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4-methoxy-2,3-dihydro-1H-inden-1-one (2a):

Nuclear magnetic resonance (NMR) spectra
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Mass spectra (MS)

Intens. | +MS, 1.5-1.6min #(92-94)
x108-
0.8+
0.6 163.0763
0.4
0.2+
i . 255.0804
."160!‘II2(|JOI‘YI36OKIEY4LI)OI'II56OII'I6(I)0|Il'm/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb N-Rule e Conf
163.0763 1 C10H1102 100.00 163.0754 -1.0 -6.0 116 55 ok even
2 CBH9N3O 3406 163.0740 2.3 -14.2 188 6.0 ok odd
3 C6H7NG6 8.18 163.0727 -3.7 -22.5 246 6.5 ok even
Intens. | C10H 1102 ,163.08
x106
0.8+
0.6+ 163.0754
0.4
0.2+
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Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb N-Rule e Conf



High-performance liquid chromatography (HPLC) chromatogram

DADT A, Sig=210,4 Ref=off (KHOPUR\HDNLP002.0)
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Multiplier H 1.0000
Dilution B 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=210,4 Ref=off

Peak RetTime

#

D D -0 an DNl L

11
1z
13
14

Totals

Type

BB
EB
EB
BBA
PB
BB

Width

0.1018
0.1454
G.0777
0.2673
0.115%3
0.0000
0.0000
.2735
.0787
.1667
.2102
1071
L0837

o000 oo

Area
[mAU*s]

15.82110
10.15845
16.22145
89.63380
32.87612
13.34806
0.00000
0.a0000
5.12¢667e4

5.51010
383.94351
40.98358
36.28895
146.60283

5.19781e4



(E)-2-benzylidene-4-methoxy-2,3-dihydro-1H-inden-1-one (2b)

NMR spectra
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MS

Intens. | +MS, 0.3-0.3min #(16-18)
x108
0.8
0.8+ 251.1088
0.4
0.2
0.0 ———— D
50 100 150 200 250 300 m/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb N-Rule e Conf
2511088 1 C17H1502 100.00 251.1067 =22 - 441 105 ok even

2 C10H1907 475 251.1125 3.7 14.8 87.7 1.5 ok even




HPLC chromatogram

DAD1 A, Sig=210.4 Ref=off (PURITY\24NOV049.0)
mAU 7 2
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1 |
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é : T ; PR T
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilutien 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=210,4 Ref=off
Peak RetTime Type Width Area Height Area
# [min] [min] [mAT*s] [mAU] %
SRS e eaass o e | i | e ——— e [
1 2.343 PBA 0.0881 1.28312e4 2411.35864 8.0813
2 3.104 FB 0.0BOD 64.26879 12.30296 0.4913
3 3.257 BB 0.0587 21.91106 5.98245 0.1875
4 3.388 BB 0.0534 56.22673  16.63841 0.4298
5 3.757 BB 0.0637 56.1178¢6 12.20233 0.4290
6 3.997 BB 0.05¢1 13.94288 4.05715 0.1066
7 5.118 PBA  0.0647 25,13927 6.02553 0.1922
8 6.165 BBA  0.0607 13.40537 3.50086 0.1025
Totals 1.30822e4 2472.06844



(E)-2-(3-hydroxybenzylidene)-4-methoxy-2,3-dihydro-1H-inden-1-one (2c)

NMR spectra
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MS

Intens. ] +MS, 0.5-0.5min #(28-29)
x105]
43
34 267.1017
2
1
] 163.0748 |
0 +————— —— ———— M
50 75 100 125 150 175 200 225 250 275 300 m/z
Meas. m/z # Formula Score m/z err [mDa] mSigma rdb N-Rule e Conf

267.1017

1

C17H1503

100.00 267.1016

0.1

err [ppm]
-0.5

51 105 ok even



HPLC chromatogram

DAD1 B, Sig=254 4 Ref=off (PURITY\24NOVD51.D) =
mAU @
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0] il
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Area Percent Report
Sorted By Slgnal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig=254,4 Ref=off

Peak RetTime Type Width Area

# [min]

Height Area

|
1 6.166 PB 0.0941 1.5536%e4 2742.9%7988 100.0000

1.5536%e4 2742.57998




(E)-2-(4-hydroxybenzylidene)-4-methoxy-2,3-dihydro-1H-inden-1-one (2d)

NMR spectra
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MS

Intens. ]
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HPLC chromatogram

DADA B, Sig=254 .4 Ref=off (PURITY'24NOV052.0)
mAL E f‘%
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Area Percent Report
Scrted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DRD1 B, Sig=254,4 Ref=off

Peak RetTime Type Width Area Height Area

. F [min] [min] [mAT*s] [mAaT] %
e A lzz==lrtmzzrs [pmpsommnes P | o e

- 1 €.206 BB 0.1052 1.81342e4 2740.04321 100.0000

Totals : 1.81342e4 2740.04321



(E)-2-(3,4-dihydroxybenzylidene)-4-methoxy-2,3-dihydro-1H-inden-1-one (2e)

NMR spectra
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Intens. ] +MS, 0.5min #(29),
x105]
15
] 283.0959
1.0+
0.5
] 163.0749
0.04— — —— T T r —r —r—T ——T T — 5 — ——
50 75 100 125 150 175 200 225 250 275 300 mi/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb N-Rule e Conf
283.0959 1 C17H1504 100.00 283.0965 0.6 2.0 0.7 105 ok even



HPLC chromatogram

DAD1 B, Sig=254.4 Ref=off (FPURITY\24NOV053.0)
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Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD]1 B, Sig=254,4 Ref=off

Peak RetTime Type Width Area Height Area
o [min] [min] [mARU*s] [mAU] %

. I |
1 5.955 PB 0.1022 1.70845e4 2762.24927 100.0000

Totals : 1.70845ed 2762.24927
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(E)-2-(2,4,5-trimethoxybenzylidene)-4-methoxy-2,3-dihydro-1H-inden-1-one (2f)

NMR spectra
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+MS, 0.5min #(29)

341.1393
309.1130
0 10 150 200 250 300 35 400 mfz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb N-Rule e Conf
3411393 1 C20H21 05 100.00 341.1384 -0.9 -2.7 84 105 ok even
0.06 341.1325 -6.8 -20.0 309 195 ok even

2 C27HA17



HPLC chromatogram

DAD1 A, Sig=210 4 Ref=off (KHOPURHDNLFO04.D)
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Sorted By ) Signal
Calib. Data Modified : 2013/05/28 11:12:51 BAM
Multiplier : 1.0000
Dilution 1.0000

Use Multiplier & Dilution Fac

Signal 1: DADl A, Sig=210,4 Ref=off

#

Width
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Area
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(E)-2-(4-(dimethylamino)benzylidene)-4-methoxy-2,3-dihydro-1H-inden-1-one (2g)

NMR spectra
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Intens. | +MS, 0.5-0.6min #(29-33),
x104
6_
4 294.1499
2,
73.0199
0 T T L T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
50 100 150 200 250 300 350 m/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
293.1432 1 C19H19NO2 100.00 293.1410 -2.1 -7.3 466.8 11.0 odd ok
2941499 1 C19H20NO2 100.00 294.1489 -1.1 -3.6 12.0 10.5 even ok



HPLC chromatogram

DAD1 A, Sig=210,4 Ref=off (KHOPURHDNLFO05.D)
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(E)-2-(3,4-dihydroxybenzylidene)-5-methoxy-2,3-dihydro-1H-inden-1-one (2i)

NMR spectra
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MS

Intens‘:‘.: +MS, 0.5-0.5min #(31-32), Background Subtracted
x10%]
57
4
] 283.0972
37
2]
14
W 163.0614
] i 341.3126
b
50 100 150 200 250 300 350 m/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule

2830972 1 C17H1504 100.00 283.0965 -0.7 -2.6 36 10.5 even ok



HPLC chromatogram

"DADT A, Sig=210.4 Ref=off (KHOPUR\HDNLPG07.D)

mAU &
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Sorted By : Signal
Calib. Data Modified 2013/05/28 11:12:51 nM
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DADl A, S5ig=210,4 Ref=off

Peak RetTime Type Width Area Area
# fmin] [min] [mAU*s] %
e e e [y i e e et bty | e
1 1.690 BB 0.1166 19.25243 0.1087
2 1.805 BB 0.2546 36.24482 0.2047
3 2.287 BB 0.1624 14.25182 0.0805
4 2.878 BB 0.142% 79.20882 0.4472
5 4.633 BB 0.1045 53.41728 0.301¢6
6 5.105 BB 0.1448 1.68984ed 95.4188
i 6.464 BB 0.1236 8.953332 0.0508
8 6.907 BB 0.1145 33.89564 0.1914
8 8.201 BE 0.0984 7.329410 0.0418
10 8.436 BB 0.1723 3B.544E5 0.215%9
11 9,488 EB 0.1761 75.80823 0.4281
12 12.211 BB 0.2880 187.05733 1.0562
13 12.476 BB 0.1544 111.31627 0.6286
14 13.260 BB 0.1086 145.60353 0.8222

Totals : 1.77098e4



(E)-2-(3,4-dihydroxybenzylidene)-5,6-dimethoxy-2,3-dihydro-1H-inden-1-one (2k)

NMR spectra
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MS

Intens..-| +MS, 0.5-0.5min #(29-30)
x10%
2.57
2.09
1 312.0993
1.5+
1.0
0.5
1 73.0191
00: l 1 ' N . 193:“0722. N A 255L|2I.279 284.?231 ..341‘1.3111 369A_:3524
) 100 150 200 250 300 350 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3120993 1 C18H1605 100.00 312.0992 -0.1 -0.2 466.5 11.0 odd ok
313.1062 1 C18H1705 100.00 313.1071 0.8 2.6 1.1 10,5 even ok



HPLC chromatogram

DAD1 A, Sig=210,4 Ref=off (KHOPURHONLF00S.0)
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Multiplier : 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=210,4 Ref=off
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(E)-6-(3,4-dihydroxybenzylidene)-6,7-dihydro-5H-indeno[5,6-d][1,3]dioxol-5-one (2m)

NMR spectra
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Intens. | +MS, 0.5-0.6min #(30-33),
x10%]
3
] 296.0687
2]
1]
] 177.0421
. 73.({19? L 235.5027 N 369.3548
s 10 1 20 250 300 350 0 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
296.0687 1 C17H1205 100.00 296.0679 -0.7 -25 4304 12.0 odd ok
297.0755 1 C17H1305 100.00 297.0757 0.3 0.9 1.8 115 even ok



HPLC chromatogram

DADT A, Sig=210.4 Ref=off (KHOPURWHDNLFO08.D)
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Area Percent Report
Sorted By . Signal
Calib. Data Modified : 2013/05/28 11:12:51 AM
Multiplier 5 1.0000

Diluticn

1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 A, Sig=210,4 Ref=off
Peak RetTime Type Width Area Area
# [min] [min] [mAU*s] %
=—TrilssTsros l=s=i=r= st oty e e ek e lmra=saos e e e e
1 1.690 BB 0.0814 8.84966 0.5128
2 2.268 BB 0.1558 13.83012 0.8014
3 2.886 BB 0.1452 45.37801 2.6297
4 4.343 EB 0.0727 6.52007 0.4010
5 4.597 BB 0.2767 1504.45593 87.1811
6 5.220 0.0000 0.00000 0.0000
7 13.246 BB 0.1060 146.23259 §.4740
Totals : 1725.66738

Notes and references
27 H.E. Gottlieb, V. Kotlyar, A. Nudelman, J. Org. Chem., 1997, 62,7512-7515



