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6-Methyl-3-(4-0x0-4H-chromene-3-carbonyl)-4H-chromen-4-one 8b.
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6-Methyl-3-(4-0x0-4H-chromene-3-carbonyl)-4H-chromen-4-one 8b.
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3,3'-Carbonylbis(6-methyl-4H-chromen-4-one) 8c.
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3,3'-Carbonylbis(6-methyl-4H-chromen-4-one) 8c.
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6-Bromo-3-(4-oxo0-4H-chromene-3-carbonyl)-4H-chromen-4-one 8d.

130729.u309
Miliutina predpitate MM-267 1H DMSO

B (dd)
8.03
3(2.39, 8.98)

A(d)
8.09
3(2.39)

(TN

C (ddd)
7.88

J(1.65, 7.17, 8.66)

o

—2.50 DMS0-d6

I

L v T d T v T v T v T ¥ T M T

110 105 10,0 95 90 B85 B8O 5

Data Fie Name o Users/ &f
Desktapy
Crexrpey B
Dichramonaket
onef 2571
w267 _prescipit
ate=267-1]
130729, 308/
10/ Fid
130729.1309
Miiting

gﬁ'

preciphate
MM-267 1H
DME0

Orriginy Bruker BiaSpin
GrrbH

Owiner naTsu

She

Spectrometer  aped

Authar

Sabent DME0

2982

230
16

114

Temperature
Puke Sequence
Nurnber of
Seang

Receiver Gain
Relaxatian 1. 0000
Deday

Pubie Wilth

10.0000
Acquisition Time 52954
Acquisition Date: 2013-07-29T13

<52:00
Modification 2013-07-29T12
Date 52:18
Spectrometer 300013
Frequency
Spectral Width G188.1
Lt -1756.5
Frequency
Muscle s iH

Acquired Size 32768
Spectral Siee 65536



6-Bromo-3-(4-o0x0-4H-chromene-3-carbonyl)-4H-chromen-4-one 8d.

130729.208

Miliutina  (precipitate)MM-267 13C DMSO S ———

anel He267)
a5 T_precipl
Ste=267-1)
130729.208)
107 fid
Titie 120729.21
Comment Masting
{preciphate )M
-267 13C DMSD
Origin Bruke F B pan
e ol et ——1 GmhH
Owrer [

—186.81
~173.86
N172.77
160.36
160.15
155.56
154.59
137.57
135.03
127.57
1126.43
125.61
125.52
125.16
124.78
124.07
121.39
118.85
118.68

L
Y
/

i
i

1
o 9o 0O Authar

Br 1
O ‘ ‘ O Sakent D50
1) o) Temparature 298.3

1 Pk Saqesndce  2gpga0

Murrbes of 1024
Scans

Recewer Gain 2050
I L LEETE] 20000

Detary
Pk Wickh 10. BG00
Acqueition Tme 21846
Apqueiion Cate 2013-00F-25T22
1332040
Modification 2013-07-24T21
Date - HE
Spectrometer 62,90
Freaguaidy
i Spectral Wioth  15000.0
| I m Liwest -135.9
| I | | ' U I l I Frequency
I Hisckaiss 130

Acqured See 32768
Speciral Sze 65536

20 200 1%0 18D 170 160 150 140 130 120 110 100 90 BD 70 &0 50 40 0 20
ppm



3,3'-Carbonylbis(6-bromo-4H-chromen-4-one) 8e.
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7-Methoxy-3-(4-0x0-4H-chromene-3-carbonyl)-4 H-chromen-4-one 8f.
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7-Methoxy-3-(4-0x0-4H-chromene-3-carbonyl)-4 H-chromen-4-one 8f.
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3,3'-carbonylbis(6-methoxy-4H-chromen-4-one) 8h.
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N,N-Dimethyl-4-0x0-4H-chromene-3-carboxamide 12a
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N,N,6-Trimethyl-4-0x0-4H-chromene-3-carboxamide 12b
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N,N,6-Trimethyl-4-0x0-4H-chromene-3-carboxamide 12b
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7-Methoxy-N,N-dimethyl-4-0x0-4H-chromene-3-carboxamide 12c

130830.u304
Miliutina MM-282-2 13C DMS0D

Data Fie
Hame

Spectrometer
Mthor
Ternperature
Sefuence
Stafg
Receiver Gain
Relaxation

Pulse Width

Spectrocneter

Spectral
Witth

Acrpiired Size
Spectral Size

Cof Users) &f

Tt ped/ B
Dichromanok:

p-JR)
282-2f
130830, u304
§ 11 fd

130830, u304

2822
13C DMSD

BiaSpin GriH

spadt

DMED
258.2
20630

1024

2050
2.0000

100000
18176

2013-08-31T
21:51:00

2013-08-31T
2:51:58
75.47
18026.8
-1506.6

13C
32768
65536

23



6-Methoxy-N,N-dimethyl-4-0x0-4H-chromene-3-carboxamide 12d
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6-Methoxy-N,N-dimethyl-4-0x0-4H-chromene-3-carboxamide 12d
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N,N-Dimethyl-4-0x0-4H-benzo[h]chromene-3-carboxamide 12e
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N,N-Dimethyl-4-0x0-4H-benzo[h]chromene-3-carboxamide 12e
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X-Ray structures of compounds 8a and 8h

X-Ray structure of compound 8a

Identification code
Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group (H.-M.)
Space group (Hall)

Unit cell dimensions

Volume

Z

Calculated density
Absorption coefficient
F(000)

Crystal size

0 range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to 0 = 28.00°
Absorption correction

Max. and min. transmission

Refinement method

Data / restraints / parameters

Goodness-of-fit on F?
Final R indices [[>20(1)]
Rindices (all data)
Largest diff. peak and hole

is_ mmé62 6o o 0

C19 H10 05 O 7 O
(0] (0]

318.27

173(2) K

0.71073 A

monoclinic

P2/c

-P 2ybc

a=16.6528(7) A o =90.00°
b =6.6881(3) A B =113.809(2)°
c=13.5348(6) A Y =90.00°
1379.16(10) A3

4

1.533 mg/m3

0.112 mm!

656

0.61x0.19 x 0.10 mm3

2.67 to 29.99°
-22<h<23,-9<k<9,-19<1<19
15596

4026 [R(int) = 0.0218]

100.0%

Multi-scan

0.9889 and 0.9346

Full-matrix least-squares on F?
3478 /0 /217

1.021

R1=0.0410, wR2 =0.1032
R1=0.0484, wR2 =0.1076

0.357 and -0.207 e.A
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X-Ray structure of compound 8h
Identification code

Empirical formula

Formula weight

Temperature

Wavelength

Crystal system

Space group (H.-M.)

Space group (Hall)

Unit cell dimensions

Volume

Z

Calculated density
Absorption coefficient
F(000)

Crystal size

0 range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to 0 = 28.00°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [[>20(1)]
Rindices (all data)

Largest diff. peak and hole

ah_mm?293-1 60 o0 o

MeO OMe
C21H14 07 ‘ Y ‘
(e} O

378.32

173(2) K

0.71073 A

triclinic

Pl

-P1

a=6.9459(3) A o =74.281(2)°
b =8.6534(4) A B=81.211(2)°
c=14.8426(7) A Y = 68.824(2)°
799.27(6) A3

2

1.572 mg/m3

0.120 mm™

392

0.270 x 0.160 x 0.070 mm3

2.654 to 28.997°
-9<h<9,-11<k<11,-20<1<20
20387

4243 [R(int) = 0.0268]

99.8%

Multi-scan

0.7460 and 0.7029

Full-matrix least-squares on F?

3472 /0/ 255

1.062

R1=0.0387, wR2 = 0.0984

R1=0.0491, wR2 = 0.1057

0.395 and -0.241 e.A3
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