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© Correeted for thermometer stem exposure; determtined with Thiele thbe.  ® Average of two analy=es by Galbraith Laboratories
All compounds were analyzed for C aud . Analytieal resulis for 1hese elements were withiin £0.4¢¢ of the rheorerieal vahies, 1R
snlts of the standard #n ¢itro KB timor cell inhibirion tests carried ont under sponsmrship of the Cancer Chemotherapy National Service
Center at Sonthern Research Institute. ¥ We are grateful to Professor Alexander Haddow, Mr. J. E. Everetr, and My, C. V. Mirchhey
of the Chester Beatty Research Institute for data on toxicity aud activity agalnst the Walker 256 1unior in raix weighing 200-250 g.
Iiach compound was administered as a single nitraperitoneal injectinn in Arachix oil on the day following tunor mmplantation or on the
first day of the toxicity observation. Tumor-bearing animals were sacrificed approximately S days later and rhe average weighis of
timors in treated and intreated hosts are reported ax the vatio T/C.  © All compomunls arve velbiw niless otherwize indicated. = Whire.
o After extracting impurities with isohexane, the crnde qninoline, 3-1(4-pyridylmethylene jannino] -, was dissolved i benzene and chroma-
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C Ry against 112 eells, 0.66 pg /il innctive against L1210 in miee at 400 mg/kg ip.
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In connection with a study on physicochemical properties of
X-ray contrast media the two enantiomers of (= )-a-ethyl-8-(i3-
amino-2,4,6-tritodophenyl)propionic acid (iodopanoic acid) were
prepared. Optical resolition was earried out by Marckwald’s
technique,® operating in EtOH solution with {—=)- aud {4 »a-
phenethylamine.

Experimental Section

(& Fa-Tthyl-g-(3-amino-2,4,6-tritodophenyljpropionie  acid
(57.1 g, 0.1 mole) and 12.1 g (0.1 mole) of (—)-a-phenylethyl-
amine were dissolved in 700 ml of boiling 9597 O After
decoloration with active charcoal, the sohwion was kept over-
night at room temperatnre. The (— )-a~phenylethylamine salt
was filtered off (29 g), mp 162-163°, [a]*n —4.0° (¢ 2, EAOH).
Thie mother lignor was used for recovery of the optical isomer.
Heerystallization from EtOH gave 10.5 g of crystaly, mp 167°,
[a]®p —4.0° (¢ 2, EtOH) (504 over-all).

(1} W. Marckwald, Chem. Ber., 29, 43 (18(6).

Anal. Caled for CpITyliNLOw: C, 02,07 11
Fomd: C, 33.00; 1, 3.29; T, 54.95.

The mother liquor containing the (— )-a-phenethylnnine suli
wis evaporated to dryness.  The residie was stirred with 500
wl of 475 NaOH solution and (= )-e~phenerhylamine was
extracied with fonr 30-ml portions of ether.  After acidification
with TICL 29 g of (4 )-a-ethyl-g-(3-amino-2,4,0-triiodophenyl)-
propionie acid, mp TH5-110°, {o]®n 431 (¢ 2, OH), wus ob-
rained.  This acid (2%.6 ¢, .05 mole) and 6.05 ¢ (0.05 mole) of
i 4 }a-phenethylamine  were  dixsolved in 600 ml ol boiling
E(OT and the sohition wax allowed o crystallize at room -
perathre overnight.  Thix gave 17 g of salt, mp 166-107, J«]*D
+3.6 (¢ 2, EtOT1).  After firther crystatlization from 240 ml o¢
EtOH, we obtained 12.2 ¢ of white ervxinls, mp 167°, [al*D
4.1 102, KtOH) (35700,

Anal. Caled for Crulul:N:0. C,
Found: G, 32.88; I, 3.40: 1, 54.75.

{ —)=@-Ethyl-3-(3-amino-2,4,6-triijodophenyl)propionic Acid. -
The (= )-ea-phenethylimine salt (8.2 g) was dissolved i 280 ml
of 777 NaOH solntion and extracted with three 50-1ml portions
of ether, The water solnrion was aeidified with HCL and the
acid was filtered, washed (1RO, and erystallized {rom 40 ml of
AcOH: yield 6 g mp 162-163°, Ja|®™n —5.2 £ D.1° ¢ 2, KO,

Anal. Caled for C L LNO: G 25040 1, 60,680 Fomul:
Co28.15:0 1, 6680,

{ -+ 1=c=Ethyl-3-( 3-amino-2,4,6-triiodophenyl )propionic acid
was obtained in the same way as the (—) form, operating on the
other enantiomeric salt. From 10 g of salt was obtained 6.9 g of
(=) neid, mp 162°, {af2n 5.1 & 0,17 (¢ 2, TcOH).

Anal. Caled for Coll1ONOg: Co 23014 T, 66.68.
G, 28145 1, 66,70,
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