66 Acetazolamide / Official Monographs

Mode: LC
Detector: UV 254 nm
Column: 4.6-mm x 25-cm; packing L1
Flow rate: 2 ml/min
Injection volume: 20 ul
System suitability
Sample: Standard solution
Suitability requirements
Tailing factor: NMT 1.5
Relative standard deviation: NMT 0.73%

Analysis
Samples: Stondard solution and Sample solution
Calculate the percentage of acetazolamide (C4HsN4OsS;)
in the portion of Acetazolamide taken:

Result = (ru/rs) x (Cs/Cy) x 100

Iy = peak response of acetazolamide from the
Sample solution

r = peak response of acetazolamide from the
Standard solution

Cs = concentration of USP Acetazolamide RS in the
Standard solution {mag/mL)

Cy = concentration of Acetazolamide in the Sample
solution (mg/mL)

Agmmmm criteria: 98.0%-102.0% on the anhydrous

asis

e RESIDUE ON IGNITION (281): NMT 0.1%
o CHILORIDE AND SULFATE (221), Chloride
Sample solution: Digest 1.5 g with 75 mL of water at
ﬂmm 70° tor 5 min. Cool to room temperature, and
iter.
Acceptance criteria: A 25-mlL portion of the filtrate
shows no more chloride than corresponds to 0.10 mL
of 0.020 N hydrochloric acid (0.074%).
e CHLORIDE AND SULFATE (221), Sulfate
Sample solution: A 25-mL portion of the filtrate pre-
pared in the test for Chloride
Acceptance criteria: It shows no more sulfate than cor-
responds to 0.20 mL of 0.020 N suifuric acid (0.04%).

e SELENIUM (297)
Sample: 200 mg
Acceptance criteria: NMT 30 ppm
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o SILVER-REDUCING SUBSTANCES

Sample: 5Q

Analysis: Thoroughly wet the Sample with alcohol. Add
125 mL of water, 10 mL of nitric acid, and 5.0 mL of
0.1 N silver nitrate VS. Stir with a mechanical stirrer for
30 min. Filter, add 5 mL of ferric ammonium sulfate TS
to the filtrate, and titrate with 0.1 N ammonium thiocy-
anate VS to a reddish-brown endpoint.

Acceptance criteria: NLT 4.8 mL of 0.7 N ammonium

thiocyanate is reqguired.
o ODRGANIC [MPURITIES

Procedure: Ordinary Impurities (466)
Standard solution: Acetone and methanol (1:1)
Test solution: Acetone and methanol (1:1)
Eluant: n-Propyl alcohol and T N ammonium hydrox-

ide (88:12)

Visualization: 1

SPECIFIC TESTS
WATER DETERMINATION (921), Method I: NMT 0.5%

PACKAGING AND STORAGE: Preserve in tight containers,
and store at room temperature.

I
]

USP 47

e USP REFERENCE STANDARDS (17)

USP Acetazolamide RS

Acetazolamide for Injection is prepared from Acetazolamide
with the aid of sodium hydroxide. it is suitable for paren-
teral use. The contents of each container, when consti-
tuted as directed in the labeling, yield a solution contain-

ing NLT 95.0% and NMT 110.0% of the labeled amount
of acetazolamide (C4HsN4O53S:).

A, INFRARED ABSORPTION (197K
Sample: Dissolve 500 mg in 5 mL of water, add 2 drops
of hydrochloric acid, and allow the mixture to stand for
about 15 min. Filter through a fine sintered-glass fun-
nel, wash with several small portions of water, and dry
under vacuum over silica gel for 3 h.
Acceptance criteria: Meets the requirements
B. The retention time of the major peak of the Sample
solution corresponds to that of the Standard solution, as
obtained in the Assay.
e €, IDENTIFICATION TESTS—GENERAL (191), Chemical ldentifi-
cation Tests, Sodium: Meets the requirements

ASSAY

G I R AT D Bl A crnant et O T8 bt bt Lt e S b s S s e e et e e st e e O G S I St | i 0t 3 SRy o, S o by St e ST e e
SRR Wil R ﬁ?ﬁi‘%i e s G ?ﬁ%ﬁjﬁg:ﬂ?ﬁ@; 453 gﬁshh;aqé PN E’ﬁsi:i;:};%:f;’g L %ﬂ} AL 5;*4;1_% PSRt RN
SRS L ._F-'":""-'?'-: L L e B T e e A A _-:-‘.g;: it .'E'F_.%I: '-:k' e g\N__,. Ftag:] -Zw:i*’-:"’mm-}z ¥ .;:_5- L .-:u.';*-"-. 1 L T R .:"E_-; ::53'“'-': E:'\;..'“' ;.,gi.;q_'.-,&i;ﬁ b AR S e An e iy
Y -:l'.r:;__:h'.-i.- {: '-;.'A_-'E_':-:run'ﬂ.-'_-;c.-:l.-. sy pul bty T S R L LR e -._{?E.-'- A ﬂ:l."-!ﬂ.'- s e I b _._.hﬂ,_'i_::-'_.- LDl -;:‘:.-.I'.-AE-. -:a-:x!"_-'f:,.;m&{;-. ﬁh_iﬁ%hp »5—':. ~C‘$l_.j__;5' Ly j'-' [ i’:‘i:,':""l IE-E -'-'f-r'-'::-"ht-"':-:-.&- B b
ES P i 2 e T B R M S R T D E'ﬂﬁd e T s T SRS RIS L O D R Y & {5. Chmdn b f%ﬁw e el
: ugg '-.-:‘ga- ﬁfi Bronndin s R G R e R R q?»s”:a‘mg::=”’3&‘ﬁ=’%ﬁﬂi' e ’13%‘“%"15‘-1“5‘{%’5' R R e
- G i e e R ek Tk L g R o3 T St i BRI =-,~-3.'q"4_'=-:5=“'.-‘i§¢ R R T R e, “ﬁtﬁ'{-;; R Rt j'f:,;"a.;;:a.g? 1*;?’1*5_573 el
nptsta it onn e insuibatoia s R ol R G VR L L R
R R R T e e e R R R e T R R R s R R R T S e N e R -.--':F'-!‘ﬂ-‘-f-‘-"'f-‘--ﬁ:"-’b?'ﬂ-ﬂ' GERTRR AR s ML

Mobile phase: Dissolve 4.1 g of anhydrous sodium ace-
tate in 950 mL of water, add 20 mL of methanol and
30 mL of acetonitrile, and mix. Adjust with glacial acetic
acid to a pH of 4.0.

Standard solution: 0.1 mg/mL of USP Acetazolamide
RS prepared as follows. Transfer USP Acetazolamide RS
to a suitable volumetric flask, add 0.5 N sodium hy-
droxige equivalent to 10% of the final volume, and di-
lute with water to volume,

Sample solution: Nominally 2,54 0

\\'!-I'ﬁll '!-\.-"-":-tl!;'llll':;:.-':-\:l- LT FEE ILl:l:l II' .'_EI:E.":r ] k- .
I iﬂ’sﬁfﬁlhm -;J,ac;'l PRI

m / mL of
B, Pt el LS e o R e R I T
A ::-,ngsﬂ?? Sy G
A }g f o 28 i)
e
it

L e fa TR G LT S A REETIFEL
& i ,r‘:?f{.@“& -“—‘-“‘fﬁ}*i.}ﬁ iy jg_::'r gt : :

' - ] - e 1 R | -ty e - S -

s B GG Y Bl B R o 3 R i Ty o POl N A

1:-::1%' ¥ i G -:_2._.&-; quququququ I:L. A oo B : 'ii ; P 2 S i

b A SRR AT i R R R RN TR e R R e oA

A T g Mt ,
' ""-:‘\-‘:'i""\- OOl :'-.“\-'i-'r'\.'z"-.:-' ﬂ ::."-\."1:". -:':':-hﬂ f‘::: [ty A AEATYEAARY T b .ﬂl..'
prepared as follows. D contents of one con-

tainer of Acetazolamide for Injection in a 24454 volume
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of water corresponding to the volume of solvent speci-
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Chromatographic system
(See Chromatography (621), System Suitability.)
Mode: LC
Detector: UV 254 nm

Flow rate: 2 mL/min
Injection volume: 20l
System suitability
Sample: Standord solution
Suitability requirements
Tailing factor: NMT 1.5
Relative standard deviation: NMT 1.0%
Analysis
Samples: Standard solution and Sample solution
Calculate the percentage of the labeled amount of
acetazolamide (C4HsN4O3S,) in the portion of Acetazol-
amide for Injection taken:

Result = (ry/rs) x (Cs/Cy) x 100

ru = peak response of acetazolamide from the
Sample solution
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