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Selection of column: Proceed with 1 uL of the standard so-
lution under the above operating conditions. Use a column
clearly separating each peak.

System repeatability: Repeat the test 6 times with the stan-
dard solution under the above operating conditions: the rela-
tive standard deviation of the peak area is not more than
10% for any objective compound.

Total ash Not more than 12.0%.
Acid-insoluble ash Not more than 2.0%.
Loss on drying Not more than 12.0% (6 hours).

Component determination Weigh accurately about 0.5 g of
Powdered Senna Leaf in a glass-stoppered centrifuge tube,
add 25 mL of diluted methanol (7 in 10), shake for 30
minutes, centrifuge, and separate the supernatant liquid. To
the residue add 10 mL of diluted methanol (7 in 10) twice,
shake for 10 minutes, centrifuge, and separate the super-
natant liquid, respectively. Combine all the extracts, add
diluted methanol (7 in 10) to make exactly 50 mL, and use
this solution as the sample solution. Separately, weigh ac-
curately about 0.01 g of sennoside A for component determi-
nation, previously dried in a desiccator (in vacuum at a pres-
sure not exceeding 0.67 kPa, phosphorus (V) oxide) for not
less than 12 hours, dissolve in a solution of sodium hydrogen
carbonate (1 in 100) to make exactly 20 mL, and use this solu-
tion as standard stock solution A. Weigh accurately about
0.01 g of sennoside B for component determination, previ-
ously dried in a desiccator (in vacuum at a pressure not ex-
ceeding 0.67 kPa, phosphorus (V) oxide) for not less than 12
hours, dissolve in a solution of sodium hydrogen carbonate
(1 in 100) to make exactly 20 mL, and use this solution as
standard stock solution B. Pipet 5 mL of the standard stock
solution A and 10 mL of the standard stock solution B, add
methanol to make exactly 50 mL, and use this solution as the
standard solution. Pipet 10 uL. of the sample solution and
the standard solution, and perform the test as directed under
the Liquid Chromatography according to the following con-
ditions. Determine the peak areas, Ats and Asa, of senno-
side A, and the peak areas, At and Agg, of sennoside B in
each solution, calculate the amounts of sennoside A and sen-
noside B by the following equation, and designate the total
as the amount of total sennosides.

Amount (mg) of sennoside A
= amount (mg) of sennoside A for component
determination
ATA 1
X =28 x —
Asa 4
Amount (mg) of sennoside B
= amount (mg) of sennoside B for component
determination
X =2 x —
Asp 2
Operating conditions—
Detector: An ultraviolet
(wavelength: 340 nm).
Column: A stainless steel column 4 to 6 mm in inside di-
ameter and 15 to 25 cm in length, packed with octadecyl-
silanized silica gel for liquid chromatography (5 to 10 um in
particle diameter).
Column temperature: A constant temperature of about
50°C.
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Mobile phase: Dissolve 2.45 g of tetra-n-heptylammonium
bromide in 1000 mL of a mixture of diluted 1 mol/L acetic
acid-sodium acetate buffer solution, pH 5.0 (1 in 10) and
acetonitrile (17:8).

Flow rate: Adjust the flow rate so that the retention time
of sennoside A is about 26 minutes.

Selection of column: Perform the test with 10 uL of the
standard solution under the above operating conditions. Use
a column giving elution of sennoside B and sennoside A in
this order with well separation of these peaks, and the num-
ber of theoretical plates of the peak of sennoside A being not
less than 8000.

System repeatability: When the test is repeated 6 times
with the standard solution under the above operating condi-
tions, the relative standard deviation of the peak areas of sen-
noside A is not more than 1.5%.

Sesame QOil
Oleum Sesami
aOVH

Sesame Oil is the fixed oil obtained from the seeds of
Sesamum indicum Linné (Pedaliaceae).

Description Sesame Oil is a clear, pale yellow oil. It is odor-
less or has a faint, characteristic odor, and has a bland taste.
It is miscible with diethyl ether and with petroleum ether.
It is slightly soluble in ethanol (95).
It congeals between 0°C and —5°C.
Congealing point of the fatty acids: 20 - 25°C

Identification To 1 mL of Sesame Oil add 0.1 g of sucrose
and 10 mL of hydrochloric acid, and shake for 30 seconds:
the acid layer becomes light red and changes to red on stand-
ing.

Specific gravity d2): 0.914 - 0.921

Acid value Not more than 0.2.

Saponification value 187 - 194

Unsaponifiable matters Not more than 2.0%.

Iodine value 103 -118

Containers and storage Containers—Tight containers.

Purified Shellac
BEvSy Y

Purified Shellac is a resin-like substance obtained
from a purified secretion of Laccifer lacca Kerr (Cocci-
dae).

Description Purified Shellac occurs as light yellow-brown
to brown, lustrous, hard, brittle scutella. It has no odor or
has a faint, characteristic odor.

It is freely soluble in ethanol (95) and in ethanol (99.5),
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and practically insoluble in water and in diethyl ether.
It dissolves in sodium hydroxide TS.

Acid value 60-80 Weigh accurately about 1 g of Purified
Shellac, add 40 mL of neutralized ethanol, and dissolve by
warming. After cooling, titrate with 0.1 mol/L potassium
hydroxide VS (potentiometric titration).

Purity (1) Heavy metals—Proceed with 2.0 g of Purified
Shellac according to Method 2, and perform the test. Pre-
pare the control solution with 2.0 mL of Standard Lead Solu-
tion (not more than 10 ppm).

(2) Arsenic—Prepare the test solution with 0.40g of
Purified Shellac according to Method 3, and perform the test
using Apparatus B. Add 10 mL of a solution of magnesium
nitrate hexahydrate in ethanol (95) (1 in 50), then add 1.5 mL
of hydrogen peroxide (30), and fire to burn (not more than 5
ppm).

(3) Ethanol-insoluble substances—Dissolve about 5 g of
Purified Shellac, accurately weighed, in 50 mL of ethanol
(95) on a water bath while shaking. Pour the ethanol solution
into a tared extraction thimble, previously dried at 105°C for
2 hours, in a Soxhlet extractor, and extract with ethanol (95)
for 3 hours: the mass of the residue is not more than 2.0%.
Use a cylindrical weighing bottle for taring the extraction
thimble.

(4) Rosin—Dissolve 2.0 g of Purified Shellac in 10 mL of
ethanol (99.5) with thorough shaking, add gradually 50 mL
of petroleum ether while shaking, and filter, if necessary.
Wash the solution with two 50-mL portions of water, filter
the upper layer, and evaporate the filtrate on a water bath to
dryness. Dissolve the residue in 2 mL of a mixture of carbon
tetrachloride and phenol (2:1), transfer the solution to a
depression of a spot plate, and fill the neighboring depres-
sion with a mixture of carbon tetrachloride and bromine
(4:1). Immediately cover both depressions with a watch
glass, and allow to stand: the solution of the residue exhibits
no purple or blue color within 1 minute.

(5) Wax—Dissolve 10.0 g of Purified Shellac in 150 mL
of a solution of sodium carbonate decahydrate (9 in 200)
with shaking on a water bath, and continue the heating for 2
hours. After cooling, collect the floating wax by filtration,
wash the wax and the filter paper with water, transfer to a
beaker, and dry at 65°C until the water is almost evaporated.
Transfer the wax together with the filter paper to an extrac-
tion thimble in a Soxhlet extractor. Dissolve the wax remain-
ing in the beaker with a suitable quantity of chloroform by
warming. Pour the solution into the thimble, and extract
with chloroform for 2 hours. Evaporate the chloroform solu-
tion to dryness, ad dry the residue at 105°C for 3 hours: the
mass of the residue is not more than 20 mg.

Loss on drying Not more than 2.0%. Weigh accurately
about 1 g of medium powder of Purified Shellac, and dry at
40°C for 4 hours, then for 15 hours in a desiccator (calcium
chloride for drying).

Total ash Not more than 1.0% (1 g, proceed as directed in
the total ash under the Crude Drugs Test).

Containers and storage Containers—Well-closed contain-
ers.
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White Shellac
HEatTv Y

White Shellac is a resin-like substance obtained from
a bleached secretion of Laccifer lacca Kerr (Coccidae).

Description White Shellac occurs as yellowish white to
light yellow, hard, brittle granules. It is odorless or has a
faint, characteristic odor.

It is sparingly soluble in ethanol (95), very slightly soluble
in petroleum ether, and practically insoluble in water.

It dissolves in sodium hydroxide TS.

Acid value 65-90 Weigh accurately about 0.5 g of White
Shellac, add 50 mL of neutralized ethanol as a solvent, and
dissolve by warming. After cooling, perform the test.

Purity (1) Chloride—Shake and dissolve 0.40 g of White
Shellac in 5 mL of ethanol (95) while warming, add 40 mL of
water, and cool. Add 12 mL of dilute nitric acid and water to
make 100 mL, and filter. Perform the test using 50 mL of the
filtrate as the test solution. Prepare the control solution as
follows: to 0.80 mL of 0.01 mol/L hydrochloric acid VS add
2.5 mL of ethanol (95), 6 mL of dilute nitric acid and water
to make 50 mL (not more than 0.140%).

(2) Sulfate—Shake and dissolve 0.40 g of White Shellac
in 5 mL of ethanol (95) by warming, add 40 mL of water,
and cool. Add 2 mL of dilute hydrochloric acid and water to
make 100 mL, and filter. Perform the test using 50 mL of the
filtrate as the test solution. Prepare the control solution as
follows: to 0.45 mL of 0.005 mol/L sulfuric acid VS add 2.5
mL of ethanol (95), 1 mL of dilute hydrochloric acid and
water to make 50 mL (not more than 0.110%).

(3) Heavy metals—Proceed with 2.0 g of White Shellac
according to Method 2, and perform the test. Prepare the
control solution with 2.0 mL of Standard Lead Solution (not
more than 10 ppm.)

(4) Arsenic—Prepare the test solution with 0.40g of
White Shellac according to Method 3, and perform the test
using Apparatus B. Add 10 mL of a solution of magnesium
nitrate hexahydrate in ethanol (95) (1 in 50), then add 1.5 mL
of hydrogen peroxide (30), and fire to burn (not more than 5
ppm).

(5) Ethanol-insoluble substances—Dissolve about 5 g of
White Shellac, accurately weighed, in 50 mL of ethanol (95)
on a water bath while shaking. Pour the ethanol solution
into a tared extraction thimble, previously dried at 105°C for
2 hours, in a Soxhlet extractor, and extract with ethanol (95)
for 3 hours: the mass of the residue is not more than 2.0%.
Use a cylindrical weighing bottle for taring the extraction
thimble. ‘

(6) Rosin—Dissolve 2.0 g of White Shellac in 10 mL of
ethanol (99.5) with thorough shaking, add gradually 50 mL
of petroleum ether while shaking, and filter, if necessary.
Wash the solution with two S0-mL portions of water, filter
the upper layer, and evaporate the filtrate on a water bath to
dryness. Dissolve the residue in 2 mL of a mixture of carbon
tetrachloride and phenol (2:1), transfer the solution to a
depression of a spot plate, and fill the neighboring depres-
sion with a mixture of carbon tetrachloride and bromine
(4:1). Immediately cover both depressions with a watch
glass, and allow to stand: the solution of the residue exhibits



