BG Mode:Cale. from Peak Group 1 - Event 1

BG Mode:Cale. from Peak Group 1 - Event 1

100 - 100—
80
60
i+ =
204 ) o 6

sk B LR s 235 250 267 290 341

400 70 100 130 160 190 220 250 280 310 340

mz

Peak Report TIC
Peaks B.Time Area Area% | Name
1 10.822 7830832 62 21| Phenol, 2 4-bis(1.1-dimethylethyl)-
2 14 882 3461755 27.50 | n-Hexadecanoic acid
3 22205 1294826 10.29 | (E)-6-METHOXY-2-(3'-AMINOBENZYLIL]
12587413 100.00

GC-MS chromatogram of entry 18 in table 1
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Supporting information

Chromatogram FYRIDINE D:'\GCMS DATA DATAs (Date)' 2019 APRIL'23.04. 201 9mithva m'PYRIDINE.qzd

Intensity
SO0 430,000, 000 e TIG
150000003 pi
O]
3500000 4
FOO0HH -
25000004 - :';
2000000 “@
15000000 2
0000 =
0 L i ks . ..L\ o
] ! T
50 100 200 230
mmn
Spectrum
Lme#1 B Tune:10.820(Scan=:1163) Line#2 B Tume:14 835(Scan=:196%)
MazzPeals:133 MazzPeals: 181
Rawhlode:Averaged 10.815-10.825(1164-1166) BasePeak-191.00(3114506) Rawhdode: Averazed 14.830-14.840(1967-156%) BasePeak-190.90(3112768)
BG Mode:Cale: from Peak Group 1 - Event 1 BG Mode:Cale. from Peak Group 1 - Event 1
100 - 100 o
804 804
&0 G0
@ 40
2 208 Er i 6 184
2 SR A l W 517 9.]1 H J 11%
[ YRR e ARG - 0 A e 17333 250 266 W J N ] oo 20 366 2e3 3mam s
& 1 1 1 1 T T T L T T L] ¥ ¥ 1 L 1 Ll 1 1 1 T | gl Bl B g B 8 T B BN il P S Il § LI S § Fm | L B B Bk B Bl B0 )
30 70 90 110 130 130 170 190 210 230 250 40 70 100 130 160 180 220 230 280 310 340
mz mz

Line#:3 R Time:21.235(Scan#:3248)

MassPeaka:347

Rawdlode: Averaged 21.230-21 240(3247-3240) BasePealc167.00(7621483)
BG Mode:Cale. from Peak Group 1 - Event |

Line#:4 B Time:22 183(Scam:3438)

MassPeales:308

Raudlode: Averaged 22.180-22.190(3437-3439) BasePeal:163.00{4339333)
BG Mode:Cale. from Peak Group 1 - Event 1

100 =
8-
60|
4
2 Ty 11
b 416,31851 1331671062 | |ogs 31 sasasesen a3 sa0
200 80 140 200 260 320 380 440 300 360
mz
Peak Report TIC
DPeaks R.Time Area Area% | Name
1 10.819 14959866 5.86| PHENOL, 2, 4-BIS(1,|-DIMETHYLETHYL
2 14.836 67368499 26.37 | N.N'-Ethylenebis( 2-[ 2-hydroxyphenyl | glycin
3 21.234 115164830 45.08 | 4H-1-Benzopyran-4-one. 3-hydroxy-7-metho|
4 22186 37994279 22 70 [{E)y-60-METHOXY-2-(3'-AMINOBENZYLIL
255487474 100.00

GC-MS chromatogram of entry 19 in table 1
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