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NEW COMPOUNDS 

An Improved Preparation of I-Naphthylpropiolic Acid 

Mohammad M. AI-Arab 

Department of Chemistw, Yarmouk University, Irbid, Jordan 

The preparatlon of I-naphthylproplollc acld can be 
facllltated by an Improvement In the preparatlon of 
I-naphthylpropanolc acld dlbromlde. A recrystallized 
sample of I-naphthylpropenolc acld can be bromlnated 
qulckly by the use of bolllng carbon tetrachloride. 
Although, a prlorl two dlastereomerlc dlbromldes are 
possible, bromlnatlon under these condltlons proceeded to 
suppty only one Isomer. 

I-Naphthylpropiolic acid (V) has been prepared ( 7 )  by deh- 
ydrobromination of the dibromide IV  obtained from the pho- 

CH = CHCO,,R CHBrCHBrCO-R C E C C O - H  

I ,  R =  H I l l ,  R H V 

II, R Et I V ,  R = Et 

toinduced bromination of ethyl I-naphthylpropenoate ( I  I). Es- 
terification prior to bromination was necessary since direct 
bromination of the acid I in ice-cold carbon tetrachloride was 
found extremely slow. We now report that l-naphthylpropenolc 
acid (I) may be brominated directly and In an excellent yleld by 
using boiling carbon tetrachloride to yleld only one isomer, mp 
181-182 OC. Dehydrobromination of 111 was accomplished 
smoothly with 25% methanolic KOH solution instead of the 
98% solution used in the older procedure. The overall yield of 
acid V from the starting acid I was 82%. 

Experlmental Sectlon 

Melting points were measured in an electrothermal melting 
point apparatus and are uncorrected. Infrared spectra were 
recorded on Pye-Unicam SP 300 spectrophotometer. NMR 
spectra were recorded in CDCI, on Bruker WP 80-SY spec- 
trometer with Me,Si as an internal standard. 

3 -( 7 -Naphthyl )propanoic 1 : I Dlbromlde (ZZZ To a 
suspension- of 3-(llnaphthyl)propenolc acid (2)  (89.- g, 0.25 
mol) and carbon tetrachloride (750 mL) in a two-necked 
round-bottomed flask f i e d  with a reflux condenser and a sep- 
aratory funnel, heated to boiling with continuous stirring, was 
added bromine (40.0 g, 0.25 mol) in carbon tetrachloride (100 
mL). The bromine color disappeared slowly at flrst, then rapidly 
so that all bromine was added in the course of 30 min. The 
solution was poured into a large dish, and all the carbon tetra- 
chloride and unused bromine allowed to evaporate. The di- 
bromide I11 separated as fine crystals which formed a solid 
cake in the bottom of the dish. Crystallization from CCI, af- 
forded 144 g (89%) of white crystals of 111, mp 181-182 OC; 
NMR (CDCI,) 6 7.52 (m, 7 H, ArH), 6.33 (d, 1 H, CH, J = 12 
Hz), 5.34 (d, 1 H, CH, J = 12 Hz), and 11.72 (s, 1 H, COOH). 
Elemental analysis (C, H, Br) in agreement with theoretical 
values was obtained and submitted for review. 

A mixture of 241- 
naphthy1)propanoic acid dibromide (1 18 g, 0.33 mol) in 25 % 
potassium hydroxideh"eanol(400 mL) was heated for 30 min 
over a steam bath. The mixture was poured into a large dish 
and the solvent allowed to evaporate. The dry residue was 
dissolved in water and acidified. The precipitated acid was 
collected and recrystallized from water to give white needles, 
59.4 g (92%), mp 137-139 OC (lit. (3) 137 "C) u,, CHCI, 
2210, 1695 cm-'; NMR (CDCI,) 6 7.41 (m, 7 H, ArH) and 11.37 
(s, 1 H, COOH). Elemental analysis (C, H) in agreement with 
theoretical values was obtained and submitted for review. 

Registry No. I, 13026-12-5; 111, 97352-00-6; V, 4843-42-9. 

Llterature CHed 

3-( 7-Naphthy/)prop/d/c Add ( W ) .  

(1) Doukas, H. M.; Wolfe, W. C.; Fontalne, T. D. J. Org. Chem. 1954, 
19, 343. 

(2) Doll, M. H.; Baker, 8. R. J. Med. Chem. 1976, 79, 1079. 
(3) Wojak, G.; Gloupe, S.; Jatzkewltz, H. Ber. 1938, 77, 1372. 

Received for review January 22, 1985. Accepted March 20, 1985. I thank 
Yarmouk University for financial support of this work through Grant 86/83. 

Synthesis and Properties of Some New Hydroxamic Acids 
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Introductlon Five new hydroxamlc acids are syntheslred for thelr 

Hydroxamic acids are weak acids widely used for organic and 
inorganic analysis including pharmaceuticals, as food additives, 
and in nuclear fuel processing (1-7). In  the present commu- 
nication five new hydroxamic acids have been reported and 

plausible analytlcal appllcatlons. These acids are 
characterlred by elemental analysis, meltlng polnts, UV, 
IR,  NMR, and mass spectra. Thelr physicochemical 
properties have been determined. 
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