
4                                     922,444                   Analysis:
Calculated for C[err]H[err]O[err]N[err]S[err]
C: 59.21; H: 5.49; N: 14.54                             Found:   C: 59.39;
H: 5.79; N: 14.31                   Di-hydrochloride: Colourless prisms
melting at                             180 -  181 C. (decomp.)  



Analysis: Calculated for C[err]H[err]O[err]N[err]S[err].2 HCl . 2 H[err]O
C: 51.88; H: 5.50; N: 12.74                              Found:   C: 52.02;
H: 5.57; N: 12.74                       EXAMPLE 2                white
precipitate appeared. The mixture was 50       20 g. of thiamine disulphide
were sus-  stirred for an additional 10 minutes, and the     pended in 200
ml. of water and 3.5 g. of  precipitate was extracted with ethyl acetate. 5
concentrated hydrochloric acid were added to    After the extract was
washed with water     the suspension to dissolve the particles. The  and
dried, ethyl acetate was evaporated at a     mixture was made alkaline with
sodium  reduced pressure and 30 ml. of benzene were  55     hydroxide. 10
ml. of benzoyl chloride were  added to the residue thereby O-benzoylthi-
dripped into the mixture with stirring on an  amine disulphide crystallised
out. 10  ice bath, while maintaining the  mixture    Yield 2.9 g., 75.3% of
theory.     alkaline with a 20%  aqueous solution of
EXAMPLE 6 



sodium hydroxide. The mixture was stirred    The procedure described in
Example 5 was 60 1     for an additional 3 hours at room tempera-  followed
except that 0.85 g. of 30% hydro-     ture. After being adjusted to pH 7,
the mix-  gen peroxide and 40 ml. of water were used 15  ture was extracted
with chloroform and the  instead of iodine-sodium iodide solution, and
extract was treated as described in Example  the pH of the mixture was
maintained below     1. 18 g. of O-benzoylthiamine disulphide were  12 with
acetic acid during the reaction. 2.8  65     obtained.
g. of O-benzoylthiamine  disulphide  were                    EXAMPLE 3
obtained. In the same way there may be used 20    The procedure described
in Example 1 was  potassium ferricyanide as the oxidizing agent
followed  except that 20  g. of benzoic  instead of iodine or hydrogen
peroxide.     anhydride  were used  instead  of benzoyl     chloride. 16.
g. of O-benzoylthiamine disul-    WHAT WE CLAIM  IS:-                  70
phide were obtained.                         1. O-benzoylthiamine
disulphide  having 25                 EXAMPLE 4                   the
structural formula       24 g. of sodium hydroxide in 140 ml. of     water
were dripped into a stirred solution 



comprising 70 g. of thiamine hydrochloride        [err]     and 100 ml. of
water on an ice bath. To the 30  mixture, was added a solution of 25 g. of
iodine and 35 g. of potassium iodide in 200     ml. of water, whereby
thiamine disulphide     was prepared in the reaction mixture. Then     40
ml. of benzoyl chloride were dripped into    2. A process for preparing
0-benzaylthi- 35  the mixture at room temperature with stirring,  amine
disulphide which comprises treating 75     while maintaining the mixture
alkaline with  thiamine disulphide with a benzoyl halide or     sodium
hydroxide. After being allowed to  benzoic anhydride in the presence of an
acid     stand overnight, the reaction mixture was ex-  acceptor.
tracted with chloroform and the extract was    3. A process for preparing
O-benzoylthi- 40  treated as described in Example 1. 50 g. of  amine
disulphide which comprises treating 0- 80     O-benzoylthiamine disulphide
were obtained. benzoylthiamine with an oxidizing agent in an
EXAMPLE 5                   aqueous  medium   while  maintaining  the
4.5 g. of O-benzoylthiamine in 460 ml. of  medium alkaline. 



water were neutralized with 7.5 ml. of 4N    4. A process according to
claim 3, where- 45  sodium hydroxide on an ice bath. Into the  in the
oxidizing agent is iodine, potassium, 85     solutions was dripped a
solution comprising  ferricyanide or hydrogen peroxide.     1.3 g. of
iodine, 4 g. of sodium iodide and    5. A process according to claim 3 or
4,     100 ml. of water at the same temperature  wherein the aqueous medium
is maintained     with stirring. As the reaction proceeded, a  at a pH
within the range of 10 to 12.
922,444  



6. The processes for preparing O-benzoyl-       STEVENS, LANGNER, PARRY  &
thiamine disulphide substantially as herein-                 ROLLINSON,
before  described  with  reference  to  the             Chartered Patent
Agents, Examples.                                         Agents for the
Applicants.        Leamington Spa: Printed for Her Majesty's Stationery
Office, by the Courier Press       (Leamington) Ltd.-1963. Published by The
Patent Office, 25 Southampton Buildings,                     London, W.C.2,
from which copies may be obtained.    


