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In a program designed for the preparation of poten-
tial antithyroid compounds, a series of substituted 2-
oxagolidinethiones  were synthesized and tested for
activity 1 rats, A lst of new compounds prepared
is given in Table I While none of the conipounds in
Table T showed marked antithyroid activity as coni-
pared to dl-goitrin (dl-5-vinyl-2-oxazolidinethione),?
ecompounds IV, IVa, and XI were minimally active in
suppressing I'*' uptake. Compounds I, Ian. V, and
VIIT caused inereased thyroid weight but were in-
effective in iodine suppressiom.  One compound, 3-
(2-dodecanol)->-decyvi-2-oxazolidinethione (VII), caused
a significant inereage in I'*' uptuke and decrease in
thyvroid weight. 35-Decyl-2-oxazolidinethione (X) re-
sulted in a decreased thyroid weight only. The reac-
tion of hydroxyoxazolidinethiones with isoevanates,
sulfonyl chlorides, or arovlt chlorides was found to
tuke place at the hydroxyl group and not at the ring
nitrogen or =ulfur. Infrared spectra of these com-
pounds (IKBr pellet) displayed the characteristic thio-
urcide band (>NC=8) at 1560-1475 em " ** and also
the position of the carbanyl band was in agreement with
the earbamoyloxy (carbanilinooxy) or beuzoxy configu-
ration and the hydroxyl band was no longer evident.
The fact that the thioureide buud was not destroyed
during reactions of the hydroxy- or aminooxazolidine-
thiones witl isocyanates or aroyl or sulfonyl chlorides
ix further evidence for the predominance of the thioue
coatfiguration for the oxazolidinethione structure.

Experimental Section®

4-Methyl-4-phenylcarbamoyloxymethyl-2-oxazolidinethione (I).
-—The starting 4-methyl-4-hvdroxymethyl-2-oxazolidinethione
was prepared according to Sknlski, # «/%  Phenyl isocvanate
(1L g b mole) in 50 ml of dioxane wax added over 1-2 hr ton
refluxing =olntion »of 4-methyl-4-hvdroxymethyvl-2-oxazolidine-
thione (14.7 g, 0.1 mole) and refluxing contined for 2 hr. The
~olntion was rotary vacin evaporated (o dyvness and ervsial-
lized from aqueons methavol,  Componuds la-f were prepaved
stiilary.

5-Benzamidomethyl-2-oxazolidinethioue 11t).  3-Benzoyl-5-
benzamidomethyl-2-oxazolidinethione (III).—1uto 1 cold dioxane

sy O Fanrawe, R )0 Ryaw aud 110, Biebel, Endocrinology, ju press,

€5y M, Gl Elthiegee, J. Awee Chene >ae,, T2, 4702 (1950).

¢3) Loodo Belaay, The Lafrared Spectea of Cowplex Molecules,” 2ad ed,
Metloew arel Ce, L., Liondon, 1958, p 337,

1) AL Gl Kttliagee, J. Am, Chew Sov., T2, 4699 (1950).

(1) lufrared spectra were determined on a Perkin-Elmer Model 1371
ssing KIve pellels. Ultraviolel spec) e were (e somied it 8 Baoselo aodd
Loodh Mol 705 Meltiog janas weee tinke oo i Thouas=)Toovee eiqil-
Leey raelttor pojad ajqacalus aoil are aaesareroed, Fleyreal aualysis weer
perfammed Ly Micro-Tec)y Laborateoies, Skokie, 110

i6) AL Skolski, Do L. Guroaee. aw OV MeRuy, Cun, S Cle., 34, 8153
C1O90

hiey of S-aminonmethyl-2-nxazolidinethione (13,2 g, 0.1 mnlel
and tiethylamine (1001 g, 0.1 nmole) was added benzoyl chlorvide
i1 g b mole) with rapid stirring. The solition wax stirred
At room temperatire Tor 5 hrey became bright vellow, and was
waried 1o S0° for T hir. The solution wax filtered after cooling,
removing the triethylnnine hydrochloride formed and approxi-
mately 3.5 ¢ of =starting oxazolidinethione, and vaennm evapo-
rated to a yvellow waxy material. This rvesidite was dissolved
acetone mud preeipitated by addition of water. The vellow waxy
nuaterial was titirated with hot benzene, vielding a benzene-
soluble fraction.  Crystals obtained from this fraction were ve-
crvstallized from benzene: mp 178179, 1y Ayeex 24 Ting (12O T,
vield 5477 (1\V), The benzene-insoluble residue was crvstallized
from water: mp 1520 1357, av A 247 mg (151015 vield 157,
BREES
4-Methyl-4-benzoxymethyl-2-0xazolidinethione (IV). A ~solu-
ton of 0.1 mole of benzovl chlovide in 100 mil of dioxane wax
added slowly over 2 Tirat room temperatire to a stirved solition
of damerhyvl-4-hvdroxymethyl-2-oxazolidinethione (147 g, th1
moled in 200 ml of dioxane containing 0.1 mole of pyridine.  An
additional 0.1 mole of pyridine was added and the temperature
wits ratsed to 60° for 4 hr. The solution was vaceuum evaporated,
shoried in 57, NaCl, extraeted with eihyl acetate, dried over
Drievite, and the solvent was removed under rednced pressure.
The residue was eryvstallized from abrolute ethanol.  Similarly,
1Via-g were prepured.
4-Methyl-4-{ p-tolylsulfonyloxymethyl)-2-oxazolidinethione
(Vi A solntion of p-toluenesulfony! chlovide (38,2 g, 0.2 wole)
e Tow ml of pyridine was added <lowly over 2l to a stirred
solution of 4-methyvl-4-hyvdroxymethyl-2-oxazolidinethione ¢29.5
g, 0.2 molelin 1ol of pyridine at 507 After complete addition,
the reaciion wax allowed to proceed for an additional 2 hr.
The contents wis viemnn evaporated to a dark, semicrysralline
oil whicl was <hnrvied in 200 ml of 1070 NaCl s<olution and re-
peatedly extracied with erthyl acerate f1otal 600l and, {inally,
with 150 ml of CHCL.  The combined extracts were dried over
Drievite and vacunn evaporated to o crude residne which was
repedtedly ervatallized from absolute ethannl.
4-Methyl-4-benzenesulfonyloxymethyl-2-o0xazolidinethione
(Va)-A solution of benzenesulfouyl ehloride (35.4 g, 0.2 moler
in 50wl of pyridice was added dropwize over 3 hr and a1 room
temperature 1o a pyridine sohttion of 20.4 ¢ (1.2 moles of the
hydroxyoxazolidinethiowe.  ‘The pyridine wasx vemoved nnder
reduced pressiure aud the vesulting oil was <huvied in 250wl of
107 NaCl ~olution, extraeted with ethyl acetate, decolorized.
dried over Driervite, :md viacennm evaporated.  The methanol-
<oluble residne was repeatedly crvstallized fron metlanol,
5-Aminomethyl-2-0xazolidinethione ( VIL—--"To I,3-dimnino-2-
Lhydroxypropane (50 g, (L35 mole) dissolved in 400 ml o 95,
ethanol was added dpwise over Q0 min at 10°, (N (584 g,
0.5 moledin 200wl of 9307 methanol. A gnnnuy, eream-colored
precipitite began forming after one-half of the (s was added.
At the end of the addition, the reaction flaxk was allowed to reach
room temperatire and stirred for an additional honr. The <ola-
tion was then hieated to refiux for 8 e to remove HeX, wherenpon
A white precipitiie formed. The reartion flask was cooled, and
the cordents wis washed with ethanol aud dvied 7 mean vielding
off-white crvsials which were recrvstallized from water.
Dii2-dodecanol)amine. To o eold <canrated solutinmc ol N1L
in 500 ml of metlol was added 92 g o5 moles of L2-epoxydide-
cane. The resnlting solution was allowed to stand 3 days during
which 1ime g white fluffy precipitate Tormed.  The precipitate
was removed by filoation and the solntion was evaporated to
one-third iis volinne and additioial precipitate was removed.
The ditZ-dodecaed mndie thins (onned wis treated with €=y
withont frther purification, mp 105--110° izee helow ).
3-(2-Dodecanol)-5-decyl-2-oxazolidinethione (VII).—A solu-
Lo of di¢2-dodecanslinnine (28,15 g, 0,14 mole) and 19.6 ml of
(riethylamine in 150 ml of dioxane was ehilled in an ice bath and
crented witle O e el (UL bioter, The solutione was allowed
Lo wia to roone teptperatie, chilled, mal treated diopwise with
cihivl elloroformate (180 g0 007 aolen. The irviethylamine
hydrochlovide which formed was venoved and 50 ml of CCL wad
1.6 ml of tiethylnnie were added. The solution was <tirred
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Tabre I
Yield, Caled, —=Vounl, meem————
Couporad AMp. °C % TFormula C H N Cl S8 C H N C1 S
4-Meyhyl-4-X-plenylearh-
amoyloxymetlyl-2-
oxazolidinethione
XN =H(MN 183-185% Y CH)eN1OsS 54.12 5.30 10.52 54.46 5.24 10.42
X = 0-Cl (la) 162.5-163 .5+ 75 CeHuCIN:0:8 17.92 4.36 9.32 11.79 48.18 4.36 9.79 11.57
X = p-Cl {Ib) 160-161. 5% 59 CuHuCINO:S 47.92 4.36 9.32 11.79 48.31 4.73 9.42 11.23
X = 0-NO: (1) 172-173P 58 Cu:HisN3O0s8 46.30 4.21 13.50 46.35 4.27 12.98
X = o-F (Id) 182-184° 45 CuHFN:208 50.69 4.61 9.85 50.99 4.80 9.91
N = p-CH,F (le) 152-162¢ 42 CuHuFN20s8 50.69 4.61 9.85 51.00 4.72 9.83
X = CF; (If) 168-170¢ 30 CuHeFiN20:8 46.70 3.92 8.38 47.15 4.23 8.22
11 152-153¢ 15 CuHeN:0:8 55,91 5.12 11.86 13.57 55.93 5.10 12.04 13.78
111 178179/ 34 CsHeN20s8 63.51 4.74 8.23 9.42 63.60 4.87 8.31 9.64
4-Metliyl-4-X-benzoxy-
methyl-2-oxazolidin-
etldone
X = H (1IV) 153-155¢ 68 Ci:HeNO:S 57.35 5.21 5.57 57.69 5.18 5.83
X = 3,53-(NO»s (IVa) 160-161¢ 35 CuH(N30:8 42.23 3.25 12.31 42.24 3.21 12.62
X = o-Cl (1Vly) 139.5-141.5¢ 58 CuHeCINOGS 50. 44 4.23 12.41 50.66 4.30 12,10
X = p-Cl(1Ve) 180.5-181.5¢ 47 Cu:H):CINOs8 50.44 4.23 12,41 50.69 4.33 11.97
X = o-1" (IV) 144-146¢ 67.5 CuHnpFNOsS 53.52 4.49 5.20 53.62 4.68 5.07
X = m-F (IVe) 134-136¢ 62 CueHeFNOsS 53.52 4.49 5.20 53.63 1.65 5.14
X = p-I (IVD) 141-143¢ 66 CuHeFNOsS 53.52 4.49 5.20 53.75 1.53 5.35
X = m-CF; (IVy) 107-109" 35 CuHeFsNOsS 48.90 3.79¢ 4.39 49.29 4.00 +.46
v 140-1414 20 CuHiNO:S» 47.82 5.02 4.65 21.28 48.35 5.21 1.78 21.41
Va 130-132¢ T CuH N O48: 45.98 4.56 4.88 46.13 4.56 4.88
Vi 238-240° 75 C¢HsN-08 36.34 6.10 21.19 24,25 36.78 6.26 20.01 21.62
Vit 89-91° 30 CaHygNO:8 70.28 11.60 3.49 7.37 70.20 11.55 3.27 7.50
V11l 60-617 11 CoHNOS 58.34 8.16 7.56 17.31 58.56 8.28 7.86 17.41
1IN 95-979 60 CeHeNO:S 60.72 6.37 5.90 13.51 61.04 6.49 6.03 13.54
hY 92-92. 5% 67 CsHasNOS 64.15 10.35 5.75 13.17 64.24 10.15 5.94 13.14
X1 139.5-140. 5 22.6 CsHgNOS 45.77 6.91 10.68 24 .44 45.98 6.98 10.90 24.34
X11 15-48" 66 CsHoNOS 50.34 6.34 22.36 50.24 6.38 22.55
« Aqueous wnethanol. ® Alethanol-dioxane. ¢ Methanol. ¢ Isopropyl ether-acetorie. ¢ Water. 7/ Beuzene. ¢ Absolute ethanol.

* Diethyl ether. * Aqueous ethauol.

for 2 hr at rooni temperature aud evaporated to dryness under
vacuum at 40°. The residue was crystallized from 809 aqueons
ethanol.

3-Ethylhexahydro-2-benzoxazolidinethione (VIII)—To 45.1 g
(1.0 mole) of ethylamine in 250 ml of cold ethanol was added 49
g (0.5 mole) of 1,2-epoxycyclohexatie. The solution was stirred
for 6 hr and then allowed to stand 2 days. The solvent and excess
cthylamine were removed by vacuum evaporation at 40° leaving
a light brown oil. The oil was dissolved in 200 ml of dioxane
to which was added 69 ml of triethylamine. The solution was
cooled i1 an ice bath to 0-10° and C8, (38.1 g, 0.5 mole) was added
dropwize. The reaction was allowed to come to room tempera-
ture and stirred for 1 hr. After the dropwise addition of ethyl
chloroformate (54.3 g, 0.5 mole) and removal of triethylamine
hydroehloride, 69 ml of triethylamine, and 50 ml of CCly were
added. The solution was warmed to 50° for 15 min, solvents
were removed uuder vacuium at 40°, and the residnal 03l solidified
and was crystallized from petroleum ether (bp 90-120°) and sec-
butyl aleohol yielding off-white crystals.

3-Ethyl-5-phenoxymethyl-2-oxazolidinethione (IX).—To a solu-
tion of ethylamine (45.1 g, 1.0 mole) in ethanol (250 ml) at 10°
was added 1,2-epoxy-3-phenoxypropane (30 g, 0.2 mole). The
excess amine was removed by boiling after 4 days of standing at
room temperature and the solvent was removed by vacuum
evaporation at 40° leaving a white solid. The solid was dissolved
in cold dioxaune and treated with C8. (15.2 g, 0.2 mole) and ethyl
chloroformate ax in the procedure for IN. Colotless crystals were
obtained from absolute ethanol.

5-Decyl-2-oxazolidinethione (X).—The l-amino-2-hydroxy-

dodecane was prepared according to the method of Petrow and
Stepheusou.” A mixture of 1,2-epoxydodecane (92.2 g, 0.5 mole)
and succinimide (50 g, (1.5 mole) and 10 drops of pyridine in 500
ml of absolute ethanol wasx refluxed for 24 hr. The resulting
=olition was evaporated nnder rednced pressure to an nber oil
which solidified ou stauding. The solid was slurried in petrolenm
ether, filtered, aud dried yielding 92 g of the crude succinimide
adduet. A portion was recrystallized from petroleum ether, mp
70-73°. Thi~x material (90 g) was hydrolyvzed by refluxing in
500 ml of concentrated 1CI for 8 hr. The solution was cooled,
diluted with 300 ml of water, aud neutralized with 509, NaOH.

(7) V. Letrow and O. Stepleason, J. Pharm. Pharmicol., 5, 359 (1053).

i Petroleum ether (bp 90-120°)-sec-butyl aleohol.

k Ether—petrolenm ether. ! Ethyl acetate.

The resulting precipitate was filtered off aud crystallized fron
absolute ethanol, mp 156-157°, vield 22 g.

The amiuo alcohol (22 g, 0.11 mole) was dissolved in 250 ml of
acetone colitaining 16 ml of triethylamine. CS, (114 g, 0.15
mole) was added slowly and the reaction was stirred at room
temperature for 2 hr and refluxed for 6 hr. The solution was
vacuum evaporated to a solid and erystallized from an ether-
petrolenm ether mixture yieldiug 16 g of white crystals.

4-Methyl-tetrahydro-1,3-oxazine-2-thione (XI).—3-Amino-
butanol (21.2 g, 0.238 mole) was dissolved in 100 ml of dioxaue
coutaining 33 ml of triethylamine. CS, (182 g, 0.238 mole)
was added to the stirred solution. After 2 hr the solution was
cooled and ethyl chloroformate (25.8 g, 0.238 mole) was added
dropwise. The triethylamine hydrochloride formed was filtered
off and 50 ml of CHCl; and 33 ml of triethylamine were added and
the solution was stirred at room temperature and mildly heated
to remove COS. It was then vacuiim evaporated to a thick oil
and slurried in acetone, and the solid was filtered off. Crystal-
lization was affected from ethyl acetate vielding 7 g of prodiict.
5-Methyl-5-vinyl-2-oxazolidinethione (XII).—The preparation
of isoprene oxide was aceording to Reist, et al., and the conver-
sion to the amiuno aleohol followed Ettliuger? and Al'bitskaya
and Petrov.® Isoprene oxide (25 g, 0.3 mole) was added slowly
over 1-2 hr to 1 L. of cold (5°) concentrated NH,OH. After cou-
plete addition, the reaction was stirved for an additional 2 hr at
3°, refrigerated for 12 hr, and allowed to stand at roomi temperi-
ture fov 24 hr. The =olution was then boiled to oue-half volie
and further concentrated to au oil in a vacuum evaporator. The
oil was distilled (pyrogallol was added to retard polymerization)
aud 11.5 ml of the amino aleohol was collected at 67-73° (13
mm). The couversion to the oxazolidinethione followed the
method of Ettlinger.2 The Il-amino-2-hydroxy-2-methyl-i-
butene (11.5 mil, 0.114 mole) was dixsolved in 100 ml of water
containing 8 g of KOII. To the rapidly stiring =olution was
added dropwise over 60 min CS; (4.2 g, 0.12 mole) in 80 1l of
dioxane. Counsecutively, 8 g of KOH in 100 ml of water and 40
g of lead nitrate in 200 ml of water were added. The solution

(8) E. J. Reist, I. G. Janga, and B. R. Baker, J. Org. Chem., 25, 1673
(1960).

(9) V. M. Al'bitskays and A. A\, Petrov, Zh. Obsheh, Khim., 28, 001
(1958); Chem. Absir., 82, 170981 (1958).
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wax wirnted to 60° for 50 iy, filtered, and vacmun evaporated
to anoil. The oil was slirried in 150 ml of satinrated =alt solntion,
extracted with ethyl acetate, dried with Drierite, and vacinn
evaporated to an ol (IL7 g) which was slow to crvstallize.
The solid material was recrystallized fromn ether: nyv A, 240
1 (ethanol).
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I view of the elinically useful CNS activity of di-
bengazepiites,! the synthesis of 1-substituted 3-phetyl-
1,3,4,5-tetrahydro-2H-1-benzazepin-2-ones (I) and 1-
substituted 3-phenyl-2,3.4,5-tetrahydro-1H-1-benzage-
piites (IT) has been carried out.  2-Phenyl-1-tetralone?
on treatment with HNy gave 3-pheunvl-1,3,4.5-tetra-
hydro-2H-1-bengazepin-2-one (Ia). The structure of
Ia was confirmed by hydrolysis to  2-phenyl-4-(2-
aminophenyl)butyric acid, followed by deamination,
when «,y-diphenylbutyric acid was obtained.,  3-
Phenyl-1,3,4,5-tetrahydro-2H-1-benzazepin-2-one  (Ia)
on reduction with LiAIH, gave 3-phenyl-2,3.4,5-tetra-
hydro-1H-1-benzazepine (Ila). Ia and Ila on treat-
ment with NaH and the appropriately substituted
halides gave Ib, Ic, IIb and ITe, respectively. Ila on
treatment with NaCNO and CH;COOH gave the
correspondintg carbamoy’ derivative (1Id), while cou-
densation with CICH,COCI gave the chloroacetyl
compound (Ile) which on condensing with 4-(3-hy-
droxyethyl)piperagine followed by LiAIH, reduction

gave Ilg.

~X

2

L.X=CO
I, X = CH,
e, R=COCH,Cl

, /N
f, R =COCH,N, N(CH,),0H
N N(CH),

a, R=H
b, R =(CH.),N(C,H;),
¢, R=(CH,),N(C.H;},

d. R =CONH. /T \
- g, R=(CH.).N N(CH.),OH
\_/

Biological Activity.—The methods used for screening
huve been deseribed earlier.  Fxcept for 1-(y-diethyl-
amtinopropy)-3-plicnyl-2,3.4,5-tctrahydro-1H-1-benza-

() R. Kudog, Sefoeeizo Medo Wachacke,, 8T, 1185 (1957).
(2) M. & Newnwo, J. Am. Chew, Sor,, 60, 2041 (10138,
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zepine and 1-3-[4-(g-hydroxyethyl)piperazinyt jethyl=3-
phenyl=2.5,4.5-tetrahydro-1H-1-benzazepine,  none  af
the campounds showed any significant effect on the
central nervons o cardiovaseular syvstems nor did any
of the conipouwnds shaw any dinretic or hypoglveemie
actvity., I-(y-Diethyvlaminopropyly=3-phenyt=2,3,4.5-
tetralivdro-1H-1-benzazepine  (Ile; at 16 mg/kg ip
(LD (mice) 82 mg/kg ip) counteracted amphetamine
toxicity.  while  [-3-[4-(3-hydroxyethytpiperazinyt |-
cthyl-3-phenyvi-2.5.4 5tetrahydro-1H-1-benzazepine ad
17 mg/kg ip (LD;s (mice) 86 mg/ky ip) gave protection
against maximal electroshock setzures and antagonized
the action of S-hvdroxyvtryptanine on izalated guinea
pig tlewmn up to @ concentration of 107¢ g/mlk.

<xperimental Section®

3-Phenyl-1,3,4,5-tetrahydro-2H-1-benzazepin-2-one (la).

Concentrated .80 (3 ml) was added dropwise to a stirred
nmixture of 2-phenyki-tetralone (2,22 g, 0.0l uwole), AcOIl
(12 nid}, and NaN; (130 g, 0.02 mole) at 59-69°, aud stirring
was contined for 2l after the completion of the addition.
The reaction mixtire was then ponred onto crushed ice (200 gy,
the produet which separated was filtered, washed with ice-cold
aquieons ethanol (30C), and ervstallized fron benzene-petrolenm
ether (hp 40-60°); mp 192-104°, vield 1.42 g (60°).

Anal. Caled for CllaNO: 0 Xpot; . 6520 N, 5.0t
Foimd:  C, 8Los: T, 642 N, 048,

y-{0-Aminophenylj-a-phenylbutyric Acid Hydrochloride. A
mixture of I (2,37 ¢, WO mnled and 6 N TTCL (100 ml) was
reflnxed for 4 hr, eooled, and filtered.  The filirate » corceen-
ration gave n colovless eryvstalline produet which was veerystal-
lized from ethanol-cther; wmp 200°, viel:l 2.56 g (95,

Anal. Caled for CpllNOSTECE ¢, 65.86; L, 617 N,
4.30. Found: €, 65.49; 1, 6.40; N, 5.20.

«,7-Diphenylbutyric Acid.~A solution of -(o-wminophenyl -
a-phenyibutyric aeid hydrochlorvide (2.01 g, 0.01 mole) in 6 .\
HCL (15 ml) was treated below 20° with NaNO. (158 g, .02
mole).  CusOy /004 ¢) and ethanol (25 wl) were added to the
diazoninm salt =olntion aud the mixtiwe was heated at 60-70°
for 30 niin, then coonled, smd extracted with ethyl acetate.  The
exiract was dried (Nau20;) aud the solvent was removed.  The
residue was ervstallized Trom benzene—petrolein ether: mp and

wmp  (with authentic sample of  w.s-diphenylbutyric  acud)
70 ditfmp 72° 5
3-Phenyl-2,3,4,5-tetrahydro-1H-1-benzazepine (Ila). A <olu-

tion of Ta (237 g 1.01 mole) in dry tetrahvdrofuran (THIY)
(75 mly was added dropwize to o stirred suspension of LiAllL,
(1L05 g, 0025 mole) v dey THE (25wl The mixture was
stirred and refluxed for 12 hr and rooled and the excess TaAll,
was decomposed by addition of ethyl acerate followed by water,
The reaction mixture was exiracted with ethyl acetate, the
extract was dried (Na.ROy), the =olverd was removed, and the
residne was ervstallized from henzene-petroleinn ether; mp 1242,
vield 188 g (7 L

Lael, Caled Tor CulleN: C0os6.00: 1, 7620 N, 627,
Fonud: ¢, 8657 18040 N, 654,

Hydrochloride, rom cihimol -ether, colovless needles, mp 217
2187,

nade Caled Tor CulaN-THCT O 73050 T 6.950 N Sa
Found: 74040 L 7.0 N 5050,

1-(8-Diethylaminoethyl}-3-pheny!-2,3,4,5-tetrahydro-1H-1-

benzazepine (ITb).-~A mixture of 1la (2.22 g, 0.01 mole) and
Nall (1 g, 50C7) in dry dioxane (15 wl) was refluxed for 1 hrand
cooled.  To this o =olntimc ol g-diethylaminoethyl ehlovide
(135 g, 0.01 mole) icdry 1olnene (5 ml) was added and the niix-
ture was refluxed for | hr, conled, and filtered.  The filtrate was
evaporated Lo dryness under rediced pressure, the residne was ex-
tracted witlt ether, the ether solution in tirn was extracted with
1V IR0y, the aeidic lnyver was made alkaline. the liberated base
was (aken np in ether, the ether sohition was dried (Na.SO,),
and the solvent was removed.  The residie was chromatographed

s Melting potces wios peencdard joca L.



