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Reagents and reference materials 

Each pharmacopoeia will adapt the text to ta.Ice account of local reference materials and 

reagent specifications. 

Each pharmacopeia will consider actual titrant concentration in equations according to their 

local rules of calculation for titration. 
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quartz or porcelain crucible or platinum dish on a hot plate at a temperature not exceeding 200 
�C. Ensure that the substance to be examined does not boil during evaporation. Dry the 
residue on the hot plate for I h and allow to cool in a desiccator. The residue weighs not more 
than 5 mg. 

ASSAY 
To 0.900 g (mg) add 15.0 ml of a freshly prepared mixture of 1 volume of acetic anhydride R 

and 7 volumes of anhydrous pyridine R and heat under a reflux condenser on a water-bath for 
30 min. Cool and add 25 ml of water. Using 0.25 ml of phenolphthalein solution R as 
indicator, titrate with 1 M sodium hydroxide (nt ml). Carry out a blank titration (m ml). 
Calculate the percentage content of C1HsO from the expression: 

10.81 (m-m) 
m 

REAGENTS 

Cyclohexylmethanol. -C1H140 (Mr 114.2). [ I 00-49-2]. 
Cyclohexylcarbinol. Liquid. Slight odour of camphor. Soluble in alcohol, ether. 
n;}: about 1.464. 
bp: about 185 °C. 
Bi(cyclohexyl). -C12H22 (Mr 166.3). [92-51-3]. 
mp: about 4 °C. 
bp: about 227 °C. 
d;g: about 0.864. 
Hydrazine sulphate solution. Dissolve 1.0 g of hydrazine sulphate in water and dilute to 
100.0 ml with the same solven�. Allow to stand for 4-6 b. 
Hexamethylenetetramine solution. In a l 00 mJ ground-glass-stoppered flask, dissolve 2.5 g 
ofhexamethylenetetramine in 25.0 ml of water. 
Primary opalescent suspension (formazin suspension). To the hexamethylenetetramine 
solution in the flask add 25.0 ml of the hydrazine sulphate solution. Mix and allow to stand 
for 24 h. This suspension is stable for 2 months, provided it is stored in a glass container free 
from surface defects. The suspension must not adhere to the glass and must be well mixed 
before use. 
Standard of opalescence. Dilute 15.0 ml of the primary opalescent suspension to 1000.0 ml 
with water. This suspension is freshly prepared and may be stored for up to 24 h. 
Reference suspension I. To 5.0 ml of standard of opalescence add 95.0 ml of water. Mix and 
shake before use. 
Yellow primary solution. Dissolve 46 g of ferric chloride (FeCb,6H20) in about 900 ml of a 
mixture of 25 ml of concentrated hydrochloric acid (35.0 to 39.0 per cent mlm of HCI) and 
975 ml of water and dilute to 1000.0 ml with the same mixture. Titrate and adjust the solution 
to contain 45.0 mg of FeCb,6H20 per millilitre by adding the same acidic mixture. Protect the 
solution from light. 
Titration. Place in a 250 ml conical flask fitted with a ground-glass stopper, l 0.0 ml of the 
solution, 15 ml of water, 5 ml of concentrated hydrochloric acid (35.0 to 39.0 per cent mlm of 
HCI) and 4 g of potassium iodide, close the flask, allow to stand in the dark for 15 min and 
add 100 ml of water. Titrate the liberated iodine with 0.1 M sodium thiosulphate, using 0.5 ml 
of starch solution, added towards the end of the titration, as indicator. 
1 ml of 0.1 M sodium thiosulphate is equivalent to 27.03 mg ofFeCb,6H20. 
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