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chloroform, carbon tlisulphitle, acetic acid ant1 i i i  hot ctli!.i, 
nicthyi, and amyl alcohols. 

Nitroso and picric acid derivatives are at presciit being prc- 
pared. 

It is itisoltible in  water. 

PREPARATlON OF 2,4,6-TRIRETHYLBENZALDAZlNE ; O F  
2,4,6-TRIMETHYLBENZY L-2,4,6-TRIMETHY L B E N Z A L  

HYDRAZONE A N D  S O M E  OF ITS DERIVATIVES. 
HY E\'t:xii.iK'r I'I;RL'V €I 414 r ) i \ i ,  
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2,4,6-Triiiiethylbenzaldazine was prepared by addiiig to a \veak 
alcoholic solution of 2,4,6-trimethylbenzaldehyde, which \vas pre- 
pared according to Gatterinann,l a solution of hytlrazine sulphatc~ 
containing the calculated amount of sulphate to prodtice the cor- 
responding aldazine. The  mixed solutions were \\-armed to 60"- 
violently shaken for thirty minutes and allowed to stand for t \vo  
hours. The ~ ~ I I o w  substance that separated formed spherulitic 
inasses which recrystallized from acetic acid in 1,eautiful li$t 
yello\v prisms which melted a t  167'. 
~CH:J,C,H,CH:O .. . . . $- . H;N'N:H, . . . . I-.o;Hcc,H,(cH.,),, . ,  .- 

(cH,~,c ,H~.cH : ?;.x : CH.C,H,~CH 
These gave c). jy per cent. N. 
2.4~3-Trimethylbenzaldazine is very soluble i n  chloroform. 

Calculatetl. 9.50 per cent. 
I t  

is soluble in cold ether. benzene, toluene, acetone a i id  in hot acetic 
acid, ethyl, methyl and amyl alcohols. I t  is insoluble i l l  water. 
Like all known aldazines it is a very stable u ~ i i i p o ~ i i ~ ~ l .  

~ . ~ . 6 - T ~ i 1 r 1 ~ ~ t l i y l b e ~ i ~ y l - - s , ~ , 6 - t ~ i t ~ ~ c t l z y l b e i i ~ c i l  H?ltlix:zuiic,. 
(CH,).,C,H,CH,NHN : CHC,H,(CH 

Slore than the calculated amount of a 4 per cent. sodium anialganx 
1 w. Graf : Inaug. Diss.. Heidelberg, 1899. 
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to reduce the aldazine to its corresponding hydrazone was added 
to an alcoholic solution of ~,4,6-trimethylbenzaldazine. This 
was heated at  the temperature of boiling alcohol in a flask con- 
nected with a reflux condenser for from four to five hours upon a 
water-bath. The  almost colorless solution was then filtered and 
the filtrate placed in ice water. The  hydrazone crystallized a t  
once. I t  was filtered off, washed well with water and recrystal- 
lized from alcohol. I t  melted at  88"-89" (uncorr.). 

The  analysis gave 9.40 per cent. S. Calculated, 9.53 per cent. 
~,~,6-Triniethylbe1izyl-~,4,6-trimethylbenzal hydrazone is very 

soluble i n  ether and benzene, less soluble in acetic acid, ethyl and 
ineth\.l alcohols and insoluble in water. It is very unstable, de- 
composing at once ivhen exposed to the air and after a short time 
i n  an exhausted desiccator. 

.4rctgl 1 , ~ , 6 - D i r r ~ e f h y I b c t i ~ ~ ~ I - 1 , ~ , 6 - t r i n z c t h y l b e ~ ~ ~ ~ l  Hydrazone, 
ICH,),C,H,CHIN(C,H,OjN : CHC,H,(CH,)  (. 

To a concentrated alcoholic solution of the hydrazone was added 
acetic anhydride in excess and the solution evaporated slowly to 
clryness upon a water-bath. The  residue was recrystallized from 
alcohol. Long, satin-like, white needles were formed which 
melted at  I 55  O. 

The analysis gave 8.42 per cent. S. Calculated, 8.34 per cent. 
.'icetyl ~ ,~ ,6- t r in ie t l iy lbe1izy l -~ ,~ ,6 , t r i1ne t l i~ lbe t~za l  hydrazone is 

ver! soluble i n  chloroform, ether, benzene, toluene, acetic acid and 
acetone. I t  is less soluble in ethyl, methyl and amyl alcohols and 
insoluble in water. 

Benzoyl 2,4,6-Trinzethytbertzy1-2,4,6-trimeth ytheiizal Hydmzorie, 
( C H  , j ,C,,HIC H,N ( C-H ,O ) N : C H C,H,( CH, )  /. 

-A slight excess of benzoyl chloride was added to a concentrated 
alcoholic solution of the hydrazone and the solution evaporated to 
tlr!iicss upon a water-bath. The  residue was taken up and re- 
cr! stallizetl from alcohol. Long, satin-like needles were formed 

hich meltetl at 142.5'-143'. 
The analysis gave 7.03 per cent. N. Calculated, 7.23  per cent. 
The  benzoyl derivative is very soluble in chloroform, ether, 

I t  is less soluble in 
It is 

It is a very stable compound. 

toluene, acetone, benzene and acetic acid. 
ethyl, methyl, and amyl alcohols, and is insoluble in water. 
a very stable compound. 



1070  CH’IRLES BASKERYILLE ;\ST) M. FI. H E W N E T T .  

.\‘rti,nso ~ , ~ . 6 - * / ’ ~ i r t i r t l z g l b r r i . ~ ~ ~ l - z . . ~ . ~ - t ~ i i r i c t l ~ g l ~ r r r ~ t r l  Hjldrirxi ic ,  

(CH,):,C,H,CH21r;(SO)S : CHC,,H,(CH,, ) , { .  

To a strong alcoholic solution of ~.~,C7-trimethylbeiiz~l-z,4,6-tri- 
inethylbenzal hydrazone, coolcti by ice water. \vas added a few 
drops of concentrated hytlrochlnric acitl. To this colcl solution, 
which was shaken after each atltlition. i t m  atltletl gradiially a coii- 
centrated solution of sodium nitrite. Loiig. satin-like needles 
separated at once aiitl increasetl in iiumber upon the ;itltlition of 
water. The  successful carrying-out oi this experiment reqiiirrs 
the use of freshly prepared hytlrazonc. 

I he iiitroso derivative was filtered off, Lvashetl \vel1 n.it11 \vatu- 
to  rcniol-c the excess of sodium nitrite, and recrystallizeti iroin 
alcohol. 

The aiialysis gave 13.09 per cent. S. C‘alculatctl. 13.00 per cent. 
The  nitroso derivative is very soluble in chloroform, ether, 

I t  is less soluble in acetone and glacial 
I t  is soluble in warm ethyl, methyl, and amyl alco- 

t ,  

The long. yellow. satin-like crystals melted ;it i I/-’. 

lmizene, antl toluene. 
acetic acitl. 
hols. ant1 insoluble in water. I t  is a stable coinpoiiii(1. 
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[CONTRIBUTION FROM T H E  CHEMICAL LABORATORY O F  THE c N I \ - E R S I T Y  

O F  N O R T H  CAROLINA. ]  

ARSENIC PENTACHLORIDE. 
BY C H A R L E S  BASKRXVII,LI.:  ASD H. H.  WnsrE7”r. 

Kecei \ecl  ! > > n e  ‘3, iwz. 

’I‘iIi: noi~-existeiice of arsenic pentachloride has for a long time 
been regarded as remarkable, especially so when the analogues of 
that element having atomic weights below and aboveit, phosphorus 
and antimony, show pentavalence toward the halogens. 

Hurtzig antl Geuther‘ endeavored to prepare it by treating 
arsenious acid with phosphorus pentachloride. l\layerhofer2 
Insset1 chlorine into arsenic trichloride at  - 10~  C.. removing the  
cxcess of chlorine by a stream of carbon dioxide, and failed to  
obtain the body. Janovsky:’ treated phosphorus pentachloride 
with arsenic trihydritle at o0 C. with negative results. Dumas‘ 

I A I I U .  Cheni. /JILarnr.. 1 1 1 ,  i j ~ .  
9 /b id . .  158, 326. 
’) X w  d. chrnr. GPA., 8 ,  1636 (187:). 
4 AWL. Chew. (Liebip.  33. 337 .  


