This article was downloaded by:

On: 27 January 2011

Access details: Access Details: Free Access

Publisher Taylor & Francis

Informa Ltd Registered in England and Wales Registered Number: 1072954 Registered office: Mortimer House, 37-
41 Mortimer Street, London W1T 3JH, UK

Organic Preparations and Procedures International
Publication details, including instructions for authors and subscription information:

0P http://www.informaworld.com/smpp/title~content=t902189982

Py
e semeerione | 37 AND 4-(7-BENZ[a] ANTHRACENYL)PHENYL-2-OXAZOLINES AND
o rroceoures | 3- AND 4-(9-ANTHRACENYL)PHENYL-2-OXAZOLINES AND THEIR

i o HYDROCHLORIDE SALTS
- F. A. Vingiello*; M. P. Rorer*; M. A. Ogliaruso®
2 Department of Chemistry, Virginia Polytechnic Institute and State University, Blacksburg, Virginia

To cite this Article Vingiello, F. A., Rorer, M. P. and Ogliaruso, M. A.(1971) '3- AND 4-(7-
BENZ[a]ANTHRACENYL)PHENYL-2-OXAZOLINES AND 3- AND 4-(9-ANTHRACENYL)PHENYL-2-OXAZOLINES
AND THEIR HYDROCHLORIDE SALTS', Organic Preparations and Procedures International, 3: 2, 103 — 107

To link to this Article: DOI: 10.1080/00304947109356045
URL: http://dx.doi.org/10.1080/00304947109356045

PLEASE SCROLL DOWN FOR ARTICLE

Full ternms and conditions of use: http://wwinformworld.coniterns-and-conditions-of-access. pdf

This article may be used for research, teaching and private study purposes. Any substantial or
systematic reproduction, re-distribution, re-selling, |loan or sub-licensing, systematic supply or
distribution in any formto anyone is expressly forbidden.

The publisher does not give any warranty express or inplied or make any representation that the contents
will be conplete or accurate or up to date. The accuracy of any instructions, formulae and drug doses
shoul d be independently verified with primary sources. The publisher shall not be liable for any |oss,
actions, clainms, proceedings, demand or costs or danmmges whatsoever or howsoever caused arising directly
or indirectly in connection with or arising out of the use of this nmaterial.



http://www.informaworld.com/smpp/title~content=t902189982
http://dx.doi.org/10.1080/00304947109356045
http://www.informaworld.com/terms-and-conditions-of-access.pdf

13:43 27 January 2011

Downl oaded At:

ORGANIC PREPARATIONS AND PROCEDURES INT. 3(2), 103-107 (1971)

3- AND 4-(7-BENZ[a] ANTHRACENYL) PHENYL-2-0XAZOLINES
AND
3- AND 4-(9-ANTHRACENYL)PHENYL-2-OXAZOLINES
AND THEIR HYDROCHLORIDE SALTS
F. A. Vingiello,la M. P. Rorerlb and M. A. Ogliaruso1c
Department of Chemistry
Virginia Polytechnic Institute and State University
Blacksburg, Virginia 24061
We have previously reported2 the preparation of four polyecyclic
l-aroylaziridines, 3- and 4-(7-benz[alanthracenyl)-N-benzoylaziridines (1
and 20 and 3- and 4-(9-anthracenyl)-N-benzoylaziridines (3 and 4). We now
report on the conversion of these benzoylaziridines to their respective

3,4,5 and 2-oxazoline hydrochloride salts.4

2-oxazolines
The four 2-oxazolines, 3- and 4-(7-benz[a]anthracenyl)phenyl-2-
oxazolines (5 and 6) and 3- and 4-(9-anthracenyl)phenyl-2-oxazolines (7
and 8) were prepared in high yields from the corresponding benzoylaziridines
by isomerization reactions catalyzed by sodium iodide (Chart I and Table I).
Refluxing the benzoylaziridines in the absence of sodium iodide resulted in
essentially no isomerization products being formed.
Under anhydrous conditions high molecular weight 2-oxazolines have
been reported to form hydrochloride salts.4 The four hydrochloride salts,
3- and 4~(7-benz[alanthracenyl)phenyl-2-oxazoline hydrochlorides (9 and 10)
and 3- and 4-(9-anthracenyl)phenyl-2-oxazoline hydrochlorides (11 and 12)
were prepared by the addition of ethyl ether solutions saturated with

anhydrous hydrogen chloride to anhydrous tetrahydrofuran solutions containing

the four 2-oxazolines (Chart I and Table I).
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CHART I
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TABLE I
Physical Data for Polycyclic 2-Oxazolines and
Their Hydrochloride Salts
' % Calcd. % Found
C'mpd. Yi;ld, 1:11(::», Formula C m N c1 C m N C1
E 73 188-189 C27H19N0 86.83 5.14 3.75 87.07 5.00 3.58
6 84 223-224 C27H19N0 86.83 S5.14 3.75 86.92 5.23 3.58
7 80 159-161 C23H17N0 85.41 5.31 4.33 85.54 5.14 4.14
8 86 274-275 CZ3H17NO 85.41 5.31 4.33 85.35 5.24 4.28
9 73 197-199 C27H20C1NO 79.10 4.93 3.42 8.65 79.27 5.11 3.35 8.81
10 84 203-205 C27H20C1N0 79.10 4.93 3.42 8.65 79.31 4.68 3.23 8.79
11 70 152-154 C23H18C1N0 76.76 5.05 3.89 9.85 76.82 5.07 3.74 9.61
12 86 199-201 CZ3H18ClNO 76.76 5.05 3.89 9.85 76.83 5.10 3.99 10.05
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EXPERIMENTAL

The mps of all compounds were taken on a Fisher-Johns melting point
block and are uncorrected. Analyses were performed by Galbraith Labs.,
Knoxville, Tennessee; M-H-W Labs., Garden City, Michigan; and on a depart-
mental F and M Scientific Corp., Model 185, C, H, and N analyzer. The
nmr spectra were recorded on a Varian A-60 spectrophotometer, using 107
deuterated chloroform solutions with tetramethylsilane (TMS) as an internal
standard.

4-(7-Benz[a]anthracenyl)phenyl-2-oxazoline (6).

A mixture of 8.2 g (0.022 mole) of 2 and 20 g (0.13 mole) of powdered
sodium iodide in 200 ml of THF was refluxed for 24 hrs with vigorous
mechanical stirring. The solution was then concentrated, the residue
dissolved in 100 ml of chloroform, 100 ml of water added, and the chloro-
form layer separated and dried over sodium sulfate. The dried solution
was filtered and concentrated to give a viscous oil. The oil readily
crystallized when 50 ml of ethanol (95%) was added. The solid was
recrystallized four times from benzene-ethanol (95%) (1:1), and the
product was obtained as white crystals, mp 223-2240; yleld 7.5 g (847%);

nmr (CDCL,) § 5.0-4.0 (m, 15, ArH), 2.4 (t, 2, CH,), 2.2 (t, 2, CH)).

3-(7-Benz{alanthracenyl)phenyl-2-oxazoline (5).

Using the same procedure as described above, on the same scale with
1, produced a solid which was purified by three recrystallizations from
benzene-ethanol (95%) (7:3) and one treatment with charcoal. This
afforded 6 g (73%) of white crystals, mp 188-1890; nmr (CDC13) § 5.0-4.0

(m, 15, ArH), 2.4 (t, 2, CH,), 2.2 (t, 2, CH).

4-(9-Anthracenyl)phepyl-2-oxazoline (8).

Using the same procedure as described above with 9.17 g (0.03 mole)
of 4 and 22 g (0.15 mole) of powdered sodium iodide, produced a solid

which was purified by four recrystallizations from chloroform-ethanol
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(95%) (4:6). The product was isolated as greenish yellow needles, mp
274—2750; yield 8.4 g (86%); nmr (CDC13) § 4.6-4.0 (m, 13, ArH), 2.44

(t, 2, CH,), 2.22 (t, 2, CH,).

3-(9~-Anthracenyl)phenyl-2-oxazoline (7).

Using 10 g (0.031 mole) of 3, 22 g (0.15 mole) of powdered sodium
iodide and the same procedure as described above, produced, after con-
centration of the chloroform layer, a pale brown oil which crystallized
on standing. Purification by four recrystallizations from THF-ethanol
(95%) (7:3) and one treatment with charcoal, afforded 7.1 g (70%) of
light yellowish white needles, mp 159—1610; nmr (CDC13) § 4.6-4.0

(m, 13, ArH), 2.4 (t, 2, CHZ), 2.2 (t, 2, CHZ).

4-(7-Benz[a]anthracenyl)phenyl-2-oxazoline hydrochloride (10).

To 3 g (0.008 mole) of 6 in 150 ml of THF at room temperature was
added 60 ml of anhydrous ether saturated with anhydrous hydrogen chloride.
The mixture was stirred for 15 min, concentrated, the resultant white
solid recrystallized four times from absolute ethanol, and the product

was isolated as white powdery crystals, mp 203—2050; yield 2.8 g (84%).

3-(7-Benz[a)anthracenyl)phenyl-2-oxazoline hydrochloride (9).

Using the same procedure as above on the same scale with 5 produced
an oil which slowly crystallized from ether-ethyl acetate (1:1) after
cooling overnight. The resultant white solid was recrystallized four
times from ethyl acetate—absolute ethanol-ether (2:7:1), and the product

isolated as a white powdery solid, mp 197—1990; yield 2.5 g (73%).

4~ (9-Anthracenyl)phenyl-2-oxazoline hydrochloride (12).

Using the same procedure as above on the same scale with 8 produced
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a light green oil which crystallized when 50 ml of ethyl acetate was

added. The solid was recrystallized four times from absolute ethanol,

and the product was isolated as light yellow feathery crystals, mp 199-

201°; yield 2.8 g (86%).

3-(9-Anthracenyl)phenyl-2-oxazoline hydrochloride (11).

To 2.5 g (0.0077 mole) of 7 in 150 ml of warm THF was added 25 ml

of anhydrous ether saturated with anhydrous hydrogen chloride. The

mixture was stirred for 15 min, concentrated, the resultant yellow oil

was recrystallized four times from absolute ethancl, and the product

isolated as greenish yellow nugget crystals, mp 152-154°; yield 1.8 g

(70%) .
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