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Fig. 1 The synthetic routes of target compounds
iEAM 5 4 4 (a) t-BuOLL, cone 11,50, C11,C1,,23 T, 16 h;
(b) Paraformaldehyde, K, CO;, DMSO; (e) NaBH,, t-BuOH -
McOH; (d)PSCl, , Py, CH, CN.
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1.2.1 3-RTE2,4-%=8"(2) #2,4-%,
ZFA(40 g,0.4 mol) e A F] B A — & ¥ % (80 mL)
BEZoRAF, REBHFGT, R RER
(42.6 mL,0. 8 mol) FFHLH, 454 & fmit #4248 B
FiAK 68 AR 2 10 C LT, 3Rmk 8 i R B
)5 Irde i# T B (47.4 2,0.64 mol) , i Jm %
,E BB R 16 h, FK (200 mL) 4% Am N B R R
#’,ME,@%(ZOO mL x5) ZJR A, 43 A e
FRRBRERR LA, L KBRBRET RS, T,
TR SR B, BB R I ES56 ~58 C
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/667 Pa 89485, 43589 3-R T A2 ,4-X =8 (22.
5 g,36% ) A % & &l kg AR MS(ESI) m/z 179
(M + Na); 335 (2M + Na). '"HNMR ( CD,Cl,
300MHz) § 1.04(9H,s),2.18(6H,s), 3.62(1H,
s).
1.2.2 3-BRTE3-2FL2 45851 (3)
B3 TAE2,4- % =8 (1)(12.48 g,80 mmol),
ERPE(IS g),#847(0.69 g,5 mmol ) Fo = ¥
B T AR(120 mL) 4% K e A F] 250 mL 45 = o B H
b osARER C,AR 12 h. AZEEE,H
300 mlL RAFR AR, B 45 (80 mL.x6) F R
KA, &5 A Bt A (100 mL x 3) B %, A At
B AR T R, L0 R, AR B EEN
[V(B#8E): V(LB TE) =6:1]#F363-KT
A3-2FE24-R_FAHREZRRMKR(5.T1 g,
38.4% ). MS(ESI) m/z 187 (M +1);209 (M +
Na) ;395(2M + Na).
1.2.3 3-RTA3-#FE2,4 %" 4)
FAA 120 mL BT B8 = 0 R PR KA A
3-BTHE3-ZFE2 4-5 =8 (5 g,26.9 mmol) ,
B EACAH(2.55 £,67.2 mol) , BB B A A,
AEARD TEE A FEE(10 mL) , 7 Ao o 6] 42
HELh AL, Z B8R R 1 h, #Ews,
B RAZES mAK (120 mL) & K B, &R E
T RS- ag R T 8 F= F B, K AR A R A (40 mL x
8) BRI, & X B A MA A RARMBRA TR, T
W RGBS, BEEN V(=R FH): V(T
BE) =20:1]42 & & B4k (3.35 5,65.6% ). MS
(ESIL) m/z 213(M + Na) ;403 (2M + Na).'H NMR
(CD,0D,300MHz) 30.99 (3H,s), 1.02(3H,s),
1.07 (9H,s), 3.62 ~3.78(3H,m) ,4.23(2H,s),
4.43 ~4.52(1H,dd), 5.17 ~5.23(1H,dd).
1.2.4 1-BaAK-1-#4-3,5- =P A48T A2.6,
T-Z R 4EREK[2,2,21F857(5) ERAR
PFF,E50 ml PR mA 3T A3
#HED 4K =8 (1.2 g,6.32 mmol) , T 128 Z
B% (50 mL) F=obez (1.5 g,18.96 mmol) , %k F,
0% M A TAE (S mL) A ff e = 88k (1. 07 g,
6.32 mmol ) ik , 44 if L A2 P R A1k R 498
BEARRBES C, Bl RE, MEAhE, ZETH
R R L b REBREN, A (30 mL), A =5
FR(30 mlL x2) F R, BARRRLA TR, RS
EBRENIV(omE) V(LB LE) =6:1]4
& & B 4k (295 mg,18. 7% ). MS (ESI) m/z 251
(M+1);'H NMR (CD,Cl, 300MHz) & 0. 99 ~
1.02(6H,dd), 1.07 (9H, m),4. 24 ~ 4,31 (2H,

m),4.55 ~4.62(1H,m), 4.64 ~4.71(1H,m).
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Synthesis of 3 ,5-dimethyl-4-t-butyl-bicyclophosphorothionate

Zhou Wei, Huang Xiang , Ju Xiu-Lian~
(Hubei Key Laboratory of Novel Chemical Reactor and Green Chemical Technology, School of Chemical Engineering
and Pharmacy, Wuhan Institutc of Tcchnology, Wuhan 430074, China)

Abstract . Bicyclophosphorothionales arc GABA receplor antagonists which show the scleelivity belween inscels

and mammals. 1- sulfo-1- phosphor-3, 5-dimethyl4-t-butyl-2, 6, 7-trioxabicyclo [ 2, 2, 2 ] octane was

synthesized from acetylacetone via alkylation, hydroxymethylation, reduction and cyclization with PSClL;. The

target compound is confirmed by 'H NMR,MS specira.
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Synthesis and characterization of iobitridol

DUAN Rong', LIU Yang' , HUANG Qi-mao' , XI Jiang-bo* , JI Min*, BAI Zheng-wu"'~
(1. Key Laboratory of Green Chemical Process of Ministry of Education, Hubei Key Laboratory of Novel
Chemical Reactor and Green Chemical Technology, Wuhan 430074, China; 2. Zhongnuo Medical
Devices Technology Lid. , Helei 230022, China)

Abstract; lobitridol was synthesized by two-step condensation reactions of 5-amino-2,4,6- triiodoisophthaloyl
chloride with 2-isopropyl-1, 3-dioxane-5-carboxylic acid chloride and 3-methylamino-1,2-propanediol in turn,
followed by the de-protection through hydrolysis. The structures of Iobitridol and its intermediates were
characlerized by FT-TR, "H NMR and clemental analysis.

Key words; contrast agent; iobitridol; synthesis; structural characterization
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