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Sulfadiazine
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CioH10NsO3S
Benzenesulfonamide, 4-amino-N-2-pyrimidinyl-;
N1-2-Pyrimidinylsulfanilamide [68-35-9].

250.28

DEFINITION
Sulfadiazine contains NLT 98.0% and NMT 102.0% ¢

(Al 3 328 iy el

CioH10N4O5S, calculated on the dried basis.
IDENTIFICATION

e A. INFRARED ABSORPTION (197K}
+ B.
Sample: 50 m

ia Lo Audilae) Gl i)
() JS8y saaY)

Analysis: Care?ully melt the Sample in a small tes

tube.

Acceptance criteria: A reddish brown color develops
upon melting, and the fumes evolved during decompo-
sition do not discolor moistened lead acetate test paper

(distinction from sulfathiazole).
e C.
Sample: 1

Analysis 1: Gently heat the Sample in a small test tube
until a sublimate is formed. Collect a few mg of the
sublimate with a glass rod, and mix in a test tube with
1 mL of a solution (1 in 20) of resorcinol in alcohol.

Add 1 mL of sulfuric acid, and mix by shaking.

Acceptance criteria 1: A deep red color appears at

once.

Analysis 2: Cautiously dilute the mixture obtained in

Analysis 1 with 25 mL of ice-cold water, and add
excess of 6 N ammonium hydroxide.

an

Acceptance criteria 2: A blue or reddish blue color is

produced.
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ASSAY

* PROCEDURE
Mobile phase: Acetonitrile, water, and glacial acetic acid
(12:87:1)
Standard solution: 1 mg/mL of USP Sulfadiazine RS in
0.025 N sodium hydroxide
Sample solution: 1 mg/mL of Sulfadiazine in 0.025 N

sodium hydroxide iy Aigall jraad
Chromatographic system assall el lela
(See Chromatography (621), System Suitability.)

Mode: LC

Detector: UV 254 nm
Column: 4-mm x 30-cm; packing L1
Flow rate: 2 mL/min
Injection volume: 10 puL
System suitability
Sample: Standard solution
Suitabilitty requirements
Tailing factor: NMT 1.5
Relative standard deviation: NMT 2.0%, five
injections
Analysis
Samples: Standard solution and Sample solution
Calculate the percentage of sulfadiazine (CioH10N4O3S)

in the portion of Sulfadiazine taken:
daludl) il ) duglaal

Result = (ru/rs) x (Gs/Cy) x 100 (Al a3
ru = peak response of sulfadiazine from the Sample
solution
s = peak response of sulfadiazine from the
Standard solution
Cs = concentration of USP Sulfadiazine RS in the

Standard solution (mg/mL)



Cu = concentration of Sulfadiazine in the Sample
solution (mg/mL)
Acceptance criteria: 98.0%-102.0% on the dried basis

IMPURITIES il 5l
* RESIDUE ON IGNITION (281): NMT 0.1% Caldl s
e SELENIUM (291) (BF) iluch s
Sample: 200 mg Al ol
Acceptance criteria: NMT 30 ppm TLCo Lani dualaie Y il gl
o HEAVY METALS, Method Il (231): NMT 20 pp
* ORDINARY IMPURITIES (466)
Diluent: Toluene and dimethylformamide (2:1)
Standard solutions: 0.008, 0.041, 0.08, and 0.17 mg/
mL in Diluent
Sample solution: 8.3 mg/mL in Diluent
Eluant: Chloroform, methanol, and ammonium hydrox-

ide (30:12:1) . —
Visualization: 11 i stadl wbi:

SPECIFIC TESTS Cagailly il
e CLARITY AND COLOR OF SOLUTION -

Sample: 1
Analysis: Dissolve the Sample in a mixture of 20 mL of
water and 5 mL of 1 N sodium hydroxide.
Acceptance criteria: The solution is clear and not more
deeply colored than pale yellow.
e ACIDITY
Sample: 2
Analysis: Digest the Sample with 100 mL of water at
about 70° for 5 min. Cool at once to room tempera-
ture, and filter. To 25.0 mL of the filtrate add 2 drops of
ﬁhennl phthalein TS, and titrate with 0.10 N sodium
ydroxide.
Acceptance criteriaz: NMT 0.20 mL is required to pro-
duce a pink color.
e Loss ON DRYING (731)
Analysis: Dry a sample at 105° for 2 h.
Acceptance criteria: NMT 0.5%

ADDITIONAL REQUIREMENTS

* PACKAGING AND STORAGE: Preserve in well-closed, light-
resistant containers. o, S

o USP REFERENCE STANDARDS (11) N
USP Sulfadiazine RS




Sulfadiazine Tablets

DEFINITION

Sulfadiazine Tablets contain NLT 95.0% and NMT 105.0%
of the labeled quantity of C;oH:0N4O3S.

IDENTIFICATION
e A. INFRARED ABSORPTION (197K)
e B. MELTING RANGE OR TEMPERATURE, Class la (741)
Sample solution: Equivalent to 100 mg/mL of sulfadia-
zine from finely powdered Tablets in chloroform
Analysis: Transfer the Sample solution to a small filter.
Wash with 5 mL of chloroform, and discard the filtrate.
Triturate the residue with 10 mL of 6 N ammonium hy-
droxide for 5 min, add 10 mL of water, and filter. Warm
the filtrate until most of the ammonia is expelled, cool,
and add 6 N acetic acid until the reaction is distinctl
acid: a precipitate of sulfadiazine is formed. Collect the
precipitate on a filter, wash it with cold water, and dry
at 105° for 1 h.
Acceptance criteria: The sulfadiazine melts at
250°-254°.

ASSAY
* PROCEDURE

Mobile phase: Acetonitrile, glacial acetic acid, and water
(12:1:87)




Standard solution: 1 mg/mL of USP Sulfadiazine RS in

0.025 N sodium hydroxide

Sample solution: 1T mg/mL of sulfadiazine from pow (e dliee die K
dered Tablets in 0.025 N sodium hydroxide. [NOTE- o) duilaie ida 5uae20

Weigh NLT 20 Tablets, shake the solution for 30 mil

and centrifuge, if necessary.]
Chromatographic system
(See Chromatography {621}, System Suitability.)
Mode: LC
Detector: UV 254 nm
Column: 4-mm x 30-cm; packing L1
Flow rate: 2 mL/min
Injection size: 10 pL
System suitability
Sample: Standard solution
Suitability requirements
Tailing factor: NMT 1.5 for sulfadiazine

L@J;' Hhﬂ”...“ WO
u'aiez?ﬁjyaﬂnll\cu.)
il Tasm J sl

Relative standard deviation: NMT 2.0% (five repli-

cate injections)
Analysis

Samples: Standard solution and Sample solution
Calculate the percentage of C,oH.0N4+O5S in the portion

of Tablets taken:
Result = (ru/rs) x (Cs/Cy) x 100

ru = peak response from the Sample solution
rs = peak response from the Standard solution
Cs = concentration of USP Sulfadiazine RS in the

Standard solution (mg/mL)

0
c
I

Sample solution (mg/mL)
Acceptance criteria: 95.0%—-105.0%

nominal concentration of sulfadiazine in the

PERFORMANCE TESTS
e DissoLUuTION (711)
Medium: 0.1 N hydrochloric acid; 900 mL
#Pparatus 2: 75 rpm
ime: 90 min

(raaall g :BA};.UQA)Q
@Jﬁ}d}@)&lﬁ\u&
e all G

Detector: UV, 242 nm

Analysis: Determine the quantity of CioH10N4O:S dis-
solved by using UV absorption on filtered portions of
the solution under test, in comparison with a Standard
solution having a known concentration of USP Sulfadia-
zine RS in the same medium. Use Medium as the blank

and cells with a path length of 0.1 cm.

Tolerances: NLT 70% (Q) of the labeled amount of

C10H10N4025 is dissolved.
e UNIFORMITY OF DOSAGE UNITS (905): Meet the
requirements

ADDITIONAL REQUIREMENTS

e PACKAGING AND STORAGE: Preserve in well-closed, light-

resistant containers.
e USP REFERENCE STANDARDS (11}
USP Sulfadiazine RS
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Managing the Analytical Laboratory

Plain and Simple

Clifford L. Nilsen

Interpharm press 2002

10



NEWLAES, INC. LABORATORY PROCEDURE - -
- A5 ol sl
TITLE: How to Write a Laboratory
Standard Operating Procedure NUMBER: 001 REV: © Cladall sae
WHITTEN BY: DATE: PAGE 1 OF 2
REVIEWED BY: DATE: izl g @UA\} i)
APPROVED BY: DATE: EFF. DATE: o . .
APPROVED BY: DATE: PRSI slxall 08 SS
Gaia JS
1.0 PURPOSE:
SOP (3 3¢l
1.1 Todefineg the procedure and format for 2 Laboratory Standard Operating Procedure. G el
1.2 To define the military numbering system for Laboratory Standard Operating Proceduras.
2.0 SCOPE: RERW
2.1 Analytical laboratories, Quality Control, R&D, and Quality Assurance,
3.0 RESPONSIBILITY:
4 5 puaall
3.1 Laboratory directors, managers, supenvisors, and technical writers.
4.0 FREQUENCY:
4.1 When generating a new laboratory SOP. il gl
4.2 'When revising an existing laboratory SOP.
5.0 PROCEDURE: -
Silel Yyl
3.1  Set up the 30P document to have the following sections:

51.1 Pumose
£1.2 EScope
5.1.3 HResponsibility
5.1.4 Freguency
5.1.5 Procedure
§.1.6 History

5.2 Description of Pars

E5.2.1 *Purpose simply states the objective of the SOP, for example, "To define a
procedure for calioration of analyical balances.”

11



MEWLABS, INC. LABORATORY PROCEDURE - ]
- o8 g ol giall
TITLE: How to Write a Laboratory
Standard Operating Procedure MUMBER: 001 REV: O il sae
WRITTEN BY: DATE: . PAGE 2 OF 2
(20 2a)
5.2.2 '"Scope'definesthe applicability of the S0P, The calibration of analtical balances
might have & scope of “0C labs and RAD labs in facility number one,” for sy
example,
s v . . . R CA\‘}A&“}
5.2.3 ‘“Responsibility” refers towho is responsible for implementation of the SOR. This
could a depariment such as QA or an individual such as the G4 supervisor of ]
QG chemists.

£.2.4 ‘“Frequency” defines the interval at which the SOP will be applied, such as daily,
weekly, monthily, ar yeary,

5.2.5 ‘Procedurs” is the actual detailed “how to do it7 part of the 2OP. It should be
detailed enough to be followed as intended. but not so detailed that it restricts
reasonable scientific judgement from baing exercised.

5.2.6 ‘“History or change control defines the age of an SOP, and if it is 2 revision, why
the revision was issued and approved. This makes for an iron-clad audit trail
when reviewing reascens for changes.

5.3 Military Mumbering
5.31 Sections are to be numbered using the military system (e.g., 1.0, 1.7, 1.1.1). Do
not use more than four levels if possible (.., 1.1.1.1). If additional levels are
reguired, use bullet points, dashes, or other means of highlighting.
5.4 Approvals
5.4.1 Al SOPs should have the name of the author or authors, and the signatures of
revigwsers and approvers on the first page of the S0P, along with title, date,
number of pages, and revision number. Each subseguent page should contain

the title, page number, and ravision number.

£.0 HISTORY:

6.1 REWVISION - 0; Supersedes - Qriginal e .
Reason - NYA SOP&la duai

?’&)Adjy&._ﬁSdA

12
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NEWLABS, INC. LABORATORY PROCEDURE
TITLE: Reserve Samples

MUMEBER: 034 REV: 0
WRITTEN BY: DATE: PAGE 1 OF 1
REVIEWED BY": DATE:
AFPROVED BY: DATE: EFF. DATE:
APFROVED BY: DATE:
1.0 PURPOSE:

1.1 To define the requirements for taking, storing, and discarding reserve samples.
2.0 SCOPE:

21 All raw materials and finished produsts.
3.0 RESPONSIBILITY:

3.1 Laboratory management.
4.0 FREQUENCY:

4.1 Upon completicn of analytical work, after final approval.

5.0 PROCEDURE:

5.1 Foreach Iot or batch of raw material or finished product that is tested by the laboratory,
ar released for commercial distribution, a reserve sample must be taken.

5.2  The quantity of reserve sample must be at ieast twice that needed to parform all required
testing on the sample.

5.3 Heserve samples must be stored under conditions of temperature and humidity that
correspond to that recommendsd for commarcial gquantities of the material.

5.4 Reserve samples must be retained for at least one year beyond the expiration date of
the product lol or batch that it represents, In the case of raw materials, the retention time
is al least one year beyond the expiration data of the product for which the raw material
was used. If a raw material went into more than one product, then that raw material
reserve sample should be retained for one year beyond the shelf ife of the product that
has the longest shelf life.

6.0 HISTORY:

6.1 REVISION 00 Supersedes - Qriginal
Reason - M

Ay 9 Apeaa b lea ¢l ja) LdSG A SOP ;3 JUs

O LBl 25 5 T 3Ll (38 5 % sl Apanall lslially (ald SOP 458 Ul (s ol

a5 iyl
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CO,H

Content of aspirin, CgHgOy4:

95.0 to 105.0% of the stated amount.

:BP 2007 cues 450

IDENTIFICATION

Boil 0.5 g of the powdered tablets for 2 to 3 minutes with 10 ml of 5M sodium hydroxide, cool
and add an excess of 1M sulphuric acid; a crystalline precipitate is produced. To a solution of the
precipitate in water add iron (I11) chloride solution R1 (FeCl3.6H,0) (A 10.5% w/v solution ); a

deep violet colour is produced.

:USP30 s 4l

Crush 1 Tablet, boil it with 50 mL of water for 5 minutes, cool, and add 1 or 2 drops of ferric

chloride TS (9%): a violet-red color is produced.
05V et i
ol rlas pe U5 da gme JS il jail 5 sl ¢35 caneal 23 Gl A gima 20 00
Ll )l
il Jsanll Gy ey ) Ay oY) sl e Y1

14



Pharmaceutical Form Average Mass Percentage

deviation
Tablets (uncoated and 80 mg or less 10
film-coated)
More than 80 mg and 75
less than 250 mg '
250 mg or more 5
ot g J ol Xn-X_ bar/Xbar| Xn A sadl s b gundll 8 )
X1 1
X2 2
X20 20

15
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Jam aginu) ik gae 2000

Ala) s e f 0.5 @sm @ Ghudl o)l daass3al N 0.5 a5 seall 2S5 508 e Je 30 Cinal
(oAl s Al 48 )l (385 324Y)

— —

il Sanlls 8 o sall 5 da s il A5

LG8 10 sad L 8
Sl el jafie dlaxinly N 0.5 HC I (e ke Jslaar 3 gaall 535 e
Come) e gy Y ali o) aly
a5 pdaal L O 3 gual) 43aS iy (g eaaddl (G
Each ml of 0.5 M sodium hydroxide VS is equivalent to 45.04 mg of CgHgOj,.
A U 3 5l
.30 22 @le 500 Cp_paasd) ilda iiae
.N 0.5 NaOH Jsl>«
. N 0.5 HCI J s>«
Jsll peal jadie
‘Jallaal) jiass

ke Jslaa pladiuly 3 5l Jasai o3 (g 5 s sle Ja 1000 8 ledais ¢ 21 33l :NaOH Jslas
daalall YU & g0l 53 (g da saae Jslaa alaaials 5 HCI0.5N

slally Je 1000 paall JaSis Je 41 385 1,193 5 (% 37) S e Jslae (ge BMil HCI J slae
 hddl

Phenol Red Solution Colour change pH 6.8 (yellow) to pH 8.4 (reddish violet).

Phenol Red Solution Dissolve 0.1 g of phenol red in 2.82 ml of 0.1 M sodium
hydroxide and 20 ml of ethanol (96%) and add sufficient water to produce 100 ml.

16



Complies with the following test:

Sensitivity A mixture of 0.1 ml and 100 ml of carbon dioxide-free water is yellow.
Not more than 0.1 ml of 0.02M sodium hydroxide VS is required to change the
colour of the solution to reddish violet.

Phenolphthalein Solution
Dissolve 0.1 g of phenolphthalein R in 80 ml of alcohol R and dilute to 100 ml with water R

17
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O30 pailad (and

Uniformity of Weight (Mass)
oilat v g cny Al go e e (a8l ABS CONAL Blahy e @) aca Aladl) 30kl (g giae CaMA) )
Al ol sa) Ji 0550 b
A gadl JLeall 030 5 ool (sl ey Lo deliall 8 cllia
o gl Jsaliand L a8 2 LT (i g 1da 500 Jgabinnd b il gican jumai Lo i 13) Ui
i sas 4000 e dlgll 8 Jiasin 1) il 500 dda siae JSI zliad s J salivd )b &le 2000,000
e e e e g (e ) gull) il gaall o€ 5 & A0 6 AN ) sall o) )5 G (Y1
&M\QJJMM(EANO ) Ada grae JS1 e sl (55 e Jaanil il graadl)
Alad 33l ale 500+ale 100§ ) s =ile 600 (5 il
Lshlly il pfiall Cagat el ol A5l IS 3l e 55 Jal s Bae @lligh apiaill oS A
st aall ()55l oaall a5 dilall cl piiad) e Wlgan die Leall 0350 2aa3 @lld 2y | L)
Sheall 050 mual i s SN il sraaall 230 e G suiie Jaruall ad b e gum gl AL ) 3
& 610

u.u\.k.a).d\ 3\:1}3{2(\ st cun (Y

Pharmaceutical Form Average Mass Percentage
deviation
Tablets (uncoated and 80 mg or less 10
film-coated)
More than 80 mg and 75
less than 250 mg '
250 mg or more 5

i e 20 23l 4885 20 S 10 JS T3 905 + z samall (ol a3Vl ale 250 (e e b guzadll () 5
& oAl el (58l e Ada ghas JS () Bl sl st ad 0l 8 S L3 al el (e
L Jasall 8 ZUY) el 00 Guilad Gand can Lo 138 5 laall g 1) (555 85 A sl 5 el
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oY)
ol Wl sl s e ol cgliie  Jaw gl o6l e <l gadll Cal el o S oy v/
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o ke Genlill pan € G T S bl Gl i) e Gandll 138 g YV
.3 5l
M dda graall 35 (00 %2 e 81 5 ile 2 (e 8l Allad 3ala e 4 lal) ilda grcadl) Jla b AdasDle
(e ) siae 5 ada sriaall )5 G BV Chmca s @y 5 (g giaall Gailad o )5l Guilad s oy
ISl 8 LS Alladll 50l

<

(a} b}

_ Active Active
ingredient o ingredient
(mg) {mg)

Tablet weight {mg) Tablet weight {mg)

Fig. 27.18 Correlation between amount of active ingredient and tablet weight for (a) a low dose (drug content 23% of tablet weight)
and (b) a high dose (drug content 205 of tablet weight) tablet. (From Airth, J.M., Bray, D.F.,, and Radecka, C. (1967). J. Pharm. Sci., 56,
233-235.

(s AY LV aal JE Al
sl 2 g3n 48 jaal (BP2007 () (Al Jsaall 2 ga5 5 Ll ) Lt 315 due ym ban 5 20 285
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Table 2.9.5.-1

Pharmaceutical Form Average Mass Percentage
deviation
Tablets (uncoated and 80 mg or less 10
film-coated)
More than 80 mg and 75
less than 250 mg '
250 mg or more 5
Capsules, granules Less than 300 mg 10
(uncoated, single-dose)
and powders (single-dose) 300 mg or more 15
Powders for parenteral use* More than 40 mg 10
(single-dose)
Suppositories and pessaries All masses 5
Powders for eye-drops and Less than 300 mg 10
powders for eye lotions 300 mg or more 75
(single-dose)

* When the average mass is equal to or below 40 mg, the preparation
is not submitted to the test for uniformity of mass but to the test for
uniformity of content of single-dose preparations (2.9.6).
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Capsules

1.
2.

Weigh an intact capsule.

Open the capsule without losing any part of the shell and remove the contents
as completely as possible.

For soft shell capsules, wash the shell with a suitable solvent and allow to
stand until the odour of the solvent is no longer perceptible.

Weigh the shell.
The mass of the contents is the difference between the weighings.

Repeat the procedure with another 19 capsules.
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Powders for Parenteral Use :

1.
2.

Remove any paper labels from a container and wash and dry the outside.
Open the container and without delay weigh the container and its contents.

Empty the container as completely as possible by gentle tapping, rinse it if
necessary with water R and then with alcohol R and dry at 100-105 °C for 1 h,
or, if the nature of the container precludes heating at this temperature, dry at a
lower temperature to constant mass.

Allow to cool in a desiccator and weigh.
The mass of the contents is the difference between the weighings.

Repeat the procedure with another 19 containers.

Aala Lalas
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Figure 2.9.7-1. — Tablet friability apparatus
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Generally, the test is run once. If obviously cracked, cleaved, or broken tablets are
present in the tablet sample after tumbling, the sample fails the test. If the results are
difficult to interpret or if the weight loss is greater than the targeted value, the test is

repeated twice and the mean of the 3 tests determined. A maximum loss of mass

(obtained from a single test or from the mean of 3 tests) not greater than 1.0 per cent
Is considered acceptable for most products .
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Figure 2.9.1-1. - Disintegration apparatus A Fig. 2 Schematic of a tablet disintegration apparatus.
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Figure 2.9.1.2. — Disintegration apparatus
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The tablets comply with the test if each of the 6 tablets used disintegrates in the

manner prescribed within 5 min, unless otherwise justified and authorized.
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Place 2 tablets in 100 ml of water R and stir until completely dispersed. A smooth
dispersion is produced, which passes through a sieve screen with a nominal mesh

aperture of 710 pm.
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FIGURE 10.10 Rectal ointment with perforated inserter/
applicator tip.

e

FIGURE 10.11 Vaginal cream with inserter.
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i) s SIS 3y ) 1 Jie dawd 201 8 g8 Jaalaill deliva 3 daxiindl (Bases ) 2! sl aal Ll

, 4dlide da j3ge 4l G ) 5 Poly Ethylene glycol PEG JsSule (nli) g as dasd (i gan]
G5 3l il 3l 5e gz e e Al 20 B cllia 5 o pule 0Bl s (PEG) slalls 453 ac) @ ) ddlia)
(Adlaiul ae ) @) el

Table 1 Suppository bases

Melting Solidification

Vchicle range (°C) point (°C)
Fatty bases

Witepsol 3244 27-38

Cocoa butter 30-35 24

Hard butters 3645 3240

Estarinum 20-50 26-40

Suppocire 3545 30-37

Agrasup A:H 3540 —
Water soluble

Myrj 51 3942 39

PEG* 3849 3842

Tween 61 35-49 —

“Polyethylene glycol.
(From Modern Pharmaceutics; Banker. G. S., Rhodes, C.T., Eds.:
Marcel Dekker, Inc.: New York, Basel 1979.)
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Figure 7.3 Examples of the
different shapes and sizes of
suppositories. Taken from

Allen LV Jr (2008) Suppositories.
London: Pharmaceutical Press.
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Definition
Suppositories are solid unit dosage
forms suitably shaped for insertion
into the rectum. The bases used
either melt when warmed to body
temperature or dissolve or disperse
when in contact with mucous
secretions. Suppositories may
contain medicaments, dissolved or
dispersed in the base, which are

intended to exert a systemic effect. =t
Alternatively the medicaments or -— DEfInItlon
the base itself may be intended to Pessaries are a type of guppogitory
exert a local action. Suppositories intended for vaginal use. The larger-
are prepared extemporaneous\y size moulds are usually used in the

by incorporating the medicaments preparation of pessaries such as

into the base and the molten 4 g and 8 g moulds. Pessaries are
used almost exclusively for local

mass is then_poured at a suitable medication, the exception being
temperature into m.oulds and prostaglandin pessaries that do
allowed to cool until set. exert a systemnic effect.

The derivation of the word suppository is from the Latin supponere, meaning “to
place under,” as derived from sub (under) and ponere (to place). Thus, suppositories
are meant both linguistically and therapeutically to be placed under the body, as into
the rectum.

Suppositories are commonly used rectally and vaginally and occasionally
urethrally. The shape and size of a suppository must be such that it can be easily
inserted into the intended orifice without causing undue distension, and once inserted,
it must be retained for the appropriate period.

Rectal suppositories are inserted with the fingers, but certain vaginal suppositories,

particularly the inserts, or tablets prepared by compression, may be inserted high in
the tract with the aid of an appliance.

Rectal suppositories are usually about 32 mm (1.5 in.) long, are cylindrical, and have
one or both ends tapered. Some rectal suppositories are shaped like a bullet, a
torpedo, or the little finger.

Depending on the density of the base and the medicaments in the suppository, the

weight may vary. Adult rectal suppositories weigh about 2 g when cocoa butter
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(theobroma oil) is employed as the base. Rectal suppositories for use by infants and
children are about half the weight and size of the adult suppositories and assume a

more pencillike shape.
Vaginal suppositories, also called pessaries, are usually globular, oviform, or cone-
shaped and weigh about 5 g when cocoa butter is the base. However, depending on
the base and the manufacturer’s product, the weights of vaginal suppositories may
vary widely.
Urethral suppositories, also called bougies, are slender, pencil-shaped suppositories
intended for insertion into the male or female urethra.
v Male urethral suppositories may be 3 to 6 mm in diameter and approximately
140 mm long, although this may vary. When cocoa butter is employed as the
base, these suppositories weigh about 4 g.
v Female urethral suppositories are about half the length and weight of the male
urethral suppository, being about 70 mm long and weighing about 2 g when

made of cocoa butter.
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COzH
H NH,
HO
OH
CyoH;1NO4 197.2 Gr/Mol
ASSAY
Dissolve 0.180 g, heating if necessary in 5 ml of anhydrous formic acid R and add 25 ml of
anhydrous acetic acid R and 25 ml of dioxan R. Titrate with 0.1 M perchloric acid, using 0.1 ml of

crystal violet solution R as indicator, until a green colour is obtained.

and A58 Aada 5 g sma Lisd sl O adle 13

95 ladll 028 Caial Gf li€ay 5 e ) 5l ana
3381 8 sy sl s o Lé Ja 8 perchloric acid oo cllgiudl anall IS (2 i

e ) &5 e 5 crystal violet 5 .dioxan s anhydrous acetic acid s anhydrous formic acid s s W

.dioxan
Al (i genll 5 jlae b aadi [ gene Lol SO
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Co1H27Ns504S 4455 Gr/Mol

Dissolve 0.400 g in 50 ml of dimethylformamide R. Add 0.2 ml of quinaldine red solution R.
Titrate with 0.1 M lithium methoxide until the colour changes from red to colourless.

Glipizide

s dpaes ka5 (g gny 2 pulil) O Cadle 138

95 el 028 Chial of liSay 3 ey 5l ana

$53aY) & 3 Sauld) A s L e 8 lithium methoxide o cllgiudl aaall OIS (2 5

lithium 4a SI 5 lithium methoxide s quinaldine red solution s dimethylformamide _s» s L

.methoxide
Rs:u..al\ u.n.\.n‘y‘ D‘).\L&A ‘;(‘;M f_\}m;; L:u,q ‘)Sj

Alca
bl o ) S5 58 pulae o

Benzyl benzoate

0/\©
C14H120- 212.2 gr/mol

ASSAY:

To 2.000 g add 50.0 ml of 0.5 M alcoholic potassium hydroxide and boil gently under a reflux condenser
for 1 h. Titrate the hot solution with 0.5 M hydrochloric acid using 1 ml of phenolphthalein solution R as
indicator. Carry out a blank determination.
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oble 385 KCl 5 e i

74.6 gr/mol KCI

ASSAY
Dissolve 1.300 g in water R and dilute to 100.0 ml with the same solvent. To 10.0 ml of the
solution add 50 ml of water R, 5 ml of dilute nitric acid R, 25.0 ml of 0.1 M silver nitrate and 2
ml of dibutyl phthalate R. Shake. Titrate with 0.1 M ammonium thiocyanate, using 2 ml of
ferric ammonium sulphate solution R2 as indicator and shaking vigorously towards the end-

point.

Aolad) 028 4l Chiia gl Gaa -1
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Sl e da17.5

Mia) LS Jo 1000 s ol 5 st ela Jo 50 Le! lliian Ja 10 cann 235 510 5 pilne (g0 33l Le -4
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ASSAY

Weigh and powder 20 tablets. Dissolve a quantity of the powder containing 0.15 g
of Ascorbic Acid as completely as possible in a mixture of 30 ml of water and 20
ml of 1M sulphuric acid and titrate with 0.1M ammonium cerium(1V) sulphate VS
using ferroin solution as indicator.
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C1oH12N,0O5 232.2 g/mol

Dissolve 0.100 g in 5 ml of pyridine R. Add 0.5 ml of thymolphthalein solution R and 10 ml of silver nitrate
solution in pyridine R. Titrate with 0.1 M ethanolic sodium hydroxide until a pure blue colour is obtained.
Carry out a blank titration.
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