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Synthesis of 2-iododiaryl ethers (10-t)
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10, Ar = CgH5-, 88%

1p, Ar = 4-CH;CgH,-, 86%
1q, Ar = 4-CICgH,-, 83%
1r, Ar = 4-OCH3CgHy-, 93%
1s, Ar =1-naphthyl, 85%

1t, Ar = 2-naphthyl, 81%

General procedure for the synthesis of 2-nitrodiaryl ether

A mixture of phenol (6.3 mmol), 2-chloro nitrobenzene 7.6 mmol (6.3 mmol) and K,CO; (12.6 mmol) in DMSO (6 ml) was stirred at
80°C for 12h. After the completion of the reaction (as monitored by TLC) the reaction mixture was poured into water (20 mL) and
extracted with ethyl acetae (3 x 20 mL). The combined organic layer was washed with water (50 mL), dried over anhydrous Na,SO,, and
concentrated under reduced pressure. The residue was purified by column chromatography using ethyl acetate and petroleum ether as
eluent to afford the desired 2-nitrodiaryl ether.

General procedure for the synthesis of 2-aminodiaryl ether

To a solution of 2-nitrodiaryl ether (4.0 mmol) in absolute ethanol (7 mL), iron power (10 eq.) was added at room temperature. Then,
temperature of the reaction mixture was raised to 80°C and 1.0 mL of concentrated HCl was added dropwise over a period of 10 min.
After 2h the reaction mixture was cooled to room temperature and then made alkaline using ag. NaOH solution. Then, solid mass was
filtered and the amine was extracted from the filtrate using ethyl acetate (5 x 20 mL). Solvent was removed under reduced pressure
and the prepared 2-aminodiaryl ether was subjected for the next step without further purification.

General procedure for the synthesis of 2-iododiaryl ether

To a solution of 2-aminoodiaryl ether (4 mol) in 4.5 mL water, 1 mL of concentrated hydrochloric acid was added at 0°C and stirred for
10 min. To the reaction mixture an aqueous solution of sodium nitrite (4.8 mmol.) in 1 ml water was added at 0°C and stirred for 30
min. Then an aqueous solution of potassium iodide (6 mmol.) in 1 mL water was added to the reaction mixture at that temperature.
The reaction mixture was allowed to come room temperature and stirred for 10 min and than heated in a pre heated oil bath at 80°C
for 30 min. Then, the reaction mixture was cooled to room temperature and 5 mL of saturated solution of Na,S,0;was added. The
iodo-compound so formed was extracted with ethyl acetate (3 x 20 mL). The organic layer was washed with brine, the solvent removed
in under reduced pressure and the crude product purified by column chromatography to obtain the desired 2-iododiaryl ether.



Copies of H and 13C NMR spectra
1H NMR of 1-(4-phenoxy-3-(phenylethynyl)phenyl)ethanone (2a)
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13C NMR of 1-(4-phenoxy-3-(phenylethynyl)phenyl)ethanone (2a)
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1H NMR of 4-nitro-1-phenoxy-2-(phenylethynyl)benzene (2b)
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13C NMR of 4-nitro-1-phenoxy-2-(phenylethynyl)benzene (2b)
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1H NMR of methyl 4-phenoxy-3-(phenylethynyl)benzoate (2c)
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13C NMR of methyl 4-phenoxy-3-(phenylethynyl)benzoate (2c)
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1H NMR of ethyl 4-phenoxy-3-(phenylethynyl)benzoate (2d)
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13C NMR of ethyl 4-phenoxy-3-(phenylethynyl)benzoate (2d)
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1H NMR of isopropyl 4-phenoxy-3-(phenylethynyl)benzoate (2e)
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1H of NP-IM-SON-p-CO2-iPr
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13C NMR of isopropyl 4-phenoxy-3-(phenylethynyl)benzoate(2e)
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1H NMR of 4-phenoxy-3-(phenylethynyl)benzonitrile (2f)
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13C NMR of 4-phenoxy-3-(phenylethynyl)benzonitrile (2f)
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1H NMR of 4-phenoxy-N,N-diphenyl-3-(phenylethynyl)benzamide (2g)
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13C NMR of 4-phenoxy-N,N-diphenyl-3-(phenylethynyl)benzamide (2g)
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1H NMR of 4-phenoxy-3-(phenylethynyl)benzaldehyde (2h)
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13C NMR of 4-phenoxy-3-(phenylethynyl)benzaldehyde (2h)
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1H NMR of 1-nitro-3-phenoxy-2-(phenylethynyl)benzene (2i)
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13C NMR of 1-nitro-3-phenoxy-2-(phenylethynyl)benzene (2i)
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1H NMR of 4-nitro-2-(phenylethynyl)-1-(p-tolyloxy)benzene (2k)
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13C NMR of 4-nitro-2-(phenylethynyl)-1-(p-tolyloxy)benzene (2k)
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1H NMR of 4-nitro-1-(4-nitrophenoxy)-2-(phenylethynyl)benzene (2I)
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13C NMR of 4-nitro-1-(4-nitrophenoxy)-2-(phenylethynyl)benzene (2I)
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1H NMR of 1-(3-(oct-1-yn-1-yl)-4-phenoxyphenyl)ethanone (2m)
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13C NMR of 1-(3-(oct-1-yn-1-yl)-4-phenoxyphenyl)ethanone (2m)
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25.8.2018

1H NMR of 4-phenoxy-3-(2-phenylethynyl)pyridine (2n)
~—1H of NP-S0-819
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13CNMR of 4-phenoxy-3-(2-phenylethynyl)pyridine (2n)

/13C of NP-so-819 25.8.2018
| \/

WWM “:MJ# J MW R TR R S m———

LA BEARLALAA) RELALAARES | RARAAAARA T | AARRARAA T

I ! T T HARA ARAARRRR RAAARRAMAY MR T T T [AARAAARARS RAAMARRAN [N
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

28



1H NMR of 1-phenoxy-2-(phenylethynyl)benzene (20)
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13C NMR of 1-phenoxy-2-(phenylethynyl)benzene (20)

2099
mﬁm_.@h“lv
LECEL

E00rss—

TEE o —

200817
TaIT—
BERTCT~
CLSECT—
L08ct
hmﬁ.mmﬁw
el og =
mvm.mmﬁ._k_“uﬁ
£09'621
LLPTET
A0k ZET
ZhsEer

£B0LST
SIFsst~"

160 150 140 130 120 110 100 ag 80 70 60 a0 40 30 20 10
f1 (ppm)

170

30



1H NMR of 1-(p-tolyloxy)-2-(2-phenylethynyl)benzene (2p)
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13C NMR of 1-(p-tolyloxy)-2-(2-phenylethynyl)benzene (2p)
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1H NMR of 1-(4-Chlorophenoxy)-2-(2-phenylethynyl)benzene (2q)
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13C NMR of 1-(4-Chlorophenoxy)-2-(2-phenylethynyl)benzene (2q)
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1H NMR of 1-(4-Methoxyphenoxy)-2-(2-phenylethynyl)benzene (2r)

20.8.2018
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13C NMR of 1-(4-Methoxyphenoxy)-2-(2-phenylethynyl)benzene (2r)

13C of NP-50-815 20.8.2018
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1H NMR of 2-(2-(2-phenylethynyl)phenoxy)naphthalene (2s)

13:..8 . 2018

1H of NP-S0O-809
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13C NMR of 2-(2-(2-phenylethynyl)phenoxy)naphthalene (2s)
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1H NMR of 1-(2-(2-phenylethynyl)phenoxy)naphthalene (2t)
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13C NMR of 1-(2-(2-phenylethynyl)phenoxy)naphthalene (2t)

14.8.2018

13C of NP-S0-811
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1H NMR of 1-(10-phenyldibenzo[b,f]loxepin-2-yl)ethanone (3a)

10.4.2018

10.4.2018

1H of NP-IM-P-COMe(676)

MeOC

€61
=007

H\wm.—

80

D-po's

I

3.0 2.5 2.0 1.5 1.0 0.5

3.5

10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0
f1 (ppm)

10.5

41



13C NMR of 1-(10-phenyldibenzo[b,floxepin-2-yl)ethanone (3a)
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1H NMR of 2-nitro-10-phenyldibenzo[b,f]loxepine (3b)
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13C NMR of 2-nitro-10-phenyldibenzo[b,floxepine (3b)
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1H NMR of methyl 10-phenyldibenzo[b,floxepine-2-carboxylate (3c)
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13C NMR of methyl 10-phenyldibenzo[b,floxepine-2-carboxylate (3c)
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1H NMR of ethyl 10-phenyldibenzo[b,floxepine-2-carboxylate (3d)
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13C NMR of ethyl 10-phenyldibenzo[b,floxepine-2-carboxylate (3d)
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H NMR of isopropyl 10-phenyldibenzo[b,floxepine-2-carboxylate (3e)
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13C NMR of isopropyl 10-phenyldibenzo[b,floxepine-2-carboxylate (3e)
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1H NMR of 10-phenyldibenzo[b,floxepine-2-carbonitrile (3f)

1H of NP-IM-676P-CN 5.6.2018
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13C NMR of 10-phenyldibenzo[b,floxepine-2-carbonitrile (3f)
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1H NMR of N,N,10-triphenyldibenzo[b,floxepine-2-carboxamide (3g)
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13C NMR of N,N,10-triphenyldibenzo[b,floxepine-2-carboxamide (3g)
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1H NMR of 10-phenyldibenzo[b,floxepine-2-carbaldehyde (3h)
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13C NMR of 10-phenyldibenzo[b,floxepine-2-carbaldehyde (3h)
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tro-10-phenyldibenzo[b,floxepine (3i)
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13C NMR of 1-nitro-10-phenyldibenzo[b,floxepine (3i)
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1H NMR of 10-phenyldibenzo[b,floxepine-1-carbaldehyde (3j)
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13C NMR of 10-phenyldibenzo[b,floxepine-1-carbaldehyde (3j)
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1H NMR of 8-methyl-2-nitro-10-phenyldibenzo[b,floxepine (3k)
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13C NMR of 8-methyl-2-nitro-10-phenyldibenzo[b,floxepine (3k)
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1H NMR of 2,8-dinitro-10-phenyldibenzo[b,floxepine (3I)
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13C NMR of 2,8-dinitro-10-phenyldibenzo[b,floxepine (3l)
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1H NMR of 10-phenyldibenzo[b,f]loxepine (30)

£66'9
€104
9104
£S04 1
95041
0L0'¢A
bL0'¢
06041
£60'41
Z91'¢+
991'4+
PB1'ZA
66141
20Z'L
6941
8T
98¢
L8T¢L
682¢
£IEL
91
8zt
1£5¢
€€
8pe's
zset
8¢
S9E'L
BIEL
S8E'¢
68E'L
66E¢
80b'¢
Ziv'e
9Tb
12
Szb'eA
obbe]
Ebb'e-
Shb'ed
s6b'e ]
19p2
Sop's ]
L6v'¢]
00544
1154
9154
0254+

H.M.wm.m
s-EE°T
n...rmm.ﬂ
[~9e'8
=00C

9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
f1 (ppm)

10.0

65



13C NMR of 10-phenyldibenzo[b,floxepine (30)
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1H NMR of 2-Methyl-10-phenyldibenzo[b,floxepine (3p)

15.8.2018

1H of NP-S0-812-S2
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13C NMR of 2-Methyl-10-phenyldibenzo[b,floxepine (3p)

13C of NP-S0O-812-S2 15.8.2018
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IH NMR of 2-Chloro-10-phenyldibenzo[b,floxepine (3q)

1H of NP-50-805
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13C NMR of 2-Chloro-10-phenyldibenzo[b,floxepine (3q)

9.8.2018
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1H NMR of 2-Methoxy-10-phenyldibenzo[b,floxepine (3r)

23.8.2018
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13C NMR of 2-Methoxy-10-phenyldibenzo[b,floxepine (3r)

24.8.2018

13C of NP-S0-816(R2)
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1H NMR of 11-Phenyl benzo[b]naphth[1,2-floxepin (3s)
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13C NMR of 11-Phenyl benzo[b]naphth[1,2-floxepin (3s)

15.8.2018

13C of NP-SO-813-S2
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1H NMR of 12-Phenyl benzo[b]naphth[2,1-f]loxepin (3t)

1H of NE-50-8ld4-R 18.8.2013
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13 NMR of 12-Phenyl benzo[b]naphth[2,1-f]loxepin (3t)

15.8.2018

13C of NP-50-814-R
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1H NMR of 4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5a)
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13C NMR of 4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5a)
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1H NMR of 8-methyl-4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5b)
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13C NMR of 8-methyl-4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5b)
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1H NMR of 7-methyl-4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5c)
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13C NMR of 7-methyl-4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5c¢)
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1H NMR of 6-methyl-4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5d)
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13C NMR of 6-methyl-4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5d)
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1H NMR of 7-(benzyloxy)-4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5e)
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1H of NP-IM-SON-30Br4HC
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13C NMR of 7-(benzyloxy)-4-phenoxy-3-(phenylethynyl)-2H-chromen-2-one (5e)
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1H NMR of 4-(4-chlorophenoxy)-3-(2-phenylethynyl)-2H-chromen-2-one (5f)
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13C NMR of 4-(4-chlorophenoxy)-3-(2-phenylethynyl)-2H-chromen-2-one (5f)

1859
wmw.@.n./.
SITU
mvv.mh.\

668'86—

SSHE0T—

¢mm‘m.:
mmﬁ.@: %
LESBTT
£96'121
£81'ECl a/.
LETPTI~E
ch0'8zl
99£'821 V.

255621
848621
LLVIED %

CSOEEl

8L1°CSI~
919°€51—

+98'09] —
8ER'ZII—

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

180

88



1H NMR of 8-phenyl-6H-benzo[6,7]oxepino[3,2-c]Jchromen-6-one (6a)
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13C NMR of 8-phenyl-6H-benzo[6,7]oxepino[3,2-c]chromen-6-one (6a)
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1H NMR of 4-methyl-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]chromen-6-one (6b)
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13C NMR of 4-methyl-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]Jchromen-6-one (6b)
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15.5.2018

1H of NP-IM-676-M-Me

1H NMR of 3-methyl-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]chromen-6-one (6¢)
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13C NMR of 3-methyl-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]Jchromen-6-one (6c)
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1H NMR of 2-methyl-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]chromen-6-one (6d)
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13C NMR of 2-methyl-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]Jchromen-6-one (6d)
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1H NMR of 3-(benzyloxy)-8-phenyl-6H-benzo[6,7]oxepino[3,2-clchromen-6-one (6e)
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13C NMR of 3-(benzyloxy)-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]chromen-6-one (6e)
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1H NMR of 10-chloro-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]chromen-6-one (6f)
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13C NMR of 10-chloro-8-phenyl-6H-benzo[6,7]oxepino[3,2-c]Jchromen-6-one (6f)
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