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COMPONENTS : ORIGINAL MEASUREMENTS:

(1) Acetamide, N-[4~[(2-thiazolylamino)sul- Roblin, R. O.,Jr.; Williams, J. H.
fonyl]phenyl]- (acetyl sulfathiazole); Winnek, P. S.; English, J. P.
C11H11N30455; [127-76-4] J. Am. Chem. Soe. 1940, 62, 2002-5.

(2) Water; H,0; [7732-18-5]

VARIABLES: PREPARED BY:

One temperature: 37°% R. Piekos

EXPERIMENTAL VALUES:

Solubility of acetyl sulfathiazole in water at 37°C is 7.1 mg/100 cm3

3

solution ( 2.4 x 1074 mol dm™

, compiler ).

AUXILIARY

INFORMATION

METHOD/APPARATUS /PROCEDURE :

Excess acetyl sulfathiazole in water was
heated and stirred on a steam bath for 30
min. The suspension was then agitated for
24 h in a thermostat at 37°C. A sample of
the satd soln was withdrawn through a glass
filter, dild and analyzed by the Marshall
method (1) using a General Electric spectro-
photometer for comparing the colors develop-

ed with those of the standards.

SOURCE AND PURITY OF MATERIALS:
Acetyl sulfathiazole was prepd by the
authors by condensing recrystd acetylsul-
fanilyl chloride with 2-aminothiazole in
AcOEt or dioxane.
Purity of the water was not specified.

ESTIMATED ERROR:
Nothing specified

REFERENCES :

1. Bratton, A. C.;
J.

Marshall, E. K.,Jr.

Pharmacol. 1939, 66, 4.




220

COMPONENTS :

ORIGINAL MEASUREMENTS:

(1) Acetamide, N-[4~[(2-thiazolylamino)sul- Durel, M.P.; Allinne, M.
fonyl]lphenyl]~ (acetyl sulfathiazole); Bull. Soec. Med. Hop. Parie IIT
Cy1H13N403853 {127-76-41 1941, 251-9.

(2) Water; H,0; [7732-18-5]

VARIABLES :

One temperature:

PREPARED BY:
379 R. Piekos

EXPERIMENTAL VALUES:

Solubility of acetyl

( 3.4 x 104 mol dm_3,

sulfathiazole in water at 37°C is 0.10 g/liter

compiler ).

AUXILIARY INFORMATION

METHOD/APPARATUS /PROCEDURE :

SOURCE AND PURITY OF MATERIALS:

A mixt of acetyl sulfathiazole and water Source and purity of acetyl sulfathiazole

was agitated for 24 hours at 37°C. was not specified.

Distilled water was used.

ESTIMATED ERROR:
Nothing specified.

REFERENCES :
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COMPONENTS ¢ ORIGINAL MEASUREMENTS:
(1) Acetamide, N-[4~[(2-thiazolylamino)sul=- Sapozhnikova, N.V.; Postovskii, I. Ya.
fonyllphenyl]- (acetyl sulfathiazole); Zh. Prikl. Khim. 1944, 17, 427-34.

C11H11N43045,3 [127-76-4]

(2) Water; H20 s [7732-18-5]

VARIABLES: PREPARED BY:

Temperature R. Piekos

EXPERIMENTAL VALUES:

Solublity
t/°c
WeightZ 103 mol kg-l water?
50 0.013 0.44
75 0.047 1.58
99 0.126° 4.24

2 calculated by compiler

b Calculated from the heat of dissolution

AUXILIARY INFORMATION

METHOD /APPARATUS /PROCEDURE : SOURCE AND PURITY OF MATERIALS:

Acetyl sulfathiazole was dissolved in water | Pure, recrystd acetyl sulfathiazole was
to form a satd soln which was occasionally used. Its mp conformed to that reported
agitated in a glass vessel immersed in a in the literature.

thermostat. The equilibrium was usually Purity of the water was not specified.

attained after 1 h. Five- to 100—cm3 sam-
ples of the satd soln were placed in Pt
crucibles or dishes and evapd to dryness

at temps lower than 110-115°C. The residue

was dried to const wt at 105-110°C and ESTIMATED ERROR:

Soly: quite reliable results were obtained
at 50 and 75°C. At 99°C the accuracy was
poor due to evapn of water during sampling
(authors). Temp: *0.05°C (authors).

weighed.

REFERENCES:
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COMPONENTS : ORIGINAL MEASUREMENTS:
(1) Acetamide, N-[4~[(2-thiazolylamino~
sulfonyllphenyl}- (acetyl sulfathiazole) Rose, F, L.; Martin, A, R.; Bevan, H.G.L.
Cy3H11N3045,; [127-76-4] J. Pharm. Exp. Therap. 1943, 77, 127-42
(2) Sodium hydroxide; NaOH; [1310-73-2]
(3) Water; HZO; [7732-18-5]
VARIABLES: PREPARED BY:
pH R. Piekos
EXPERIMENTAL VALUES:
©
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AUXILIARY INFORMATION
METHOD/APPARATUS /PROCEDURE : SOURCE AND PURITY OF MATERIALS:
An excess of acetyl sulfathiazole was stir- The source and purity of acetyl sulfathi-
red in boiling water, the soln was cooled to| azole were not specified.
37°C, the temp being maintained thermostati-| Water was doubly distilled.
cally, and 0.1N NaOH was added to increase
the pH. The pH was measured by means of a
glass electrode-calomel half-cell system
and was permitted to reach equilibrium be-
fore a reading was taken. The drug was then
de-acetylated and the concn of 1fathi le
eracetylated and the concn of Su 8202 [ESTIMATED ERROR:
in soln was detd colorimetrically by with-
drawing a sample through a filter-tip into Nothing specified.
a preheated micropipet.
REFERENCES:
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COMPONENTS : ORIGINAL MEASUREMENTS:
(1) Acetamide, N-[4-[(2-thiazolylamino) -

sulfonyl]phenyl]- (acetyl sulfathiazole);] Krllger-Thiemer, E.

C11H11N303823 [127-76-4] Arch. Dermatol. Syphilis 1942,
(2) Phosphoric acid, disodium salt;

Na,HPO,;  [7558-94-4] 163, 90-116.
(3) Water; Hy0; [7732-18-5]
VARIABLES: PREPARED BY:

R. Piekos

One temperature: ca 20°C; one pH: 8.74

EXPERIMENTAL VALUES:

Solubility of acetyl sulfathiazole in a 0.705 M (10%) Na,HPO, solution

of pH 8.74 at room temperature ( about 20°C ) is 0.060 g% ( 2.02 x 1073

3

mol dm™° solution, compiler ).

AUXILIARY INFORMATION

METHOD/APPARATUS /PROCEDURE :
Acetyl sulfathiazole (0.5 g) was dissolved in
10 cn? of the 0.705 M (10%) Na,HPO, soln of
pH 8.74, shaken for 2 h at room temp (about
20°C), and filtered. The filtrate was treat-—
ed with equal vol of 2N HCl1l and refluxed for
15 min. 3

was witdrawn, acidified, cooled, and the

After proper diln, a l-cm” aliquot

sulfonamide content was detd colorimetrically|

SOURCE AND PURITY OF MATERIALS:
Acetyl sulfathiazole (source not specified)

gave no coloration upon diazotization of
its satd soln, thus showing absence of
sulfathiazole.

The source and purity of the remaining

materials was not specified.

(as sulfathiazole) by the Marshall method
modified by Kimmig (1) using an Autenrieth
colorimeter. The pH was detd on an ultraiono-|

graph using a glass electrode.

ESTIMATED ERROR:

Soly: precision *57 (author)
Temp: mnot specified
pH : $0.05 pH unit (author)

REFERENCES :
1. Kimmig, J.
176, 722;
398,

Dermatol.
Hyg. 1941,

Arch,
Erg.

1938,
24,
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COMPONENTS :

ORIGINAL MEASUREMENTS:

(1) Acetamide, N-[4-[(2-thiazolylamino)- u
sulfonyl]phenyl]- (acetyl sulfathiazole)y Krllger-Thiemer, E.

C11H11N30459; [127-76-4] Arch. Dermatol. Syphilis 1942, 183,
(2) Phosphoric acid, monopotassium salt; 90-116.

KH,PO, [7778-77-0]
(3) Water; H,03 [7732~18-5]
VARIABLES: PREPARED BY:

One temperature: ca 20°C; one pH: 4.37 R. Piekos

EXPERIMENTAL VALUES:

1073 mol dm™3 solution, compiler ).

Solubility of acetyl sulfatiazole in a 0.735 M (10%7) KH,PO, solution
of pH 4.37 at room temperature ( about 20°C ) is 0.0027 gZ ( 9.08 x

AUXILIARY INFORMATION

METHOD/APPARATUS /PROCEDURE:

Acetyl sulfathiazole (0.5 g) was dissolved
in 10 cm’ of the 0.735 M (10%) KH,PO, soln
of pH 4.37, shaken for 2 h at room temp
(about 20°C), and filtered. The filltrate
was treated with equal vol of 2N HC1l, and

refluxed for 15 min. After proper diln,

a l-cm3

aliquot was withdrawn, acidified,
colorimetrically (as sulfathiazole) by Mar-
shall method modified by Kimmig (1) using

an Authenrieth colorimeter. The pH was detd

cooled, and the sulfonamide content was detd

on an ultraionograph using a glass electrode.

SOURCE AND PURITY OF MATERIALS:
Acetyl sulfathiazole (source not specified)
gave no coloration upon diazotization of
its satd soln, thus showing absence of

sulfathiazole.

The source and purity of the remaining

materials was not specified.

ESTIMATED ERROR:
Soly: precision *57 (author)

Temp: not specified
pH : 20.05 pH unit (author)

REFERENCES ;
1. Kimmig, J.

176, 7223

Dermatol.
Hyg. 1941,

Arch, 1938,

Erg. 24, 398.




225

COMPONENTS : ORIGINAL MEASUREMENTS:
(1) Acetamide, N-[4-[(2-thiazolylamino-
sulfonyl]phenyl]- (acetyl sulfathiazole); Sunderman, F. W.; Pepper, D. S.;
C11H11N303855  [127-76-4] Benditt, E. J. Med. Sci. 1940,
(2) Phosphoric acid, disodium salt; -
NagHPO,;  [7558-94-4] 200,  790-5.
(3) Phosphoric acid, monopotassium salt;
KHyPO4 3 [7778-77-01]
(4) Water; Ho0; [7732-18-51]
VARIABLES: PREPARED BY:
pH R. Piekos

EXPERIMENTAL VALUES:

Solubility of acetyl sulfathiazole in

phosphate buffer solutions at 38°C

8.0-
®

7.0-
j==1
(="

6.04

1 1 1 t
3.0 20 20 %0 80
mg/100 ml
AUXILIARY INFORMATION

METHOD /APPARATUS /PROCEDURE :
An excess of acetyl sulfathiazole was sus-

pended in buffer solns (prepd by dilg appro-
priate mixts of Na,HPO, and KH,PO,, 1 part
to 10 parts of distd water), agitated and
kept in a water bath at 38°C for about 2 h.
The solns were then filtered and analyses
for total sulfathiazole were made on the fil-
trates. Acetyl sulfathiazole was assayed
colorimetrically after coupling with di-Me-
l-naphthylamine using a Bausch and Lomb co-
lorimeter fitted with a No. 74 Wratten fil-
ter. Standards were made from a stock soln

of acetyl sulfathiazole contg 200 mg/liter.

SOURCE AND PURITY OF MATERIALS:
Distd water was used.

The source and purity of the remaining

reagents were not specified.

ESTIMATED ERROR:
Soly: the curve represents a composite

3 sets of detns (authors).

Temp and pH: not specified.

of

REFERENCES:;
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1
‘

‘

MPONENTS : ORIGINAL :
éi Acetamide,N-{4~-[(2-thiazolylamino) - MEASUREMENTS
sulfonyl)phenyl]~ (acetyl sulfathiazole);| Krliger- Thiemer, E.
C11H11N3038,5  [127-76-4] Arch. Dermatol. Syphilis 1942, 163,
2) Phosphoric acid, disodium salt; I
NapHPO4;  [7558-94=4] 90-116.
3) Phosphoric acid, monopotassium salt;
KH,PO, ;3 [7778-77-0]
4) Water; Hp0; [7732-18-5]
VARIABLES: PREPARED BY:
Temperature, pH R. Piekos
EXPERIMENTAL VALUES:
Composition of 1/15 M phosphate Solubility
buffer solutions - Room temp (ca 20°¢) 379¢
N32HP04 KH2POA Zcontent gz 104 mol dm—3 gz 104 mol dm—3
solution solution?®
1.0 99.0 0.91 4.944  0.0080 2.70 - -
10.0 90.0 0.91 5.906 0.0073 2.40 0.0092 3.1
61.1 38.9 0.93 7.005 0.0101 3.40 0.0188 6.32
9.5 0.5 0.733P 7.51 0.0101 3.40 - -
94.7 5.3 0.95 8.018 0.0360 12.00 - -

2 Calculated by compiler

b Molar content;

107 buffer solution

AUXILIARY

INFORMATION

METHOD/APPARATUS /PROCEDURE :

Acetyl sulfathiazole (0.5 g) was dissolved
in 10 cm’ of a buffer soln, shaken for 2 h
at 20°C (or left for 48 h at 37°C), and fil-
tered at respective temp. The filtrate was
treated with equal vol of 2N HCl and reflux-
ed for 15 min. After proper diln, a 1—cm3
aliquot was withdrawn, acidified, cooled,
and the sulfonamide content was detd colori-
metrically (as sulfathiazole) by the Mar-
shall method modified by Kimmig (1) using

an Authenrieth colorimeter., The pH was detd
on an ultraionograph using a glass elec-

trode.

SOURCE AND PURITY OF MATERIALS:
Acetyl sulfathiazole (source not specified)

gave no coloration upon diazotization

of its satd soln, thus showing absence of
sulfathiazole.

The source and purity of the remaining

materials was not specified.

ESTIMATED ERROR:

Soly: precision #5% (author)

RTemp: not specified

pH :  +0.05 pH unit (author)

REFERENCES :

1. Kimmig, J. Areh. Dermatol. 1938,
176, 722; Erg. Hyg. 1941, 24, 398.
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COMPONENTS :

(1) Acetamide, N-[4-[(2-thiazolylamino)-
sulfonyl]phenyl]- (acetyl sulfathiazole);
Cy1H11N3048, [127-76-4]

(2) Phosphoric acid, disodium salt;

NaoHPO4; [7558=94~4]

(3) Phosphoric acid; monopotassium salt;
KH2POy 3 (7778-77-0]

ORIGINAL MEASUREMENTS:
Pulver, R.; Suter, R.

Med.
403-8.

Schwetiz. Wochenschr.

73(13),

1943,

(4) Water; H,0;  [7732-18-5]

VARIABLES:
pH

PREPARED BY:
R. Piekos

EXPERIMENTAL VALUES:

Solubility of acetylsulfathiazole in M/15 phosphate

pH buffers (according to Sérensen) at 20°C
mgl 103 mol dm™3 2
6.0 8 0.30
7.0 11 0.37
8.0 35 1.2

2 calculated by compiler

AUXILIARY

INFORMATION

METHOD/APPARATUS /PROCEDURE :

Nothing specified

SOURCE AND PURITY OF MATERIALS:
Nothing specified

ESTIMATED ERROR:
Nothing specified

REFERENCES:
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COMPONENTS :
(1) Acetamide, N-[4-[(2-thiazolylamino)-

sulfonyl]phenyl]=-(acetyl sulfathiazole);

ORIGINAL MEASUREMENTS:

Frisk, A. R.; Hagerman, G.;

Cy1H11N204S,; [127-76-4]
1171173%372 . :

(2) Phosphoric acid, disodium salt; Helander, S.; SjBgren, B. Hygtea 1946,

NagHPO,;  [7558-94-4] 108(12) 639-51.
(3) Phosphoric acid, monopotassium salt;

KHpPO4 3 [7778-77-0]
(4) Water; H»0; [7732-18=5]}
VARIABLES: PREPARED BY:

One temperature: 37°C; one pH: 6.1 R. Piekos

EXPERIMENTAL VALUES:

at 37°C is 8.4 mg/100 ml solvent (2.8 x 10~% mol dm~3,

Solubility of acetyl sulfathiazole in M/30 phosphate buffer of pH 6.1

compiler ).

AUXILIARY INFORMATION

METHOD/APPARATUS /PROCEDURE :
An excess of acetyl sulfathiazole in the

phosphate buffer was shaken at 37°C for 24
h. The concn of acetyl sulfathiazole was
detd by the Bratton and Marshall method

(1) using a photoelec colorimeter.

SOURCE AND PURITY OF MATERIALS:
Neither source nor purity of the materials

was specified.

ESTIMATED ERROR:
Soly: precision #0.7 mg/100 ml (authors).

Temp and pH: not specified.

REFERENCES ;
1. Bratton, A. C.; Marshall, E. K., Jr.
J. Biol. Chem. 1939, 128, 537.
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COMPONENTS :

(1) ~Acetamide, N-[4-[(2-thiazolylamino)-
sulfonlylphenyl]-(N"-acetylsulfathi-
azole); C33H31N303S2; [127-76-4)

ORIGINAL MEASUREMENTS:

Hekster, Y. A.; Vree, T. B.;

Damsma, J. E.; Friesen, W, T.

(2) Phosphoric acid, disodium salt;
NapHPO4;  [7558-94-4] J. Antimierob. Chemother. 1981, g,
(3) Phosphoric acid, monopotassium salt; 13344
KHoPO4 3 [7778-77-0] :
(4) Water; H,0; [7732-18-5]
VARTABLES: PREPARED BY:
pH R. Piekos

EXPERIMENTAL VALUES:

Solubility at 25°C

pH mg/1 104 mol dm™3 2

5.5 54 1.8

7.5 233 7.83
AUXILIARY INFORMATION

METHOD /APPARATUS /PROCEDURE :

Satd solns of N'-acetylsulfathiazole were
prepd in phosphate buffers of pH 5.5 and 7.5
at room temp (25°C). The concn of the solute
was measured by means of a Spectra Physics
3500B high-performance liquid chromatograph
equipped with a column oven (Model 748) and
a Pye-Unicam LC-UV spectrophotometric detec-
tor. The detector was connected to a l-mV
recorder. A stainless steel column (10 cm
x 4.6 mm 1.d.) was packed with Lichrosorb
RPS, 5 um, obtained from Chrompack. An in-
jection loop of 100 ul was used. The oven
temp was 40°C. Detection of the solute was

performed at 260 nm.

SOURCE AND PURITY OF MATERIALS:
The source and purity of the materials

was not specified.

ESTIMATED ERROR:
The detection limit of the solute by HPLC
was 0.5 mg/1l (authors). The error in temper-

ature and pH was not specified.

REFERENCES:

4A—1



