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donner Pespéce 80;. conduisant au sulfite en milien
réducteur, une autre partie subsiste & I'état d’'ions St
qui sont oxydés en sulfate au moment de la dissolution,

L’analyse des états chimigues finaux permet de déter-
miner l'ordre de grandeur de chacun des états inter-
médiaires:

— & Pétat solide
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S0, 209

SHORT COMMUNICATIONS

Preparation of Sodium Q. Iodohippurate '

— en solution agueuse

st 129
S 609
S+ 189
S0 169
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Iniroduction

Several methods are known for the preparation of
labelled sodium o-iodohippurate-11, some by means
of Na®I (1, 2, 3, 4, 6, 7. 8] and others by means of
e [51.

We have investigated the method of VEALL et al. [2],
and taken into account the influence of some variables
such as pm, light, temperature and mass of both
reagents and oxidative agents. If our prescription is
followed, radio-iodohippurate is obtained by & rapid
and simple method with a radiochemical yield of
98-100°,.

Labelling Technique

An agueous solution of inactive sodivm-iodohippurate
(1.5 m}, 240 mg ml) is placed in a glass stoppered test
tube of 3 ml capacity. A few drops {3-20 mCi) of
carrier- and reductant-free Na®®I are added (< 50mCi/
ml), as wetl as a drop of 0.2°, KIO,. The pr is adjusted
to 5.6 with 0.5 N HCI and the tube is stoppered and
heated for 90 min in a water bath under the light of a
150 watt lamp placed at a distance of 15 em from the
reaction tube. After the heating a drop of 0.1 M Na 5,0,
is added, the pg is adjusted to 8 and the solution is
sterilizedl for 30 min in an autoclave, The radiechemicad
yield is about 93-100°,.

Influence of Variables

We have studied the influence of reaction time, py and
nature of oxidant te arrive at the most suitable
[abelling method, which is the one deseribed sbove.

For this purpose the activity of inorganic radioiodide
in our sample was determined by descending paper
chromatography [9] (butylalcohol, acetic acid and
water, 4:1:1, Whatmann 3 MM paper, developping
time 90 min. By radio-iodohippurate = 0.85, By iodide
= 0.10), by paper electrophoresis [9] (Na acetate —
acetic acid buffer, py 5.5, 0.0075 molar, Whatmann
3 MM paper, 300 V, 90 min, iodide migrates 10 cm,
radio-iodehippurate does not migrate) and thin layer
chromatography {silicagel G, 1 molar HCI. developping
time 135 min, R; radio-iodohippurate = 0.29 -4- 0.01,
Ryiodide = 0.8},

It was noticed that in the absence of light the yield of
radio-iodohippurate decreases appreciably [4]. The
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5. L. J. Awxemruieri, Int. J. Appl. Rad. Isotopes 15, 93
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same is true if the renction fime is reduced. the py is
tyo low or toe high, the iodohippurate concentration
too low or if H,0O, or chloramine T are used as an
nxidant instead of KIO.,.

The data obtained in our experiments are shown in the
tables.

Table 1. Influence of pu and reaction time on the yield of rodio-
fodohippurate

lodohippurate-*] yicld (percent)

PH 30 min 90 min
14 + 01 4 13
47 % 0.1 7 63
49 + 01 42 89
31 + 01 52 93
3.3 + 0.1 72 98
3.6 + 0.1 72 49
57 + 0.1 69 99
59 + 0.1 63 98
6.2 + 0.1 bt} 86
6.7 1 0.1 45 72
78 1 0.1 _ 9 21
104 + 0.1 0 0

The oxidant is IO, the concentration of iodchippurate
240 mg/m).

Table 2, Influence of the todohippurate concentralion on the yield
of radio-iolohi ppurate

Concentration of Jodohip- Lodohippurate-* vield

purate mg 'ml {percent)
0.23 17
25 31
126 90
210 99
2352 9
360 a1

The oxidant is KIO,, the py = 3.4, the reaction time 90 min,

Table 3. Influence of reaclion time and the nature of the oxidant
on the yield of radio-iodohippurate

Reaciion time Lodohippurate-'*1 vield {percent})

{min} K10, Chloramine T H.(,
15 57 33 6
30 66 33 69
60 94 63 30
90 99 70 86

120 99 T 39
180 10K b 39
210 99 87 H]

The concentration of iodohippurate is 240 mg ‘ml. the py = 5.6.

On the Isotopic Exchange Reaction in Solid State between Cr(III} Oxinate

and Dopant *Cr** Ions

By E. LazzanIxNI, T. AVNoNT and A. L. FANTOLA-LAZZARINI, CESNEF, Politecnico di Milano,

Yia Ponzio 34/3, 20133 Milano

With 3 figures. (Received May 20, 1970}

While the role of chemical intermediates in thermal
annealing of Szilard-Chalmers recoils was claimed
and proved effective in many cases by several anthors,
on the eontrary, less direct information is available
on this topic for the isctopic exchange reactions in
solid state (1. 2]. This present communication deals
with the above mentioned aspect of the isotopic
exchange reactions in solid state, as it was observed
in the system 3'Cc3*-Cr(lII) oxinate. Chromjum
oxinate was prepared according to the method de-
seribed by A. ApLov [3]) and purified by repeated erys-
tallizations from chloroform. 5 g of the compound
were suspended in 100 ml of benzene and 2 mCi of
SICrCl,, dissolved in about 1 ml of 1N HCI, were
added to the suspension. The specific activity of
Cr(l,. as given by the supplier, was 80 Cifg. The
suspension wag dried in a rotating evaporator at room
temperature: finally the Cr{III} oxinate crystals
doped with ¥(r were collected from the flask and
dried for a further twelve hours at 10 uHg. The esti-
mated concentration of dopant Ci3* was ~ 5 x 10-% g
ionfecomplex mole.

Portions of about 10 mg of doped erystils were sealed
in Pyrex ampoules in air atmosphere or in vacuum
(1 uHg) and then heated in thermostatic baths regulat-
ed within 4- 1 °C.

Heatings were carried out at the following tempera-
tures: 66, 8C, 110, 130. 155, 161, I8! and 205 °C.
After heating, the samples were dissolved in methyl
alcohol, containing Cr?r carrier. and the solutions
were analyzed by means of thin laver chromatography
(TEC) on Eastman chromatogram sheets K 301 V.
The solvent consisted in a mixture of benzene and
methyl alechol {1:6 ¢/r). The chromatogram was
covered after the developrient with a self-adesive
tape and cut into strips of 1 em along the migration
direction. The 31Cyr activity of each strip was counted by
means of a 27 X 2" NaliTl) well-type eryvstal. Integral
counts were taken. A typical histogram of TLC
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3. A. Arcov, Bull. Soc, Chim, France 33, 234 (1933},



