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Synthesis of 3,5 — bis[ acetyl(2,3 — dihydroxypropyl) amino] - N - (2 — hydroxyethyl) - 2,4,6 —
triiodo — benzamide

Zhou Pei (Zhou P), Luo Shineng (Luo SN), Xie Minghao (Xie MH ), et al ( Jiangsu Institute of Nuclear
Medicine , State Key Laboratory of Nuclear Medicine , Wuxi 214063)

ABSTRACT The synthesis of novel non - jonic X - CT contrast medium{3,5 - bis[ acetyl(2,3 - dihydroxypropyl)
amino] - N - (2 - hydroxyethyl) - 2,4, 6 — triiodo — benzamide | is reoported . This compound was synthesized through
nitration, esterification , amidation , reduction, iodization , acetylation,, alkylation using 3,5 — dinitrobenzoic acid as meterial .

Element analysis,IR and " HNMR of synthetic product were conformable to the chemical structure of 3,5 — bls[acetyl(Z 3
— dihydroxypropyl) amino] ~ N - (2 - hydroxyethyl) - 2,4,6 — triiodo — benzamide .

KEY WORDS CT contrast medium, benzamide , synthesis
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2.1 3,5- " HEFEPRQ)MH & ERMA(120ml)

PIMAEFRR(24.45,0.2mol ), BEH T RIMILEH1.54

B REEE MR (60ml), WM 55 &, 7B F 80°C, K K 60h

. 33 .

TR (L#



J&, B E 130C, R Sh, HEK%, H A 300g & 1K
F0300ml Kb, S B Ak, AKEEXHRER, H
S0%Z BE%—K, BT, THLEW(2) (32,
75%) , %5 & 205 ~ 207°C , (X #R141205 ~ 207°C)

2.2 35-“HEEFRABG)HHF & 500ml K
IR I AL S H(2)(63.6,0.3mol) , ¥ B (240ml),
WHBBEMAKEE (10m]), B J 24h, B, FIK
FHNE 12h, % APRELR, BALSW(3)(41g,
60.5% ) ,#5 £5 107 ~ 109°C (X MR1*1107 ~ 109°C ).

2.3 3,5-"WHE-N-Q-BZRE)XFEBEMAB
#1457 500ml KA FIMALE W (3)(45.2¢,0.2
mol) . Z. B¥ & (13g, 0. 21mol ) I 5 B (200ml ) [=] 3 #F ¥
60h, ¥ Hl, FOKABANAE 12h, trE Bk, AFMES
5. 8EY(4)(435,84%) 45 5 142 ~ 144C, T
4317 CoHgN3Og, 3 M {8 % : C42. 54, H3. 69, N16.66; 1T
B4 %:C42.35,H3.53,N16 .47,

24 3,5-"HE-N-Q2-KZH)-2,4,6-=8
EH B (SR H & 7 500ml AP MALEY
@) (17g, 0. O4mol ) #1 /K (340ml) , PE HE BE M8, MM E
65C, M A Eh B (6ml), 43 #it 0 AR [ 8 8 (345, 0.6
mol) , IHEF Z 80°C, Sk EMWH 1h, BRI E, EHH
oK (15ml x 3)BE %, SHER, FpHE1,RE 15T,
EDEH TR — AL (23g,0. 14mol ), 7 20C LY
1h, i Bk, ot o8, k¥t 50% BB X, oL I8, TH
BEW(5)(345,88% ) 85 :177~ 179C, TTELH
ToR 4 #7 CoHyo3N;0,, L M % C18. 60, H1.74, N
7.29; 3+ B {%: C18. 87, H1. 76, N7. 33, IRv (KBr,
cm™1):3290,1062(0H) ;3410(NH, ) ;2850 (CH, ) ; 1610,
1570 B E) .

25 3,5-"ZBEEX-N-(2-8BZ%E)-2,4,6-
SR H R (6) B H & 7E 250ml K N AE I T im AL
A91(5)(11g,0.019mol ) ¥ Z BR BT (80g) , BE HE V& R, im
AWHEE(2ml), FHEE 80C, KM 3h, MEERZER

M. ZEYWH 100ml FREEM, T T HIN NaOH
(10N)PE#,30C i H 24h, A THEN, KBEZE pHEN
7.8, 84 (6)(9,71.5%) , 4 &5 :163 ~ 165C.
JCE A W Ci3Hie N304, 2 W {H% : C23.49,H2.13,N
6.12; 7 # % : C23.74, H2. 13, N6.39, IRyC: (kBr,
em™1):3200,1050(OH) ;2990(C -~ H) ; 1643, 1517 (% 3%
B,

2.6 3,5-FUN-2,3-"BAHE)ZEBKEE-N-(2
-RBZE)-2,4,6-"HREFRBE(TNHE HLE
#(6)(13.3g,0.02mol ) 3 F N _® (80ml) , ZEHE AT In
AS50% PR (6.58,0.06me)HI 3 -H -1,2- R
—H8(6.68,0.06mol) . F-BF 30°C, i 60h, ZME
GEEARETE, BN 8- PB(7:3), B &
AZBRE _BE . RBYET soml FES ERAEY,
fnzk 100ml, Fi 732 B FRBWBH 717 HBFXH
HWEREZBFRATHHEBETRRAEF BREREBEN,
REMELRFHE SR E, TRELEW)
(8.2g,44.7%) , 45 S (155 ~ 165C) . TLE 4 CoHye
I3N;0q, LW % : C28. 12, H3.25,N5. 22; H B {H %
C27.74, H3. 52, N4. 98, IRv (kBr, cm™'): 3210, 1040
(OH ); 2950, 2900 (C - H); 1650, 1562 (¥ #* ¥
% ),'HNMR(DMSO-dg)8(ppm):2.0(6H,s,CH;),3.1 ~
3.7(12H,m, 6 x CH,),4.6 ~ 4.8(2H, m,2 x CH),6.7
(5H,s,5x OH),9.8 ~10.2(H,d,1 x NH),
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