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Powdered Opium
Opium Pulveratum

FTALEK

Powdered Opium is a homogeneous powder of opi-
um obtained from Papaver somniferum Linné
(Papaveraceae). Starch or Lactose may be added.

Powdered Opium contains not less than 9.5% and
not more than 10.5% of morphine (C;7H;9NOs:
285.34).

Description Powdered Opium occurs as a yellow-brown to
dark brown powder.

Identification (1) To 0.1 g of Powdered Opium add 5 mL
of diluted ethanol (7 in 10), dissolve by treating with ultrason-
ic waves for 10 minutes, and add diluted ethanol (7 in 10) to
make 10 mL. Filter this solution, and use the filtrate as the
sample solution. Separately, dissolve 25 mg of Morphine
Hydrochloride, 12mg of Codeine Phosphate, 2mg of
Papaverine Hydrochloride, and 12mg of Noscapine
Hydrochloride separately in 25 mL of diluted ethanol (7 in
10), and use these solutions as the standard solution (1), the
standard solution (2), the standard solution (3) and the stan-
dard solution (4), respectively. Perform the test with these so-
lutions as directed under Thin-layer Chromatography. Spot
10 uL each of the sample solution and the standard solutions
on a plate of silica gel for thin-layer chromatography. De-
velop the plate with a mixture of acetone, toluene, ethanol
(99.5) and ammonia water (28) (20:20:3:1) to a distance of
about 10 cm, and air-dry the plate. Spray evenly Dragen-
dorfi’s TS for spraying on the plate: each spot from the sam-
ple solution shows the same color tone and Rf value of each
spot obtained from the standard solution (1), the standard so-
lution (2), the standard solution (3), and the standard solu-
tion (4) (morphine, codeine, papaverine and noscapine), re-
spectively.

(2) To 0.1 g of Powdered Opium add 5 mL of water, and
shake the mixture for 5 minutes. Filter, to the filtrate add 1
mL of a solution of hydroxylammonium chloride (3 in 10)
and 1 drop of iron (III) chloride TS, and shake: a red-brown
color is produced. To this solution add immediately 5 mL of
diethyl ether, and shake: the diethyl ether layer has no red-
purple color (meconic acid).

Loss on drying Not more than 8.0% (1 g, 105°C, 5 hours).

Assay Place about 5g of Powdered Opium, accurately
weighed, in a mortar, and triturate it with exactly 10 mL of
water. Add 2 g of calcium hydroxide and exactly 40 mL of
water, and stir the mixture for 20 minutes. Filter, and shake
30 mL of the filtrate with 0.1 g of magnesium sulfate heptahy-
drate for 1 minute. To the mixture add 0.3 g of calcium
hydroxide, shake for 1 minute, and allow to stand for 1
hour. Filter, place 20 mL of the filtrate, exactly measured, in
a glass-stoppered flask, and add 10 mL of diethyl ether and
0.3 g of ammonium chloride. Shake vigorously with caution.
When crystals begin to separate out, shake for 30 minutes
with a mechanical shaker, and set aside overnight at a temper-
ature of 5°C to 10°C. Decant the diethyl ether layer and filter
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first, and then the water layer through filter paper 7 cm in di-
ameter. Wash the adhering crystals in the flask with three 5-
mL portions of water saturated with diethyl ether, and wash
the crystals on the filter paper with each of these washings.
Wash the top of the glass-stoppered flask and the upper part
of the filter paper with final 5 mL of water saturated with
diethyl ether. Transfer the crystals and the filter paper to a
beaker. Dissolve the crystals remaining in the glass-stoppered
flask with the aid of 15 mL of 0.05 mol/L sulfuric acid VS,
accurately measured, and pour the solution into the beaker.
Wash the glass-stoppered flask with four 5-mL portions of
water, and add the washings to the solution in the beaker. Ti-
trate the excess sulfuric acid with 0.1 mol/L sodium
hydroxide VS (indicator: 4 drops of methyl red-methylene
blue TS).

Each mL of 0.05 mol/L sulfuric acid VS
= 28.534 mg of C17H19N03

Containers and storage Containers—Tight containers.

Diluted Opium Powder

TAE

Diluted Opium Powder contains not less than 0.90%

and not more than 1.10% of morphine
(C17H19N031 285.34)
Method of preparation
Powdered Opium 100 g
Starch or a suitable diluent a sufficient quantity
To make 1000 g

Prepare as directed under Powders, with the above in-
gredients. Lactose should not be used.

Description Diluted Opium Powder occurs as a light brown
powder.

Identification (1) Proceed with 1 g of Diluted Opium Pow-
der as directed in the Identification (1) under Powdered Opi-
um.

(2) Proceed with 1 g of Diluted Opium Powder as direct-
ed in the Identification (2) under Powdered Opium.

Assay Place about 50 g of Diluted Opium Powder, ac-
curately weighed, in a glass-stoppered flask, and stir with
250 mL of dilute ethanol in a water bath at 40°C for 1 hour.
Filter the mixture through a glass filter (G3). Transfer the
residue on the filter to the first glass-stoppered flask, and add
50 mL of dilute ethanol. Stir the mixture in a water bath at
40°C for 10 minutes, and filter through the same glass filter.
Repeat the extraction with three 50-mL portions of dilute
ethanol. Evaporate the combined filtrate in a mortar to dry-
ness on a water bath. Add 10 mL of ethanol (99.5) to the
residue, evaporate to dryness again, and, after cooling,
triturate it with exactly 10 mL of water. Proceed with this so-
Iution as directed in the Assay under Powdered Opium.

Each mL of 0.05 mol/L sulfuric acid VS
= 28.534 mg of C17H19N03
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Containers and storage Containers—Tight containers.

Opium Tincture

TALFLF

Opium Tincture contains not less than 0.93 w/v%

and not more than 1.07w/v% of morphine
(C17H19NO3: 285.34)
Method of preparation
Powdered Opium 100 g
35 vol% Ethanol a sufficient quantity
To make 1000 mL

Prepare as directed under Tinctures, with the above in-
gredients. May be prepared with an appropriate quantity of
Ethanol and Purified Water in place of 35 vol% Ethanol.

Description Opium Tincture is a dark red-brown liquid.
It is affected by light.

Identification (1) To 1 mL of Opium Tincure add diluted
ethanol (7 in 10) to make 10 mL, filter, and use the filtrate as
the sample solution. Proceed as directed in the Identification
(1) under Powdered Opium.

(2) Evaporate 1 mL of Opium Tincture to dryness on a
water bath, and proceed with the residue as directed in the
Identification (2) under Powdered Opium.

Not less than 3.5 (Method 1).

Assay Evaporate 50 mL of Opium Tincture, accurately
measured, on a water bath to dryness. Add 10 mL of ethanol
(99.5) to the residue, evaporate to dryness again, cool, and
triturate with exactly 10 mL of water. Proceed with this solu-
tion as directed in the Assay under Powdered Opium.

Each mL of 0.05 mol/L sulfuric acid VS
= 28.534 mg of C17H19N03

Alcohol number

Containers and storage Containers—Tight containers.
Storage—Light-resistant.

Opium Alkaloids Hydrochlorides
BT AL TILAOL K

Opium Alkaloids Hydrochlorides consists of the
hydrochlorides of some of the main alkaloids obtained
from opium.

It contains not less than 47.0% and not more than
52.0% of morphine (C;;HgNO3: 285.34), and not less
than 33.0% and not more than 38.5% of other opium
alkaloids.

Description Opium Alkaloids Hydrochlorides occur as a
white to light brown powder.
It is soluble in water, and slightly soluble in ethanol (95).
It is affected by light.
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Identification (1) Dissolve 0.1g of Opium Alkaloids
Hydrochlorides in 10 mL of diluted ethanol (1 in 2), and use
this solution as the sample solution. Separately, dissolve
0.06 g of Morphine Hydrochloride, 0.04 g of Noscapine
Hydrochloride, 0.01 g of Codein Phosphate and 0.01 g of
Papaverine Hydrochloride in 10 mL each of diluted ethanol
(1 in 2), and use these solutions as the standard solution (1),
(2), (3) and (4), respectively. Perform the test with these solu-
tions as directed under the Thin-layer Chromatography.
Spot 20 uL each of the sample solution and the standard solu-
tions on a plate of silica gel with fluorescent indicator for
thin-layer chromatography. Develop the plate with a mixture
of acetone, toluene, ethanol (99.5) and ammonia solution
(28) (20:20:3:1) to a distance of about 10 cm, and air-dry the
plate. Examine under ultraviolet light (main wavelength:
254 nm): each spot from the sample solution is the same in
color tone and Rf value with the corresponding spot from
the standard solution (1), (2), (3) and (4) (morphine, nosca-
pine, codeine and papaverine).

(2) A solution of Opium Alkaloids Hydrochlorides (1 in
50) responds to the Qualitative Tests (2) for chloride.

pH Dissolve 1.0 g of Opium Alkaloids Hydrochlorides in
50 mL of water: the pH of the solution is between 3.0 and
4.0.

Purity (1) Clarity and color of solution—Dissolve 0.5 g
of Opium Alkaloids Hydrochlorides in 10 mL of water: the
solution is clear, and has no more color than the following
control solution.

Control solution: Dilute 6.0 mL of ¥s mol/L potassium
dichromate VS with water to make 1000 mL.

(2) Meconic acid—Dissolve 0.1 g of Opium Alkaloids
Hydrochlorides in 2 mL of water, and pour into a polyethy-
Iene column 1 cm in inside diameter, packed with about 0.36
g of aminopropylsilanized silica gel for pretreatment (55 -
105 um in particle diameter) and previously washed through
with 5 mL of water. Then, wash the column with 5 mL of
water, SmL of methanol and 10mL of 0.1 mol/L
hydrochloric acid in this order, then elute with 2 mL of 1
mol/L hydrochloric acid, and use the eluate as the test solu-
tion. To the test solution add 2mL of dilute sodium
hydroxide TS and 1 drop of iron (III) chloride TS: no red
color develops.

Loss on drying Not more than 6.0% (0.5g, 120°C, 8
hours).

Residue on ignition Not more than 0.5% (0.5 g).

Assay (1) Morphine—Weigh accurately about 0.2g of
Opium Alkaloids Hydrochlorides, and dissolve in water to
make exactly 50 mL. Pipet 10 mL of this solution, add exact-
Iy 10 mL of the internal standard solution and water to make
50 mL, and use this solution as the sample solution. Separate-
ly, weigh accurately about 0.025 g of morphine hydrochlo-
ride for assay, dissolve in exactly 10 mL of the internal stan-
dard solution, add water to make 50 mL, and use this solu-
tion as the standard solution. Perform the test with 20 uL.
each of the sample solution and the standard solution as
directed under the Liquid Chromatography according to the
following conditions, and calculate the ratios, Ot and Qs, of
the peak area of morphine to that of the internal standard.



