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ine Hyclate Capsules

te Capsules contain the equivalent of NLT 90.0% and NMT 120.0% of the labeled amount of doxycycline (szH24Nzos)'

time of the major peak of the Sample solution corresponds to that of the Standard solution, as obtained in the Assay.
penTIFicATIoN Tests (197), Infrared Spectroscopy: 197A

n: Transfer about 25 mg of USP Doxycycline Hyclate RS to a suitable flask. Add 25 mL of acetonitrile and mix for

5 min with a magnetic stir bar. Pass the solution through a suitable filter, and remove the solvent by natural evaporation or by
avaporator under vacuum.

. Transfer the contents of NLT 10 Capsules, equivalent to 25 mg of doxycycline hyclate, to a suitable flask. Add 25 mL of
I mix for approximately 5 min with a magnetic stir bar. Pass the solution through a suitable filter, and remove the solvent by
ation or by using a rotary evaporator under vacuum.

\e the spectra of the Standard solution and the Sample solution in the range between 2000 and 650 cm™".

ria: The Sample solution exhibits bands at about 1663, 1611, 1576, 1453, 1213, 1037, 1002, 935, and 659 cm'1, similar to the
on.

sontaining 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 7 N sodium hydroxide VS to a pH of 8.5 +

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
y stock solution 1: 1 mg/mL each of USP Doxycycline Related Compound A RS and USP Methacycline Hydrochloride RS in

y stock solution 2: 1.2 mg/mL of USP Doxycycline Hyclate RS in Diluent

y solution: Transfer 5 mL of System suitability stock solution 2 to a 25-mL volumetric flask, heat on a steam bath for 60 min,


https://online.uspnf.com/uspnf/current-document/1_GUID-37232E7C-5275-4B7B-9007-9587E166E4C1_5_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-37232E7C-5275-4B7B-9007-9587E166E4C1_5_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-37232E7C-5275-4B7B-9007-9587E166E4C1_5_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-37232E7C-5275-4B7B-9007-9587E166E4C1_5_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-37232E7C-5275-4B7B-9007-9587E166E4C1_5_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-37232E7C-5275-4B7B-9007-9587E166E4C1_5_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-37232E7C-5275-4B7B-9007-9587E166E4C1_5_en-US
https://store.usp.org/product/1226003
https://online.uspnf.com/uspnf/current-document/1_GUID-4BE35CFC-C8C0-4ABC-90B4-AC569A7E7826_1_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-4BE35CFC-C8C0-4ABC-90B4-AC569A7E7826_1_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-D774BE2A-B09A-4921-A753-C16D7C9D2438_1_en-US#R2481
https://online.uspnf.com/uspnf/current-document/1_GUID-3A927A83-A8FB-471B-9932-2678CB38BE68_1_en-US#R1975
https://online.uspnf.com/uspnf/current-document/1_GUID-A33EC6F9-A1DB-4873-8C5E-4AAB6EAD85CB_1_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-DFC3BB39-12A4-45C0-A7A7-1D043A33E43E_3_en-US#GUID-9C7DDB09-4125-4F59-91F0-AA63EE337FF2
https://store.usp.org/product/1226014
https://store.usp.org/product/1397006
https://store.usp.org/product/1226003
https://store.usp.org/product/1226003

https://trungtamthuoc.com/

 Nominally 0.25 mg/mL of doxycycline in Diluent, prepared as follows. Empty as completely as possible the contents of NLT
fix the combined contents and transfer a suitable portion of the powder to a suitable volumetric flask. Add 75% of the final
ant, sonicate for about 5 min, shake for about 15 min, and dilute with Diluent to volume. Pass a portion of this solution

ible filter of 0.2-um pore size.

> system

aphy (621), System Suitability.)

50 nm

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

nL/min

1e: 5L

y

am suitability solution and Standard solution

le 2 for relative retention times.]

lirements

LT 1.5 between methacycline and 4-epidoxycycline; NLT 1.5 between 4-epidoxycycline and doxycycline related compound A;
:ween doxycycline related compound A and doxycycline, System suitability solution

* NMT 1.5, Standard solution

dard deviation: NMT 2.0%, Standard solution

dard solution and Sample solution

: percentage of the labeled amount of doxycycline (C22H24N208) in the portion of Capsules taken:

Result = (r,/r) x (C/C,) x P x 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

900 mL
rpm, the distance between the blade and the inside bottom of the vessel being maintained at 4.5 + 0.5 cm during the test

n: USP Doxycycline Hyclate RS in Medium
. Dilute with Medium to a concentration that is similar to the Standard solution.

iditions
elength: 276 nm

dard solution and Sample solution

s percentage (Q) of the labeled amount of doxycycline (C,,H,,N,0,) dissolved:

Result = (A /AJ) x (C/L) x Vx 100

ysorbance of the Sample solution
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80% (Q) of the labeled amount of doxycycline (C,,H,,N,0,) is dissolved.

«6E Units (905): Meet the requirements

luent, System suitability solution, Sample solution, and Chromatographic system: Proceed as directed in the Assay.
n: 1.5 pg/mL of USP Doxycycline Hyclate RS in Diluent

y

am suitability solution and Standard solution

lirements

LT 1.5 between methacycline and 4-epidoxycycline; NLT 1.5 between 4-epidoxycycline and doxycycline related compound A;
:ween doxycycline related compound A and doxycycline, System suitability solution

dard deviation: NMT 5.0% for the doxycycline peak, Standard solution

ole solution and Standard solution
: percentage of each impurity in the portion of Capsules taken:

Result = (r,/r)) x (C/C, ) x Px Fx 100
aak response of each impurity from the Sample solution
2ak response of doxycycline 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: See Table 2. Disregard any impurity peaks less than 0.2%.

Table 2
Relative Acceptance
Retention Criteria,
Name Time NMT (%)
ab 0.64 -
line¢ 0.79 1.0
elated compound A (6-
1e)ad 0.88
1.0 -
I
npurity 0.5
es - 2.0

wurities are controlled in the drug substance and are not to be reported here. They are not included in total impurities.
yaR,12aS)-4-(Dimethylamino)-1,4,4a,5,5a,6,11,12a-octahydro-3,5,10,12,12a-pentahydroxy-6-methylene-1,11-dioxo-2-
arboxamide.
jaR,6R,12aS)-4-(Dimethylamino)-1,4,4a,5,5a,6,11,12a-octahydro-3,5,10,12,12a-pentahydroxy-6-methyl-1,11-dioxo-2-

arboxamide.
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aNDARDS (11)
ite RS
ed Compound A RS

ilable as a free base or a hydrochloride salt.]

12aS)-4-(Dimethylamino)-1,4,4a,5,5a,6,11,12a-octahydro-3,5,10,12,12a-pentahydroxy-6-methyl-1,11-dioxo-2-

xamide.

A444.44, (ERR1-0ul2022)

12a8)-4-(Dimethylamino)-1,4,4a,5,53,6,11,12a-octahydro-3,5,10,12,12a-pentahydroxy-6-methyl-1,11-dioxo-2-

xamide ‘hydrochlorideA (ERR 1-Jul-2022) -

il 4480.90, (ERR 1-Jul-2022)
lrochloride RS

'lease check for your question in the FAQs before contacting USP.
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:abase Information: Chromatographic Database
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