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dibenz[b,e]oxepin-11(6H)ylidene-N,N- dimethyl-, hydrochloride;
z[b,eJoxepin-411"(6H)-y-propylamine hydrochloride CAS RN®: 1229-29-4; UNII: 3USAOFEINS.
N®: 4698-39-9; UNII: CU61C5RH24.
N®: 25127-31-5; UNII: XI27WMG8QK.

rride, an (E) and (Z) geometric isomer mixture, contains the equivalent of NLT 98.0% and NMT 102.0% of doxepin

1oH,,NO - HCI), calculated on the dried basis. It contains NLT 13.6% and NMT 18.1% of the (2)-isomer, and NLT 81.4% and

1e (E)-isomer.

penTiFicaTion Tests (197), Infrared Spectroscopy: 197K Aor 197A, (USP 1-May-2021)

Atimes of the major peaks for the (E)- and (2)-isomers of the Sample solution correspond to those, (USP 1-May-2021) Of the

as obtained in the Assay.

:sts—GeneraL (191), Chemical Identification Tests, Chloride
and water (50:50)
: 10 mg/mL of Doxepin Hydrochloride in Diluent

ria: Meets the requirements of Athe test for amine hydrochlorides 5 (USP 1-May-2021)

6 g/L of monobasic sodium phosphate in water, (ysp 1-May-2021)

ethanol and 4Solution A (30:70)., (USP 1-May-2021) Adjust with Adiluted phosphoric acid, (USP 1-May-2021) to @ pH of 2.5.

n: 0.1 mg/mL of USP Doxepin Hydrochloride RS in Mobile phase

: 0.1 mg/mL of Doxepin Hydrochloride in Mobile phase. Sonication may be used to aid in dissolution.
> system

aphy (621), System Suitability.)

54 nm

x 12.5-cm; A5-|JmA (USP 1-May-2021) Packing L7

eeBeeeee. FAO


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-59D76ACA-B77B-4C6E-AC8C-3E12D6CCE9A6_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-59D76ACA-B77B-4C6E-AC8C-3E12D6CCE9A6_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-59D76ACA-B77B-4C6E-AC8C-3E12D6CCE9A6_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-59D76ACA-B77B-4C6E-AC8C-3E12D6CCE9A6_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-59D76ACA-B77B-4C6E-AC8C-3E12D6CCE9A6_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-59D76ACA-B77B-4C6E-AC8C-3E12D6CCE9A6_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-59D76ACA-B77B-4C6E-AC8C-3E12D6CCE9A6_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-59D76ACA-B77B-4C6E-AC8C-3E12D6CCE9A6_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-45408E6E-13F6-4EED-8335-9315C24FB470_1_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-DE15A571-4522-44A6-BF66-843E342ABB5D_1_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-B132D5E5-5221-46A8-AE09-16BFF629713B_1_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-DE15A571-4522-44A6-BF66-843E342ABB5D_1_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-3FCDE41E-1552-4515-B564-E9777B5A39DA_2_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-F205C3A5-CF79-44ED-9AB3-E8CC86BB1510_1_en-US
https://store.usp.org/product/1225500
https://online.uspnf.com/uspnf/current-document/1_GUID-6C3DF8B8-D12E-4253-A0E7-6855670CDB7B_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-6C3DF8B8-D12E-4253-A0E7-6855670CDB7B_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-6C3DF8B8-D12E-4253-A0E7-6855670CDB7B_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-6C3DF8B8-D12E-4253-A0E7-6855670CDB7B_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-6C3DF8B8-D12E-4253-A0E7-6855670CDB7B_9_en-US
https://online.uspnf.com/uspnf/current-document/1_GUID-D545A34C-B05B-4DC3-9C78-A3C83FCC9719_1_en-US

https://trungtamthuoc.com/

lative retention times for the (E)- and (Z)-isomers are 1.0 and 1.1, respectively.] , (USP 1-Mav-2021)

lirements
LT 1.5 between the (E)- and (2)-isomers

 NMT 2.0 4each for, (USP 1-May-2021) the (E)- and (Z)-isomers

dard deviation: NMT 2.0% 4each for the (E)- and (2)-isomers , (USP 1-May-2021)

dard solution and Sample solution

: percentage of doxepin hydrochloride (C19H21N0 - HCI) in the portion of Doxepin Hydrochloride taken:

Result = [(r 1x(C/C,)x 100

w2 * e s * s
seak response of the (2)-isomer from the Sample solution

seak response of the (E)-isomer from the Sample solution

yeak response of the (2)-isomer from the Standard solution

seak response of the (E)-isomer from the Standard solution
soncentration of USP Doxepin Hydrochloride RS in the Standard solution (mg/mL)
soncentration of Doxepin Hydrochloride in the Sample solution (mg/mL)

» percentage of the (2)-isomer of doxepin hydrochloride (C19H21NO - HCI) in the portion of Doxepin Hydrochloride taken:

Result = (r

U(Z)/rs(z)) x (C/C,)x100

reak response of the (Z)-isomer from the Sample solution

reak response of the (Z)-isomer from the Standard solution

soncentration of the (Z)-isomer in the Standard solution (mg/mL) based on the labeled percentage of the (Z)-isomer in USP
Doxepin Hydrochloride RS

soncentration of Doxepin Hydrochloride in the Sample solution (mg/mL)

: percentage of the (E)-isomer of doxepin hydrochloride (C, ;H,,NO - HCI) in the portion of Doxepin Hydrochloride taken:

Result = (r )x(Cy/C,) %100

U(E)/ r S(E)

reak response of the (E)-isomer from the Sample solution

reak response of the (E)-isomer from the Standard solution

soncentration of the (E)-isomer in the Standard solution (mg/mL) based on the labeled percentage of the (E)-isomer in USP
Doxepin Hydrochloride RS

soncentration of Doxepin Hydrochloride in the Sample solution (mg/mL)
ria
chloride: 98.0%—-102.0% on the dried basis

loxepin hydrochloride: 13.6%-18.1%
loxepin hydrochloride: 81.4%-88.2%

(281): NMT 0.2%
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ethanol, acetonitrile, and Buffer (50:20:30)

h liter of Mobile phase add 2 mL of 2 N sodium hydroxide TS. 5 (ysp 1-May-2021)

n: 0.001 mg/mL each of USP Doxepin Hydrochloride RS, USP Doxepin Related Compound A RS, and USP Doxepin Related

'S; and 0.002 mg/mL of USP Doxepin Related Compound C RS in Diluent. Sonication for about 1 min may be used to aid the

on of the compounds.

ition: 0.0005 mg/mL each of USP Doxepin Hydrochloride RS, USP Doxepin Related Compound A RS, and USP Doxepin
aund B RS; and 0.0017 mg/mL of USP Doxepin Related Compound C RS from Standard solution in Diluent 4 (ysp 1-may-2021)

1 mg/mL of Doxepin Hydrochloride in Diluent
> system

15nm

m x 25-cm; 5-uym packing L1

rature: 30°

_/min

1e: 20 L

imes the retention time of doxepin

y

dard solution Aand Sensitivity solution 5 (USP 1-May-2021)

le 1 for relative retention times. The doxepin related compound C peak will be the largest peak in the Standard solution

1

lirements

LT 1.5 between doxepin related compound A and doxepin related compound C; NLT 1.5 between doxepin related compound

pin related compound B, 4Standard solution
dard deviation: NMT 5.0% for doxepin, Standard solution  (usp 1-May-2021)

ise ratio: NLT 10 for “doxepin, doxepin related compound A, doxepin related compound B, and doxepin related compound C,

solution  (UsP 1-May-2021)

dard solution and Sample solution
: percentage of each doxepin related compound in the portion of Doxepin Hydrochloride taken:

Result = (r,/rg) x (C/C,) x 100
2ak response of doxepin related compound A, B, or C from the Sample solution
2ak response of doxepin related compound A, B, or C from the Standard solution

»ncentration of USP Doxepin Related Compound A RS, USP Doxepin Related Compound B RS, or USP Doxepin Related
:ompound C RS in the Standard solution (mg/mL)

»ncentration of Doxepin Hydrochloride in the Sample solution (mg/mL)

: percentage of each unspecified impurity in the portion of Doxepin Hydrochloride taken:
Result = (r,/rg) x (C/C ) x 100

zak response of each unspecified 4impurity (USP 1-May-2021) from the Sample solution

2ak response of doxepin [sum of (E)- and (2)-isomers] from the Standard solution

>ncentration of USP Doxepin Hydrochloride RS in the Standard solution (mg/mL)

»ncentration of Doxepin Hydrochloride in the Sample solution (mg/mL)

wia: See Table 1. Disregard any peak with a relative retention time less than 0.25. AThe reporting threshold is 0.05%. 4 (UsP 1-
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Relative Acceptance
Name Retention Criteria,
Time NMT (%)
ed compound A 0.48 0.10
ed compound C 0.55 0.20
ed compound B 0.63 0.10
1.0 -

I, unspecified impurity - 0.10
ities - 0.504 (usp 1-May-2021)
i)

ler vacuum at 60° for 3 h.
ria: NMT 0.5%

UIREMENTS
race: Preserve in well-closed containers.

ANDARDS (171)
oride RS
Jompound A RS
2in-11(6H)-one.
210.23
Jompound B RS

-May-2021) -(3-(Dimethylamino)propyl)-6,11-dihydrodibenzo[b,e]oxepin-11-ol.

297.39
Jompound C RS

1y-2021) -3-(Dibenzolb,eloxepin-11(6H)-ylidene)-N-methylpropan-1-amine hydrochloride.

i 301.81

'lease check for your question in the FAQs before contacting USP.

opic/Question Contact

Expert Committee

JCHLORIDE Documentary Standards Support

:abase Information: Chromatographic Database

red In:
volume No. 45(2)
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