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Sucralfate
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a-o-Glucopyranoside, §-o-fiuctofurancsyl, ectakis(hydrogen sulfate), sluminum complex.

Sucrose oxtakis{hydrogen sulfate) aluminam complex  {54182-58-0); UNIE XX732050H3,

» Sucezifate is the hydrous basic aluminum salt of sucmse octasidfate. 1t contains the equivalent of not less than 30.0 percent and not more then 38.0 percent of
sussose octasulfate {Cy,H, 0.5,

and storage—Freserve in {ight containers.
VISP Reperence sTanpares {11}
USP Potassivm Sucrose Golasuliate RS
NaTe—~Surresolate Potassium is USAN]
a--Glucopyranpside, 1,346 tetra-C-sulfo-fo-fructofuranosyl, tetrakis thydiogen sisfate), octapotassivm salt, heptahydeate,

CypHy gKiD358 - 7H,0 264 [CASTEE7E-AT-9),
Anhgdrous.  CypH, 0455, 1287.53 [CAS7326444-5],
Clarity and color of solution—Dissolve 1.0 g in 16 mi of N sulfusic acid: the solution 1s clesr and practically coloriess,
{dentification—

A: The retention fime of the sucrose octasulfate peak inthe ehromatogeam of the Assay preparation corresponds to that in the chromatogram of the Standzrd
preparaticn, as obtained in the Assay.
B: Add 100 mL of 0.1 N hydrachloric acid {o about 500 mg of Sucreilate, and boil the mixtute gently, with stiming, for 20 minutes until the sample is completely
dissolved, Neutralize with .1 ¥ soditsm hydroxide, snd allow 1o cool. Add 4 mit. of elkalioe cupric tarirate TS. Boll a small amount of this solutiors ayed
preciplitate of cuprous oxlde is psoduced.
2 A soltion in 3 N hydrgohloric agid meats five raguitemants of the tests for Alyminum 191).
Acid-newtralizing capacity—Transfer about 250 mg, accurataly welghed, to & 250-ml screw-capped bottle, add 100.0 et of 0.1 M hydrochlore acid, previously
heated to 37°, cap the hotlle, place it ik 3 37" water bath, and siir the contents continuously for 3 hour. Cool to ronm temperature, and transfer 20.0 ml.to a 100-
mt. beaker. Add 30 mL of water, and titrate with 0.1 N sodium hydrexide VS to a pH of 3.5. Perform a biank itration on & mixture of water and 8.1 M hydrochioic
asid (30:20.0. Caleulste ihe mEq of acid consumed per g of Sucraliate taken by the formata:

5NV — VW
where Nis the exaei normality of the sodium hydroxide VE; Vy, end Vpare the volumes, Inmi, of sodium hydrexide V5 consumed by tha blank and the test solution,
respoctively; and Wis the weight, in o, of Sucralfate taker: noi less than %2 rfq of acid is consurmed.
Caeniie 221~ Transfer 500 mg to a 100-mL volumelric flask, add 30 mt. of 2 N nitric acid, dilvte with water to volume, and mix. Transfer 10.0 mL of this sohfion
1 & 50-mL color comparison tube, add 3 mi, of 2 N nitrle acid and 2 mL of silver nitrate TS, difute with water to 50 mL, and mix. Allow to stand, protected from
diraet sunlight, for § minutes. The sample shows no more turbidity than that preduced in a solution containing 0.35 ml. af 0.020 N hydeoehloric acid: not mare
than ,50% of chloride is found,
Arseme, MeTrion If 2113 4 ppm,
Litnit of pyridine and 2-methylpyridie-—
Internal stantisrd solation—Transfer 1.0 mk. of 3-methyl pyriding to a 50-mL volursetic flask, ditute with chioroform 1o volume, and mix. Transfer 1.0 mL of this
salution 1o & 56ml volumetric flask, dilute with chloreform to volume, and mix,
Standard stock solution~Tranefer abawd 0.5 g each of 2-methyipyridine and pyridine 1o a 50-mL volumetric flask, dissolve in chlorform, dilste with chioroform ta
velume, and mix. Quanditatively diute 5.0 mL of this solution with chlornform to 50.0 mi. Transfer 5.0 ml of this soluilon 1o a SE.0mL volumetric Nask, dilte
with chioroform to volume, and six.
Standard solution—Transfer 5.0 ml. of $tandard stock sofufion 1o a 20-mi volumetric flask, add 1.0 ml. of the internal standard soiution, dite with chiotoform to
volae, and mix.
Test solution—Sonicate abeut 1 ¢ of Sucrelfate, accurately welghed, 1 10.0 mL of 1 M sediun hydroxide until a unifarmiy cloudy mixture is obtained. Extract this
salution with three 5-ml. portions of chloroform, and callect the chioroform extracts in a 20-mL velumetric flask. Add 1.0 ml of the Intemal standard softdion,
dHuta with chioroform 1o voluma, and mik.
Chromatographic system {5ee CHROMATOGRARLY. [6211)—The gas chroimatagraph is equipped with o Home-ionization delectot, a split Injection system, and e
D0.53-mm x 10-m copiifary column conted with & 2.65-1m layer of phase 627, Hellwn is used as the cander gas, at @ pressure of 36-mim of mereary. The column
temperature I maintained st 50°. The injection port temperatire and the detector femperature ar¢ mabiained at 150% and 200°, sespectively. Chromatograph
the Standard sofution, and record 1he peak responses as directed for Pracedure: the relative retertion times of pyfidine, Z-mathyipyticine, and 3-methylpyridine
are about 0.42, 0,72, and 1.9, sespectively; the resolution, B, between pyridine and 2-methylpyridine is not less then 3.5, the rescfution, 8, between
2-meathylpyridine and 3-methyipyidine Is not less than 2.5; and the refative standard deviatien for repiicate injections is not more than 2.0%,
Pracedure~Separately Inject equat volumes (about 1 uL) of the Standard solution and the Test sofution into the chromalegraph, record the chrarsatograms, and
meastre the pask fespohses. Separately calcutate the quantities, in g, of pyridine and 2-methyipyridine, i present, in the portion of Sucealfate taken by the
formule:
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In whith C is the concentration, In g per mi, of pytdine or 2-methylpyridine in the Stendasrd safution; end Ry, and R are the peak response ralins of the snalyte
1o the internal stendard obtained from the Tes! solution and the Standard sofution, respeciively: not-more than 0.05% each of pyridine and Zumiethylpyridine s
found,
Limit of sucrose heptasolfate—
Mobile phase—Dissolve 99.1 ¢ of smmoniur: sulfate in 900 mL of waler, dilute with water to 1000 ml, and iix. Adjust with phosphoric acldto e pHof 3.5 £ 0.1,
filter, and degas. Make adjustraents if necessary (see System Suitability imier Chromatography (6213}
Standard selution—-Prepare as directed for the Standard preparation in the Assay.
Chromatographic systerm—Prepare as directed inthe Assay.
Test selution—iepare as directed for Assay preparaticn in the Assay.
Procedura—Inject abaut 56yl of the Test salufion Into the chromatageaph, record the shromptogearms, and measure the responses for the major peaks. The
reiativa ratention timses are about 0.6 for sucruse heptasuifate and 1.0 for sucrose ottasuifate, The ratio of the peak response of the sucrose heptasuliate peak
to that of the sucrose octesuifate peek is not more than 0.1,
Alumingn eondent-~Transfer about 1.0 g, accurately welghed, to 2 250-mL velumetric flask, add 10 mL of 6.0 N hydrachlosic acid, mix, and heat with continuous
slirring in a water bath at 70" for 5 minutes. Cool to reom temperature, dilute with water to volume, and mix. Filter the solution, discording the first portlon of the
flltrate, Teanster 25.0 raL of the filtrate to 2 250-mL beaker, ade 25.0 mL of £.05 M edetate disodium VS, add 20 ml of acetic ackd-ammonium acetate buffer TS,
ang mix. Heat in a water bath at 76° for § minutes. Cool fo roum tempearature, add 50 i of alcohol and 2 mt. of dithizone TS, and mix, Tirate with D.DS M Zine
auifata VS to a bright rose-pink color. Perform a blank determination and make any necessaty comection. Each mi. of 0.05 M edeiate disodium corsumed is
equivefent to 1.349 mg of aluminum: between: 15.5% and 18.5% of aluminum is found, caleulaled on an "as is” basis.
Axsay-
Mobile phase~Dissolve 132 g of ammoniura sulfate in 900 mi of water, dilute with water to 1060 mL, and mix. Adjust with phosphieric acld o 5 pH of 3.5+ 0.1,
filter, and degas, Make sdjustments if necessary (see System Suitabillty under Chrematography {6213
Standard preparation~Dissolve an accuraiely weished quantily of USP Potassium Sucrese Golesulfate RS in Mobile phase, and dilule quantitalively, and
stepwise If necessary, with Mobile phase to obtaln a golution having a known concentration of abowt 10 mg of anhydrous potassium sucrose octasulfate (as
determined from the concentration of USP Patassium Sucrose Octasuifate RS correcied for water content by s titrimetric water delermination) per mL
Assay proparation—Transfer about 450 mg of Sveralfate, accurately welghed, to a 35-mL centrifuge tube, and shake at a moderate rate on a vortex mixer. Whike
shaking add 16.0 mL of a mixture of 4.0 N sulfuric acid and 2.2 N sodium hydroxide {1:1). Sonicate with swirling for § minutes, keeping the tetnperature of the
mixture heiow 30°, Witholt delay transfer the tube to a vortey, mixer snd wile shaking at moderate rate, add an accurately measured volume, V. inmi, ¢l 0.1 N
sodium hydroxide to bring the pH of the solution to approximately 2, and dilute the solulion with (15.6 - V) mL of watar. Shake for 1 minute, and centrifuge for 5
minutes. Separate the clear supematant layer, and allow it to stend at room temperature untd the pH stabilizes. [ the pH is not between 2.3 snd 3.5, repeat he
test using a different vokirne of 0.7 N sediom hydroxide. Use the clear supernatant fayer.
Chramatographie systemn (528 CHROMATOGRAPHY 1621)—The liquid chromategraph is equinped with a refractive index detector end e 3.%-mm = 30-cm column
that condeins packing L8, The detector ahd column terperatures are mafntained at 30°, The fow rateis about T mi. per minute. Chromatograph the Standard
preparation, and record the peak responses as directed for Procedure: the colunm efficiency determined from the sucrose octasuifate peak fs not less than 400
theoretical plates; the lailing factor for the sucrose oetasuifate peak is ot more than 4.0, and the relstiva standard deviatien for replicate injections is not more
than 2.0%.
Praceture—Separately inject equal volumes (showt 50 () of the Standard preparation and the Assay pregaration into the chromatoyraph, record the
chromatagrams, end measure the responsas for the major peaks. Caicuiate the quantity, In mg, of sucross otfasuifate (By5H,,0558)} in the portion of Sucralfate

taken by the formula:

{S7A. 75128750250 rad
in'which 974.75 and 1287.53 are the molecular welghts of sucrase artasulfate and anhydrous potassivm suerose cotasuifate, respectively, Cis the
careentration, in mg per mi, of snhydrous petassium sucrase octasulfate in the Standard preparation; and ry and rg ate the peak fesponses of sucrose
octasulfate obtalned from the Assay preparation and the Standard preperation, respectively.

auxiliary \nformasion- Please pheck for your question in the FAQs before contacting BEP.
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