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2,10-dodeeadienoic acid as a pale yellow oil. The acid was 
placed in 300 ml of BuOH and heated" to 100°, and Na (10 g) was 
added in lumps during 30 min with stirring. The mixture was 
cooled, and about 200 ml of BuOH was removed under reduced 
pressure; then 150 ml of 1:1 MeOH-H 2 0 was added, and the 
mixture was remixed 1 hr and reduced to a volume of about 
100 ml at a pressure of 20 mm. The remainder was acidified 
with aqueous HC1 and extracted with EtoO. The Et 2 0 phase 
was washed with HjO, dried (MgS04), filtered, and concentrated. 
The residue was treated with ethereal CH2N2 to give methyl 
3,7,1 l-trimethyl-10-dodecenoate (3.0 g, 52%) which had bp 
80-88° (0.5 mm). Anal. (C16H30O2) C, H. 

Methyl 10,ll-Epoxy-3,7,ll-trimethyldodecanoate.—Methyl 
3,7,ll-trimethyl-10-dodecenoate was epoxidized with m-chloro-
perbenzoic acid in CH2C12 in the usual way. An analytical 
sample was collected on preparative glpc. Anal. (C10H30O3) C, H. 

Methyl 10,ll-Epoxy-3,7,ll-trimethyl-6-dodecenoate.—.Methyl 
(rafts-6-farnesate was hydrolyzed, reduced, and esterified as for 
the preparation of methyl 3,7, ll-trimethyl-10-dodecenoate. The 
product had bp 97-103° (0.1 mm) and was obtained in 47f'J, yield. 
Anal. (C16H2s02) C, H. 

Epoxidation with m-chloroperbenzoic acid in CIT2C12 in the 
usual way followed by purification by preparative glpc gave 
analytical samples for bioassay. Anal. (Ci-,H2803) C, H. 
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As part of an investigation of potential novel anti
malarials, we have prepared several of the o-substituted 
5H-dibenz [6,/]azepines for evaluation. The synthetic 

scheme employed begins with 9-chloroacridines and is 
essentially as reported by Bergmann, et al.2 The details 
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of the procedures are included in the Experimental 
Section. 

All of the compounds listed in Tables I—III were 
screened for antimalarial activity against Plasmodium 
bergkei in mice by the method of Rane, et o/.,3 by the 
Walter Reed Army Institute of Research. All com
pounds except 12 and 13 were tested against Plasmo
dium gallinaceum in mosquitos.4 Production of ab
normal oocysts by 15 in the mosquito screen was ob
served, but no significant activity was noted for it in 
the mouse screen. Xone of the other compounds 
showed any significant activity in either of these tests. 
We are indebted to Drs. D. P. Jacobus, T. R. Sweeney, 
and E. A. Steck for these results. 

Experimental Section 

All melting points were obtained on a Thomas-Hoover Unimelt 
and are uncorrected. Satisfactory uv, iv, and nrar spectra were 
recorded for all new compounds. The uv and ir spectra were 
recorded using a Perkin-Elmer 202 spectrophotometer and a 
Perkin-Elmev Model 337 spectrophotometer, respectively. Nmr 
spectra were recorded on a Yarian Model A-60A spectrophotom
eter (TMS internal standard). Elemental analyses were per
formed by Gailbraith Laboratories, Knoxville, Tenn. Where 
analyses are indicated only by symbols of the elements, analytical 
results for these elements were within ± 0 . 4 ' , of the theoretical 
values. 

9-Methylacridines.—The 9-chloroacridines used were prepared 
from the corresponding diphenylaminecarboxylie acids by the 
published methods.5 In a typical preparation, to a solution of 
35.4 g (0.52 mole) of XaOEt and 88 g (0.55 mole) of diethyl 
malonate in 350 ml of EtOH, was added 81.2 g (0.35 mole) of 
2-fluoro-9-chloroacridine in 350 ml of PhMe, and the mixture 
was refluxed with stirring for 16 hr. To this mixture was added 
800 ml of 18 c

( HC1, the E tOH-PhMe was removed by distilla
tion, and the resultant mixture was refluxed for 4 hr. To this 
mixture was added 800 ml of H 2 0 and the solution was filtered 
hot. The filtrate was cooled, the crystals were collected, and the 
crystalline material was suspended in 1 1. of H 2 0 and made 
alkaline with lO'/t XaOH solution. Filtration gave the crude 
2-fluoro-9-methylacridine which was washed with cold H 2 0, 

dried (30 g crude), and recrvstallized from MeCN: yield 22 g 
(30%). 

(3) T. S. Osdene, P. 15. Russell, and L. Rane. ./. Mnl. Chem.. 10, 481 
(1967). 

(4) E. J. Gerbera. L. T. Richard, and J. IS. Poole, Mo*ivilo A'eu'.<, 26, 359 
(1966). 

(5) A. Albert, "The Acridines." 2nd ed. St. Martin's Press. New York, 
N. V., 1968, P 50. 
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D. Perrine and L. J. Sargent, ./. Org. Chem., 14, 583 (1949). 
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9-Acridinecarboxaldehydes. In a typical r e a d ion, a m i x t u r e 
of 23.4 g (0.11 mole) of 2- f !uoro-9-methylaer id ine , 35.3 g (0.24 
mole) of X ,X-d ime thy l -4 -n i t rosoanil ine. 20 d rops of p iper id ine . 
and 150 ml of 2 -pen tano l was refluxed for 5 hr. T h e m i x t u r e 
was cooled, and the res idue was filtered and washed with 9 5 ' , 
K t O H . T h e n i t rone was not purified hut was used d i rec t ly . 
A s t i r red s lur ry of c rude n i t rone in 300 nil of 1 2 ' , HOI was 
hea t ed on a s t eam b a t h for 5 min . F i l t ra t ion gave the hyd ro 
chlor ide which was t r e a t e d wi th excess 2 0 ' , X'aOAc solut ion to 
l ibera te the base . (21 g c rude) . Hecrysta l l izat ion from M e C X 
gave 10 g ( 0 5 ' , ). 

9-Hydroxymethyl-9 ,10-dihydroacridines . In a typical ex
ample , to a s t i r red suspens ion of 9.0 g of LAH in 200 ml of K M ) 
under X2, IS.9 g (0.0S4 mole) of 2- f luoro-9-acr id inecarboxaldehyde 
was added in por t ions . After comple t ion of add i t ion , the mixt ure 
was s t i r red and refluxed for 3 hr. T h e mix tu re was cooled and 
worked up in t h e usual m a n n e r . T h e yield was Hi.l g i ' S5 ' , i. 

5H-Dibenz[/) , / ' |azepines. A m i x t u r e of 15 g of sea sand . 15 g 
of P20,-„ and 50 ml of xylene unde r X\ was hea ted to reflux a n d 2 
g (0.009 mole) of 2 - f luoro-9-hydroxymethyl -9 ,10-d ihydi 'oacr id ine 
was a d d e d qu ick ly : the mix tu re was refluxed for 2 hr. Longer 
reflux t ime, in our hands , resul ted in isolat ion of only 9 -me tbv l -
acr id ines (<•/. ref 2). T h e mix tu re was cooled and ex t rac ted 
( P h i l ) , the organic layer was dried (CaSO;) , and the solvent was 
r emoved u n d e r reduced pressure . T h e res idue was t aken up in 
P h H and c h r o m a t o g r a p h e d on an a l u m i n a co lumn packed in 
h e x a n e : P h H was used its the e luent . T h e yield after one re-
crys ta l l iza t ion from cyclohexane was 0.0 g CM)'", ). 

5-(3-Dimethylaminopropyl ) -5H-dibenz [b,f\ azepines . A mix-
tu re of 1.0 g (0.0047 mole) of 2 - f luoro-5H-dibenz[o . / | azep ine . 
0 .7s g of X a l l ( 5 S ' f in an oil d ispers ion) and 70 ml of xylene 
were refluxed 2 hr under .V. T o this mixt ure was added dropwise 
a solut ion of 4.7 g 10.04 mole ! of 3 - X , X - d i m e t h \ l aminoprop) 1 
chloride in 50 ml of xylene and the mix tu re was refluxed for 20 
hr. T h e react ion mix ture was t rea ted with H2() and ex t rac ted 
with Kt2(), the organic layer was dried (CaSO;) and evapo ra t ed 
under reduced pressure , and the res idue was c h r o m a t o g r a p h e d 
over a lumina as descr ibed above . T h e oil ob t a ined from the 

P h H eluent was t r ea t ed with 0.27 g (0.023 m o l e ! of maleic acid 
dissolved in 10 ml of KtOAc. Cool ing overnight tit —5° produced 
0.25 g ( 1 5 ' ) ) which was recrvs ta l l ized from K t O H Kt>(). 

1 .3-I ) ihydio-I -methy] -5 ,6 - (and 5.7-) 

diary!-2H-l ,4-diazepin-2-ones> 
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Although a number of '2H-1.4-botizodiazo])in-2-
elosely related to diazepam have been reported to ; 
CXS depressant properties,1 the monocyclic 

('H 

OIK'S 

•how 

dihydro-2H-l,4-diazepin-2-one ring system I has not 
been described. 'Phis paper describes the preparation 

i l ; 1.. II. S l e m h a e l i , l„ O. Katuiall , H. Hanzinjsi'V. and II. I.eiir in " l>t :i»-
At'l'ect intr tin- Cen t r a ! Nervous S y s t e m , " Vol. 2. A. I'.nrjier, Kil.. Maivel 
Dckker . Inc . . New York. N. V.. I!M!S. p 2:i, . 


