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eutical Glaze

laze is a specially denatured alcoholic solution of Shellac containing between 20.0% and 57.0% of anhydrous shellac and is
ir dehydrated alcohol or alcohol containing 5% water by volume. The solvent is a specially denatured alcohol approved for
uring by the Internal Revenue Service. It contains NLT 90.0% and NMT 110.0% of the labeled amount of shellac. It may

and titanium dioxide as an opaquing agent.

ling sample solution retained from the Assay

he Sample from a volumetric flask onto a clean glass plate, and place the plate in a nearly vertical position. After drainage is
w the resulting film to dry in a well-ventilated place at 20° for 1 h, then place the plate in an oven at a temperature of 43° for

, and scrape the film from the plate with a sharp blade, discarding the thick edges. To 50 mg of the solid shellac from the film
os of a mixture of 1 g of ammonium molybdate and 3 mL of sulfuric acid. Retain the remaining film for the tests for

)f Aleuritic Acid and Shellolic Acid by Thin-Layer Chromatography and Rosin.

eria: A green color is produced, and it becomes lilac on standing for 5 min.

F ALEURITIC AciD AND SHELLOLIC AciD BY THIN-LAYER CHROMATOGRAPHY

n: 6 mg/mL of USP Aleuritic Acid RS in methanol, heating slightly if necessary

mple: 500 mg of solid shellac from the film prepared in Identification test A

12 Weigh and finely powder the Solid shellac sample. Transfer 500 mg of the finely powdered shellac to a test tube and heat
15-mg/mL sodium hydroxide solution in a vigorously boiling water bath for 5 min. Cool, add 10 mL of ethyl acetate, and
ntent to a separatory funnel. With stirring, add slowly 4 mL of a 120-mg/mL solution of glacial acetic acid to the funnel.
Jtion thoroughly and withdraw the lower layer. Transfer the upper layer to a small flask, add anhydrous sodium sulfate, and
ant through a 0.45-um syringe filter. Collect the filtrate and use it as the sample.

ic system

agraphy (621), Thin-Layer Chromatography.)

¢ 20-cm, or 20-cm x 20-cm, silica gel 60 F,.,

lume: 10 pL, as 8-mm bands. [Note—An automated apparatus may be used.]

llvent system: Ethyl acetate, methylene chloride, methyl alcohol, and acetic acid (60:32:8:1)

: Prepare the anisaldehyde solution by mixing in the following order. In 0.5 mL of anisaldehyde add 10 mL of glacial acetic
of methyl alcohol, and 5 mL of sulfuric acid.

1dard solution and Sample solution

Apply the Samples in different bands to the previously marked starting point on a TLC plate, and develop the plate two times
of 15 cm. Dry the plate in air.

-ay with Spray reagent. Heat the plate at 100°-105° for 10 min, and examine in daylight (or white light).

rincipal band of aleuritic acid shows strong intensity and purple color. The retardation factor (R,) for the principal band of
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1 A: When testing Glaze that does not contain titanium dioxide, transfer a quantity of Glaze containing 17 g of shellac to a 100-
: flask, and add alcohol to volume. Pipet 3 mL into a tared dish containing 10 g of washed sand and a small glass rod. Retain
solution in the volumetric flask for Identification test A. The tare weight includes the combined weights of the dish, the

and the glass rod.

form mixture is obtained, allow the glass rod to remain in the dish, dry at 105° for 1 h in an explosion-proof oven, cool, and

1 B: When testing Glaze that contains titanium dioxide, transfer a quantity containing 10 g of solids to a beaker, and add 10 mL
.er off the pigment with the aid of a vacuum. Wash the filter with alcohol; transfer the combined filtrate and washing, with the
to a 200-mL volumetric flask; add alcohol to volume; and mix. Pipet 6 mL into a tared dish containing 10 g of washed sand
ass rod. Proceed as directed in Sample solution A, beginning with “The tare weight...".

eight of shellac, W, in g, in the quantity of Glaze taken is obtained by subtracting the tare weight from the final weight of the

contents.
containing titanium dioxide calculate the percentage of shellac in the quantity of Glaze taken:

Result = [(W/V,) x V]/W x 100
1l volume used, 3 mL

ial volume prepared, 100 mL
ight of Glaze (g) for preparation of 100-mL solution
taining titanium dioxide calculate the percentage of shellac in the quantity of Glaze taken:

Result = [(W/V,) x V]I/W x 100
il volume used, 6 mL

ial volume prepared, 200 mL
ight of Glaze (g) for preparation of 200-mL solution
eria: 90.0%-110.0% of the labeled amount of shellac
ENTS
by difference, a quantity of Glaze containing 10 g of shellac into a 200-mL tall-form beaker.

Sample add with stirring 150 mL of hot water containing 2.5 g of sodium carbonate, immerse the beaker in a boiling water
antil the solid is dissolved. Cover the beaker with a watch glass, and maintain the heat for 3 h more without agitation. Remove
a cold water bath. When the wax has floated to the surface, pass the solution through medium-speed quantitative ashless
insferring the wax to the paper, and wash the filter with water. Pour 5-10 mL of alcohol onto the filter to facilitate drying. Wrap
sely in a larger piece of filter paper, bind with a piece of fine wire, and dry with the aid of gentle heat. Extract with chloroform in
tinuous extraction apparatus for 2 h, using a weighed flask to receive the extracted wax and solvent. Evaporate the solvent,

ax at 105° to constant weight.
eria: It meets the requirements in Table 1.

Table 1

Type of Shellac Wax

ac NMT 5.5%
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