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from the sample solution and an orange colored spot from
the standard solution show the same color tone, and have the
same Rf value (scopolamine).

Assay (1) Morphine—Pipet 2ml of Weak Opium
Alkaloids and Scopolamine Injection, add exactly 10 mL of
the internal standard solution and water to make 50 mL, and
use this solution as the sample solution. Separately, weigh ac-
curately about 0.025 g of morphine hydrochloride for assay,
dissolve in exactly 10 mL of the internal standard solution,
add water to make 50 mL, and use this solution as the stan-
dard solution. Perform the test with 20 uL. each of the sam-
ple solution and the standard solution as directed under the
Liquid Chromatography according to the following condi-
tions, and calculate the ratios, Qt and Qs, of the peak area
of morphine to that of the internal standard.

Amount (mg) of morphine (C17H19NOs)
= amount (mg) of morphine hydrochloride for
assay, calculated on the anhydrous basis

Or
x = x 0.8867
Qs

Internal standard solution—A solution of etilefrin
hydrochloride (1 in 500).
Operating conditions—

Detector: An  ultraviolet
(wavelength: 285 nm).

Column: A stainless steel column 4.6 mm in inside di-
ameter and 15 cm in length, packed with octadecylsilanized
silica gel for liquid chromatography (5 um in particle di-
ameter).

Column temperature: A constant temperature of about
40°C.

Mobile phase: Dissolve 1.0 g of sodium lauryl sulfate in
500 mL of diluted phosphoric acid (1 in 1000), and adjust the
pH to 3.0 with sodium hydroxide TS. To 240 mL of this solu-
tion add 70 mL of tetrahydrofuran, and mix.

Flow rate: Adjust the flow rate so that the retention time
of morphine is about 10 minutes.

System suitability—

System performance: When the procedure is run with 20
UL of the standard solution under the above operating condi-
tions, morphine and the internal standard are eluted in this
order with the resolution between these peaks being not less
than 3.

System repeatability: When the test is repeated 6 times
with 20 4L of the standard solution under the above operat-
ing conditions, the relative standard deviation of the ratios
of the peak area of morphine to that of the internal standard
is not more than 2.0%.

(2) Scopolamine hydrobromide—Pipet 4 mL of Weak
Opium Alkaloids and Scopolamine Injection, and add exact-
ly 2 mL of the internal standard solution. To this solution
add 10 mL of diluted dilute hydrochloric acid (1 in 10), and
shake with two 10-mL portions of dichloromethane. Remove
the dichloromethane layer, to the water layer add 2 mL of
ammonia TS, add immediately 20 mL of dichloromethane,
shake vigorously, filter the dichloromethane extract through
a filter paper on which 5 g of anhydrous sodium sulfate is
placed, and evaporate the filtrate to dryness under reduced
pressure. To the residue add 0.5 mL of 1,2-dichloroethane
and 0.5 mL of bis-trimethyl silyl acetamide, stopper tightly,
warm in a water bath at 60°C for 15 minutes, and use this so-
lution as the sample solution. Separately, weigh accurately
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about 0.06 g of Scoporamine Hydrobromide Reference Stan-
dard (separately determine its loss on drying in the same man-
ner as directed under Scopolamine Hydrobromide), and dis-
solve in water to make exactly 100 mL. Pipet 2 mL of this so-
lution, add exactly 2 mL of the internal standard solution.
Proceed with this solution in the same manner as for the sam-
ple solution, and use so obtained solution as the standard so-
lution. Perform the test with 2 uL each of the sample solu-
tion and the standard solution as directed under the Gas
Chromatography according to the following conditions, and
calculate the ratios, Ot and Qs, of the peak area of scopola-
mine to that of the internal standard.

Amount (mg) of scopolamine hydrobromide
(C17H21NO4.HBI.3H20)
= amount (mg) of Scopolamine Hydrobromide
Reference Standard, calculated on the dried basis
Or 1
X EX% x 1.141
Internal standard solution—A solution of homatropine
hydrobromide (1 in 4000).
Operating conditions—

Detector: A hydrogen flame-ionization detector.

Column: A glass column 3 mm in inside diameter and 1.5
m in length, packed with 180 to 250 um siliceous earth for
gas chromatography coated in 1 to 3% with 50% phenyl-
methyl silicone polymer for gas chromatography.

Column temperature: A constant temperature of about
210°C.

Carrier gas: Nitrogen or helium

Flow rate: Adjust the flow rate so that the retention time
of scopolamine is about 8 minutes.

System suitability—

System performance: When the procedure is run with 2 4L
of the standard solution under the above operating condi-
tions, the internal standard and scopolamine are eluted in
this order with the resolution between these peaks being not
less than 6.

System repeatability: When the test is repeated 5 times
with 2 uL of the standard solution under the above operating
conditions, the relative standard deviation of the ratios of
the peak area of scopolamine to that of the internal standard
is not more than 2.0%.

Containers and storage Containers—Hermetic containers,
and colored containers may be used.
Storage—Light-resistant.

Opium Ipecac Powder
Dover’s Powder

T b

Opium Ipecac Powder contains not less than 0.90%
and not more than 1.10% of morphine (Cy7H;oNO3:
285.34).
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Method of preparation

Powdered Opium 100 g
Powdered Ipecac 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 Opium Ipecac Powder occurs as a light brown
powder.

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

(2) Proceed with 1 g of Opium Ipecac Powder as directed
in the Identification (2) under Powdered Opium.

(3) Shake frequently a mixture of 3 g of Opium Ipecac
Powder and 5 mL of hydrochloric acid, and allow to stand
for 1 hour. Filter the solution into an evaporating dish. Add
S mg of chlorinated lime to the filtrate: an orange color is
produced at the circumference of the chlorinated lime (eme-
tine).

Assay Weigh accurately about 50 g of Opium Ipecac Pow-
der in a glass stoppered flask, add 250 mL of dilute ethanol,
warm in a water bath at 40°C for 1 hour with stirring, and
filter through a glass filter (G3). Transfer the residue on the
filter to the first glass-stoppered flask, add 50 mL of dilute
ethanol, warm in a water bath at 40°C for 10 minutes with
stirring, and filter through the glass filter. Repeat the extrac-
tion with three 50-mL portions of dilute ethanol. Combine
all the filtrates in a mortar, evaporate on a water bath to dry-
ness, add 10 mL of ethanol (99.5) to the residue, and
evaporate again. After cooling, triturate the residue with an
exactly measured 10 mL of water, add 2g of calcium
hydroxide and an exactly measured 40 mL of water, stir the
mixture for 20 minutes, and filter. To 30 mL of the filtrate
add 0.1 g of magnesium sulfate heptahydrate, shake for 1
minute, then add 0.3 g of calcium hydroxide, shake for 1
minute, allow to stand for 1 hour, and filter. To an exactly
measured 20 mL of the filtrate add 5mL of sodium
hydroxide TS, and adjust the pH to between 9.0 and 9.2 with
ammonium chloride. Extract the solution successively with
60 mL, 40 mL and 30 mL of a mixture of chloroform and
ethanol (95) (3:1). Combine all the extracts, distil, then
evaporate off the solvent on a water bath. Dissolve the
residue in 20 mL of dilute sodium hydroxide TS and 10 mL
of diethyl ether with shaking, add 0.5 g of ammonium chlo-
ride, shake vigorously with caution, and proceed as directed
in the Assay under Powdered Opium.

Each mL of 0.05 mol/L sulfuric acid VS
= 28.534 mg of C17H19NO3

Containers and storage Containers—Tight containers.
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Orange Oil
Oleum Aurantii

FL i

Orange Oil is the essential oil obtained by expression
from the peel of the edible fruit of Citrus species
(Rutaceae).

Description Orange QOil is a yellow to yellow-brown liquid.
It has a characteristic, aromatic odor, and a slightly bitter
taste.

It is miscible with an equal volume of ethanol (95) with tur-
bidity.
Refractive index n2: 1.472 - 1.474
Optical rotation oz,z)o: +85 - +99° (100 mm).
Specific gravity dZJ: 0.842 - 0.848
Purity Heavy metals—Proceed with 1.0 mL of Orange Oil
according to Method 2, and perform the test. Prepare the

control solution with 4.0 mL of Standard Lead Solution (not
more than 40 ppm).

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

Orange Peel Syrup
A =578 s R 4

Method of preparation

200 mL
a sufficient quantity

To make 1000 mL

Orange Peel Tincture
Simple Syrup

Prepare as directed under Syrups, with the above in-
gredients. An appropriate quantity of Sucrose and Purified
Water may be used in place of Simple Syrup.

Description Orange Peel Syrup is a brownish yellow to red-
dish brown liquid. It has a characteristic odor, a sweet taste
and a bitter aftertaste.

Specific gravity dZJ: about 1.25

Identification To 25 mL of Orange Peel Syrup add 50 mL
of ethyl acetate, shake for 5 minutes, allow to stand until
clear ethyl acetate layer separate, and take the ethyl acetate
layer, and evaporate on a water bath to dryness. Dissolve the
residue in 10 mL of ethanol (95), filter if necessary, and use
this solution as the sample solution. Separately, dissolve 10
mg of naringin for thin-layer chromatography in 10 mL of
ethanol (95), and use this solution as the standard solution.
Perform the test with these solutions as directed under the
Thin-layer Chromatography. Spot 10 L each of the sample
solution and the standard solution on a plate of silica gel for
thin-layer chromatography. Develop the plate with a mixture
of ethyl acetate, ethanol (99.5) and water (8:2:1) to a distance
of about 10 cm, and air-dry the plate. Spray evenly dilute
2,6-dibromo-N-chloro-1,4-benzoquinone monoimine TS on



