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Synthesis of Ioxitalam ic Acid as Ionic X-ray Contrast Agent

ZOU Pei, LIU Ya-ling, XIE Min-hao, HE Yong-jun, Wu Jun, Wang H ong-yong, LUO Shi-neng( Jiangsu Institute o fNu-

clear Medicine, Wuxi 214063, China)

ABSTRACT: OBJECTIVE To synthesize Ioxitalamic acid, a ionic x-ray contrast agent. METHODS

Toxitalam ic acid was synthe-

sized by steps of esterification, am idation, reduction, iodization and acetylation from 5-nitro-isophthalic acid. RESULTS The chem ical
stucture of the synthesized product were confimed by element analysis,’ H-NMR," C-NMR, MS( FAB). CONCLUSION  The

process can be easily controlled and is suitable for a scale production.

KEY WORDS: non-ionic x-ray contrast agent; loxitalam ic acid; chem ical synthesis
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2 5IHAERBRIR T 20 (3) MMl
B SHEFE IR (2) (84 ¢,0.4 mo)IET 1.5 mole L™
AN CIERW (240 mL)F JHER 2 50 C BiFE 7 w5 0
A 2 mole L' SUALBHZK AW (600 mL) 7 A WLE A HG
T e 45 o e e K BE R P R FWE T 0.8 mole L7
TRIR K (350 mLyH $iFE 1 n)5 I8 98 % 3h iR
BRIV pH 3. 0,038 KIE 1 IR BT HE/K SBE (40
mL)FE LN LAY (8) (46 ¢,48.1% ), m. p. 161 ~162 C
CCHRY m. p.162 T ).,
3 5IHAL -N- (2R L3 ) BRI R (4)hl &
iR AY (3) (96 g,0.4 mo)IET 500 mLFEE 15
TN SBERZ (61 g,1.0 mol) SRJGFHELA 50 C FHE 48 hJE 4l
WY, R ZE % 200 mL H B E AR B W N K (600
mL) RS 5 mole L' EiR/AKWEWE pHIESE 1,5
B 24 n AT R R IE KVE ST E ) (4) (86. 4 g,
84.7%),m.p.136 ~138 C (LHR“'m. p. 135 ~138 C).
4 BEH -N- (28 OB ) A W TR (5)00H &
LAY (4) (51 g,0.2 mo)IET 5 mols L™ '& S ALHN
IKEHE (400 mL)H FEHE TN (5% ) Pd/CHELLAI 8 o2
JEMAE/T AN THEE 75 © F RS 10 ngE R X
B, g IEURE KRG A IR . PR  FE R
NKRRTRE pH 1, E o HAE T — D M,
5 B5AM-N-(2FIH LI ) -2,4, 6-— M0 FELIEEF IR (6)
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iR ME ESHBENSEEY (5)MKERTHEE 60
T PHFE NI —& LB (100 g 0. 61 mol), KRG FHEE 80
C B 2 nGEHRRN . AEE 15 © g kvt LS
Yey112 g WE N 92. 7% (Lh sHHEE -N-(2F8 L 23 ) fi]
BRI AS FFR T ), m. p. 243 ~245 C (TR m. p. 246 C ).
6 5-LTEIEHL -N- (2955 43 ) -2, 4, 6-— L[] F Bt fi %
1% (1)l %

FER TR AW (6) (120 g 0.2 mol) Al L R I ( 400
m L) FE S ARJE R IRIR R (2 mL) ,JHERE 80 C XMW 4
WE SR N . IR TR 22 CTRIET L ER B W T B (400
mL)H  FFIIAZK (300 mL) $i #9505 M 5 mole LT'A
SULBIKIRIE (90 mL) . WINGESE B 2 n)a MR ERR A
pHAEZE 1,08 K BT 118 ¢ N 91.6%, m.
p. 272 ~274C. MS(FAB) m/z(100): 645 (M~ +1);' H-
NMR ( DMSO-d, ) 6:2. 03 (s, 3H), 3.29(t 2H), 3.57(¢
2H), 4.75(s, 1H), 8.53(s, 1H), 9.91(s, 1H), 12.71(s,

1H) ;" C-NMR( DMSO-d, ) 6:23.0, 41.8, 59.3, 88.4, 97.5,
99.7, 143.6, 149.0, 150. 4, 167.8, 168.8, 169.5; Anal
Caled for C,H;, [N, O,: C22.38,H1.72, N 4.35; found: C 22.
57,H 2.95 , N 4,23,
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