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ine Hyclate Delayed-Release Tablets

te Delayed-Release Tablets contain an amount of Doxycycline Hyclate equivalent to NLT 90.0% and NMT 120.0% of the

of doxycycline (C,,H,,N,0,).

time of the major peak of the Sample solution corresponds to that of the Standard solution, as obtained in the Assay.
‘um of the major peak of the Sample solution corresponds to that of the Standard solution, as obtained in the Assay.

ns containing doxycycline from light.
sfer 3.1 g of monobasic potassium phosphate, 0.5 g of edetate disodium, and 0.5 mL of triethylamine to a 1000-mL
k. Add about 850 mL of water and mix. Dilute with water to volume and adjust with 1 N sodium hydroxide to a pH of 8.5 +

1gh a suitable filter of 0.22-uym pore size.

anol
2e Table 1.
Table 1
Time Solution A Solution B
(min) (%) (%)
0.0 90 10
2.0 90 10
4.0 60 40
6.0 90 10
9.0 90 10

ydrochloric acid
n: 0.12 mg/mL of USP Doxycycline Hyclate RS in Diluent. Sonicate as needed to dissolve.
: Nominally 0.1 mg/mL of doxycycline from NLT 20 Tablets prepared as follows. Transfer a suitable portion of finely

ets to a suitable volumetric flask. Add 80% of the final volume of Diluent, sonicate for about 15 min, shake for about 15 min,
Diluent to volume. Pass through a suitable filter of 0.2-um pore size and use the filtrate for analysis.
> system

70 nm. For Identification B, use a diode array detector in the range of 200-400 nm.

m x 5-cm; 1.7-um packing L7. [Note—A 1.7-um guard column with packing L7 was used during method validation.]
rature: 60°

nL/min

1e: 5L
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: percentage of the labeled amount of doxycycline (C22H24N208) in the portion of Tablets taken:

Result = (r,/r)) x (C/C,) x Px Fx 100
aak response from the Sample solution
2ak response from the Standard solution

»ncentration of USP Doxycycline Hyclate RS in the Standard solution (mg/mL)

»minal concentration of doxycycline in the Sample solution (mg/mL)

stency of doxycycline in USP Doxycycline Hyclate RS (ug/mg)

»nversion factor, 0.001 mg/ug

ria: 90.0%-120.0%

ESTS

:ontaining doxycycline from light.
as directed for Dissolution (711), Procedure, Apparatus 1 and Apparatus 2, Delayed-Release Dosage Forms, Method B

5 N hydrochloric acid; 900 mL, degassed with helium
50 rpm
|

ution: 0.128 mg/mL of USP Doxycycline Hyclate RS in Medium. Calculate the concentration, C, in mg/mL, of doxycycline

esignated potency, in pg/mg, of doxycycline in USP Doxycycline Hyclate RS. [Note—Sonicate if necessary to dissolve.]
ion: Pass portions of the solution under test through a suitable PVDF filter of 0.45-pym pore size.

346 nm

juartz

m

Standard solution and Sample solution

Iculate the percentage of the labeled amount of doxycycline (szHz4NzOs) dissolved:

Result = (A /A x (C/L) x V x 100
A, = absorbance of the Sample solution
A s T absorbance of the Standard solution

C, = concentration of doxycycline in the Standard solution (mg/mL)

L =label claim (mg/Tablet)
V  =volume of Medium, 900 mL

Tablets tested): No individual value is more than 30% of the labeled amount of doxycycline (szHz4NzOs) dissolved in 20

Tablets tested): NMT 2 individual values of the 12 tested are greater than 30% of the labeled amount of doxycycline
,05) in 20 min.

stage of testing on separate Tablets, selecting those that were not previously subjected to the Acid stage testing.
5.5 neutralized phthalate buffer (see Reagents, Indicators, and Solutions—Solutions, Buffer Solutions); 900 mL, degassed
50 rpm
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duct complies with this test, the labeling indicates that the product meets USP Dissolution Test 2. Proceed as directed for

raratus 1, Time, Blank, and Analysis: Proceed as directed for Acid stage in Test 1.
ution: (L/900) mg/mL of USP Doxycycline Hyclate RS in Medium. Calculate the concentration, Cg inmg/mL, of doxycycline

esignated potency, in pg/mg, of doxycycline in USP Doxycycline Hyclate RS. Sonicate if necessary to dissolve.
ion: Pass portions of the solution under test through a suitable filter.

345 nm
le2.
Table 2
Tablet Strength Cell Size
(mg/Tablet) (cm)

75 0.5
100 0.5
150 0.2

Tablets tested): No individual value is more than 50% of the labeled amount of doxycycline (C,,H,,N,0,) dissolved in 20

Tablets tested): NMT 2 individual values of the 12 tested are greater than 50% of the labeled amount of doxycycline
,05) in 20 min.

stage of testing on separate Tablets, selecting those that were not previously subjected to the Acid stage testing.
5.5 neutralized phthalate buffer (see Reagents, Indicators, and Solutions—Solutions, Buffer Solutions); 1000 mL, degassed

and Analysis: Proceed as directed for Buffer stage in Test 1.

ution: (L/1000) mg/mL of USP Doxycycline Hyclate RS in Medium. Calculate the concentration, C, in mg/mL, of doxycycline

esignated potency, in ug/mg, of doxycycline in USP Doxycycline Hyclate RS. Sonicate if necessary to dissolve.
ion: Pass portions of the solution under test through a suitable filter.

| Cell: Proceed as directed for Acid stage in Test 2.

LT 70% (Q) of the labeled amount of doxycycline (C,,H,,N,0,) is dissolved.

duct complies with this test, the labeling indicates that the product meets USP Dissolution Test 3. Proceed as directed for
1), Procedure, Apparatus 1 and Apparatus 2, Delayed-Release Dosage Forms, Method B Procedure.

and Time: Proceed as directed for Acid stage in Test 1.

5 N hydrochloric acid; 900 mL

ution: Prepare the solutions from USP Doxycycline Hyclate RS in Medium as directed in Table 3. Calculate the concentration,
1L, of doxycycline using the designated potency, in ug/mg, of doxycycline in USP Doxycycline Hyclate RS.

Table 3
Tablet Strength Concentration of Doxycycline
(mg/Tablet) (mg/mL)
75 0.1
100 0.1
150 0.17
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