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SUMMBRY

A rapaa, sensidve and specific metaou for the assay ana identiincacon
Qf  corudcostanods (deaduethasons aud betanetilasone) W tablet iorus s desculibeu.
The matuod valves a raphs &age 5iep extraction ab e steruas witn extremely
ow vaiume of solvents (U.1 ml watar + U.4 mu etianol) fallowea by wdenabiction
akl estlaation by tiun Jayer clwrvmatograpiy usiny the =olvenc systew cluorobocin
: methanal ¢ water & 1ol @ 15 ¢ 1, v, The serowas, sxgacted oow tue
chromatoyram by ethanoi , were assaysd directly by measunng tie extnction o
the extract at the ragpective adsorpdon maxima ( arowkt Z4u M ). lhe resuics

agrae with those obtained by tiie 8P, lYsu ami LB, 196b methods.

Ll oy Lion

Determination ol diierenc corticosteculds 10 pnacuacopueial  jrepdara-
Hons (tablers) nas been describea by tne United Staltas Puarwacupoeld (4,2), the
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3010 DAS, DATTA, AND DAS

Brly:n Phacaaconoeia (3,4) ana te Indan Phacaacupaeta (0,0). lne aosdy proce-
QU JesCrlbeu Dy Urced otac2s Phacwacopoeld (U.seP) Liviives Uie weparallon
COriACusLaras DY il perliCrnidines Ljula CaitilalDylaply Lolowel Ly WLavioley
Aias0rption Or by COOr veachun. L€ MALIoU UesCrwdd Ly LLOWs  Pud wiatUpoela
(5.P) ai nudan rhacuacowceia (LP) wvaves SACACUOn Ol the  Culucustatuu

Tom b PLArNaceulical frepdrafion wid Cluotoidtd [olowed Oy  COldmlineull
estination  of the extracisd wmateral.  1ne pras@ll Wveslgallian uexiles  a

digde  and rapld sCoeenind metiuou  [O0 CUrUCOSTSLAUS Usldy La layer Cidoua=
tograpily  (Lol), a  techinigue devola Of costly istruienidl or Wik Colkolildiy
procedural varamas desCtived by diitetenl phdlleCOpuRids. L msuioa  petidis
the lgenticaucn amd deterviiuadon oL a larje nowees OL =aime iy a very oLl

LerUsU,

Mmolad

Al aiiks

(@ Lol patses = uaed Clli, C0403u willl U4y Mu uck layer G walica yel (olula
gl 60 G @ oolllca yel al ép4 oot 3, wW/w) actvacad ac v O Lot
(0) Parcia wliner sSPRCUMILIVGIGeLSr , model — uifacii 2ul.

() Ultraviolet viewer - besayd UVID Syslei.

Redyencs:

(@ sthanal ~ Denydtaied, owstluza asa abeorpuon irse (au aroul 24u nwd.
(b)) vevaoplly Suvelits = Plesiny dbsiiifu CeCULleu Jylade Suiveils weles useu.
he sulvane conlpaebais (V/v) uwsen wete 3
A. Chlotoord @ sliylacewdo? : owater « Lu @ Ju 1 U,
£, Cluorotorw : staylaceiace o 1@ 1,

C. Liculoromewiane ¢ DesUiylaller 1 wedinol @ watet & 77 @ 1o ¢ ¢ 5 4,
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. CHlGLCloLa ¢ eliylACCtate 1 MELLAINIL & WALl 3 &4J 3 3o 3 4 ! 4,
Ee Criorororm @ melianal @ wacer 2 lod ¢ lo ¢ 1,
at . Ethy.acetace : wLlana ¢ aacar i Y94 34 34,
FoU tne dssdy Of sCorlte, Ule sGivent systani 'n' was dead fol Luc.
(©)  Carucostercua  Staluaru SUuaon = Lo ad/inl; 145 oy Ar dotetuaucial
Kedatence  standdrd Qb JexdaiaetinasOne A pDeldilelilasdiie wads QuaSuiVeu L 4Ud Tl oL
etinancd « L2 wobnliy SOLUTON wds Maw: Dy dualily Usa Ml QU Gie Wldisalu  solu-

aon wich U.1 ml cf dbstlileu walt,

Procedurs

Ihe  procedurs JesCroed Bare L aedat 10r desauetidsone of Detawebicsong
taides ol usudl SECEngln Le., JuD My Ol the steturd pef taluel. 1ol talieis O
wygner  steernych,  volulle Of aicuncl aiu walst! 300l De aujusliau O prouuce 4
Sxraciuve  contdimng  about 1 oing oL stecud per al  (WEWC 1 Slaol  rauo

wiouwhd oe Lt 4, wv.

Iwenly tabets were Wuljhied aua yroua to da e powued.  Powder Byuiva—
I to oue taviet (aveérage welgul) wau welyued aclulalély A WAarsisIsd Lito
A stippered Cenaliuge tube (Lo wucsfudiy O Cuuibent aeCatuddadion , dau  HildCo
CARL2C Was taeen In the cencnfuge tuoe) aim Uul L Of waler wWdo auaeud LuLSwea
ty dlaking O a vorlex fiuxel [Or One idfidle (Or il tie alel  was  ubalnle-
graced). Ebanol (U.4 mh ) was tien auceu W €ach tuve Lulowed 0y Litatiutienc

shaking foc lu mioutes. The clear superaacant was r2ady TOr L.

On  an Leaginary Lne, ¢ cal frowm e oouloit OL Ui previodaly  4CULVALad
(Liw <, 1) Lol platss, 30 Ul oo Gie (350 =alguon Of Sdnddbd  sSoton  wes
apiden @ a 1 oo bai, 1he Ddlaws Wel? wiled wil) d JEl Wler dmkl bie pddoe Wi
placeu I tle devaouing BEns previouuly salurated wiln the Uevapaiay  salvear

‘vl e solvent [ront was alioweu 6 asCenu Upto 1 Cl fruw Gie Stautily poLit.
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Alcer  development bue plate was exanlnea WIer snort wava (454 ain)  aicraviolec
lignt. The sterows apgearing as dark blue bakls were markea aiki, in a draugit
ree place , ygel bands cultallig tle sterolus were Serapped fou te paie ol a
glazed gpaper with Uie helpy of a sharp razur blave aw  wete dmsieaed W
separats LWl stoppersd centclruge tubes,  lue sterolds wers then eatfactad Lo
dilica yel by miawing witin 3 mi ol awolid on a vortea guxer roliowea vy Cendn-
fugation at about 8L X g for lu aunutes. Opucal ety (U.) i tie  chear
Apernacant were weasurad ab 24U nin aJalast il appropddte SUIcs ger wank, ‘lue
ObL oL tne sdlica gel biank is generaily neghgiole, The awount of tie  Suweruia
was calculabed from the extinctuon value ottalnsu [Or Stdnddfd, Fab culgarison,
the corocostarouts were also assayed by tle tipneaylietrazadad  f2uucuon

metnod described i p.P. (3,4) ana L. (5,b).

Kbou bl AND JuswubdbalUin

Idengfication anu  Sgperailon oo corticosteruids from relatea  rocengn
St2roids  may e aciueveu Dy udlly eluler adsarpuon Lol of  pariton L.
However , for quandiative analysis , perdaon Tul s gelelaly NoC swiabie as
nondestrucdve  visualisation O tue sterwds on (Lapreguatew)  partition  1ud
plates i3 altticuls. Al , e lugregnacioy iguus sometlnes Ltellete  with
tie subsujuent assay or e steraids elutea on S0CH pidces,  Thus  adargdon
chromatoyrapny was our methuda O CullCe [Of Tie guantltative 1ul ol e corucu=
steruius.  Slace the corticosieruius tSsted were OJELdtRly LAl Wkl wera nedt-
ral to Aacius Of bases , we Used neulral out awoderately nonpolar  UevelopLing
S0lvent systaims against acavataa Slica yer pdates [or tie Curvilaloyapny . baw
the purpose of selecuon af a swkabk? salvent systed, 9 UL Of V.16 edanalic
soludons  of tne autiientc steruwss (Central Lrugs Lavordtory Irerercnce  slane
dard) ware appilea on the TiLe plates a devaelopeu witn e ddaurau  sdlveul
sysien once of , arter baerly drywsy in a cutrenc ol awr ur v fuaules, twice

1 the same drection and ud  tie sawe hughis. Taol: 1 snows Lle nodlty Qo
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some of the pharmaceutically important coracostarouds and thelr esters O Sucn
systems [t Is apparsnt frow danie 1 that the solvenc systew 'n'  sepdrates
dexaetiasone  ana betametnasoue Lrom eacu oter aikd from the reldateu  steriuas
sftectively, The separadon is excelleuc wien e deva2iopment was Carrieu  Out
twice, diough the recovery o tie stercus arter the secoula  developuent was
slignily less (about 96%, not xhown 1n tils paper) o lnus the  oGvent  Systew

'p! (chiorurorin 3 methanal : water @ 1sU @ 15 ¢ L 7 vw/v , sogle devewpuenl)

was Used [or tne ldentication and dasedy o e staruds,  dlus systel does ot
separate deiametiasone  Lrow yarscurtisong wiucn way, however, e acrueveu vy

usiing the systen A or 8 Oor D U Gegyulred,

Janke 2 silows Ule raulc of acalysis Of fowr dexagietnasoue tailugis am one
betamsthasone  tasiet sample by Wie LLC mwewiou and [B/bP mewod. inere & a god
agraement in the assay values for all tue samgies obtaineu by thiese (wo  ewious
(evigent by the extremely low '¢' value). we nave dssaysu nuxirads ol Comherca~
ally availabk: dexametiasone taoclets aid betametlasone tatiets contaiinay U.idy
of the starowd by the metion descaioed  wichout any  duidcuify.  Kesulcs
obtalned tor dexamethasone tablets ana betauustisOne @AORW G KIOWil  SterQua
comeat showed d percent recovery obf luv.ds + 1.3 (a=30) ama 99.99 + L7Y (=a)
raypectively wiich is excelient consigering tie case Gi dle Oprdiloil.

Ine methou described here hds $everal aavantages over the phariacopoeldl
methoas coucerned. ‘Ine gfPLC  artaugeanent as sujyestea oy uok is ot eadly
avaaple in all lavoratories and alw it is hanaelisu only by exXgercs. NMare—
ovar, tne sample needs tne Consumly treactent delore W Cowld be subkctea
nPLC (towevar , sample preparad by our method may De Wied 00 hPLC witaout auy
adiltional work). [he preseat metiiod is very sinple ax rapia and uses a mumunal
volue of solvents when cowmpars=au with the 1P, BP O usP aletiiod. 'lIhe eiiClency
or the extraction step is excellent . The solvent (U1 ml ar water and U.4 ml o
alcunal) reguired For extraction is very smail and the exwracdon is complete

within 5 miouges. By tiis method about Su samgles can be andiyseu wichua 7 houts
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davk: Lo mokdity o cordoCstarads and tiews Ssbans ON Sulca gew G dayer

CIOLUMELOYLE LSl dECatens Vel Sysleiis.

sterowds n i 8 Dead A%
a B C D b A 5 [CR! [ XY
BetaEnascne 3v 13 29 4 Lo dul dlue Yo Wb oY Luu
Dexdatlidzone 1z 29 4o LY IV IV TV IC R KV VR TV I TV VR TV |
rliaccacaauane -~ = &9 3 - - - 11y iou Y3
AYQLoCOrtisone 36w 3u 3y L7 gy Y LUy Y4 Yo YL
£ 3daLolone 3 9 2 37 ia 63 ol bo br 7o oo
praunizons 3L Lz 39 47 3 67 Ly Lle 1LY L3c w0
Taancliolous - - - io ¥ - - = 31 3¢ Su
weCnetiasce - - - - 5 - - -~ = 2id llo
aropionacs
UErOAY COLtLs0Ne - - - - 50 - - ~ = i lew
oenylormponacs
DREs0XYCurtisne - - - - 57 - - - - Ll lle
acetace
AYaraCociuscna &1 24 dv - 5y Lau los k4 = Ly 17
Cetate
*noRi= RD X luu ; salvenies 1 oo tasc
RE SCEOAQ

** R DRAA is ——me——e— 1 14y, Devieloped belCe i bie sdue Qirecion

RT Dentail SLiasona
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lable 2. CoOigearkson OL COrucGsULIou vatues obtaieu by Lol — UV alndc.lion

CrUCEIUDes Wit e gharmacopodlal metids Ui Culihfeluldl COrUCURtaring

CADLETS,
LAl v deiIv] staruiu contailc tound " o
WO, conlal e Pl tabiet W Uy
Ll = UV v / e
1. Leiditetidsotia 443.3 + 3.0 415.3 + 3D L3 C
Za Lo 493.5 + 1y 402,24 t 2.U8 [VR-TRG]
3. Lo 4840 + Li.5 49u.4 + li.bu .U a
EN Lo 249.6 + 4.4 z4d.l +  6.UD Lol
N belanetiasons 4798 + laJl 475U + L7,7u [TRTY AN

a Avaraye of 5 umepenuent geteriuaations + g
b "t" = studeats t
c p << DOy

a p < 0.

by a singhs persun widch i3 pracucally luiposalole by the 1P, 5P, OF ubb wetioG.
"yarorwity Of Contents” test Ol JeXdifetnasone Jf Deldaledidsone faowsts Ly bP Or
USP method Ls labortdouws anu e ouikuiitng.  The test cdu be edally cone vy e
prsEc metnoa . s method s &l ilyhly SWcabie [or the  OOMLorng  aixk

guallty coutrol o the druy grouucad Oy Hie ublerent wdluuldCiurets.

ACKNU wLBEDG bl

ine  autnors are gracetul to dhe birscuor, cCeildral UMUYs  LaADOLALWOLY,

Calcuttd, Lo the facidties auvanCeu O Cdlfy Oul Uis wWOrk.
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