
Gas chromatographic determination of 4-allyloxy-3-chlorophenylacetic acid 
(alclofenac’) and its metabalites 

‘I’llC 111CtiLI)l~liSIll OC ;\l~‘lOf~llil~~ (:\), il IlL’\V illlti-i1lflillllll~~ltO~\’ iLllCl illlill~~SiC Clrllg’, 
ll;LS lxx11 ill\*cStigiltd iii 11lilll illld in S;c\XW clil’fcrcn t ~lIlillliLl Slx!cicS~-~l. ‘I’lIrCC lllilj~~r 
Illl_!tiLbl )litcS in IIlLlSlllil illlC.1 uriric: uwc! iclctitilictl: .A itwlf, ;j-cl~loro-~-I~~~cli~os~~l~l~cn~~l- 
;L(:CtiC :Lcicl (q-I-lC:l’:\) iUlCl KlC:Clllil: ~~-cl~loro-~-(y-~,rliI~~~clros~~)-l~rol~~~los~~l~l~c~n~~la~ctic 
iLci(l (])I-IA). Till! ilSSCSSlllCllt Of iiitcrSlwcicS and illtlit*iclLliLl V;LriiLtiollS olmn*cc-1 in tllc 
~s~xx!tiori t’iLtl! of tllcS;l! llll!till>l~lit~S 1ViLS citrriccl ollt 113’ g;iS--liclLli(l ~‘ll1’~:,I11~lt0C,lrill~Il~~ 
(GK). ‘I’llC 1 I > ‘I rcid~lrus usiccl ILl’L! tlcs;c:rilxd in tliis p;LpcT. 

;\ l’iLC~l<~l~Cl (Scrics 7+)(I) Kit9 l~IlI~Ollli~tO~I’il~~l1 is UsOd. GliLsS CC~llllllllS, 2 Ill ?: 2 111111 
I ,I>., l)i\“liCCl tvitll ~Ll~X2l~Ol>Ol’t SO/IC)O IllCSll (SUlIClCO. IIll.:.) VOiltcCl ivitli SE-00 (3 ‘I,,) 
;Lrc c~ni~~l~~yccl. ‘I’llc! ~arriw gits is nitrogm (Co nil/nlin). ‘l’lic inlet tcnipw~ttlw is 2p”. 
‘I’llC Ililllll~ iollisiLtiol1 dl!tCCtOr’ is O~WriltCtl. ilt 230 . ” ‘I’llc tllrcc silJ*latccl llll!till~~~litl~S Cilll 

lx! UilSil~~~llrOllliltO~l’il~~ll~!Cl citllcr SC~XLri~tC!l~‘lllltlcl* isotlium~~l trmclitiwis (C.g. 4-I-ICI’r\, 
Ifo”O~’ ; A, Ioo’b ; Dl41\. x(y)“‘) or. Silllllltilll~!OUSl~, ilAng il “cLrrvilinwr” tc!tlllkTiLtLlrC 
lmqr;Lninic (SW I:&. I) incrc!:LSirlg from 170 to 2 10”. ~~Llillltili~~iLti0Il iS iLl:llil~~‘l!Cl LiSilig 
~:illil~lYltil~ll ci.irwS IIilSCtl 011 IJCill C iLrl!il ~lctcrn~illiltiorls. 

Siiic*c ilt lL!ilSt t\\‘o Of tllc iIl~~~~\‘~-l11l!llti~~llCCl lllctilI>lJlitL% arc’ pilrtiilll>* cscrctccl iii 
uriiic as COlljll~iLtCS.‘. kICl-l~~*rlrolysis is rcquirccl to frw tllcsc conl~x~uncls prior to tllc 
C.Stt’ilCtir~Il XllCl tllc ilSSi;lj’. ;\l1ill~*ti~~ill ~,I"ilClC IllC?tll~*l isolmtyl liC!tllll(? (Ml 13II; : l’C13, 
~31+LlSSclS) is UScrl for tilt! CStl’i\(:tiOll IIf till! Ill~till~~~litC!S fl’0lll ~~I~lSlllil illltl urine (\*ii!ld: 
illlOtlt 200 “;I CI w tllc tllt’cl! frcw il(‘itl COlll~l0ll1lClS i1S rlctcrniiuid using ‘~‘C1-lill~Clll!Cl Illl~ti~l~- 

olitcs). S:llll~~ll!S t0 IIC illlill~SL!~l ilIT! j3lX:1)iLlIYl ;lS fOllO\VS: 
I’ltlS//ltl. -1 1111 Of I)lilSlllil iS tilltL!ll illlC1 cliliitccl \vitll I> IllI Of I :I’ H(.Yl (tillill IlOt’- 

111;Llit>‘, V.(i). ‘I’llc 10-1111 spcinlc11 is Ii~~clrol~wtl ilt I(10” for 20 iiiiti illld tllorc~ilftcr 
<!StrilLTtl!Cl tukc \vitli ~Il’lJ,l< (I : ;j) using ill1 illltC~llliltiC Sllill<c’r (C;c!l’lli\rClt, (;.lT.R.). ‘I’llC 

co~~il~iiictl C!Strilct is clriixl \vitll illlll~*ClrOLlS XiL,$O,, illld l!\‘iL~lOf’~~tC!Cl tinilcr roclrici!cl 
~~l’~SSlll’c! (I<C)tii\‘ill)C\l’, I3iiclii) ;lt .3.j”. ‘I’llt: rcsiitluc is clisisc~ltxxl in 100 ,111 of I ,4-Clil.lSi1IlC 

’ (;\tcrc:li, OilrlllStilClt, illliLl~‘ti~ill grilCll!). ~il~‘liLtiOll is prformc!cl I>>’ iltltlillg IC)O //I Of 
~~~!~i~l~l~!tll~lCliSilil~illl~~ (I-IAllIs; i%mx: ~_~lll!llliCi~l (IO.) illld 30 pl Of tt~iliictli~~l~liloro- 
Sil:lric (‘I’hICS: Iyicrc*u (.~llCllliCill (:I).). :\ftw Stillltlill~ o~wniglit at rowii tc!lll~~l~l’i~tllrc, 
tllc iiiisturc is ccmtrifugcxl Lintl I 01 2 //I Of till? Clcilr Sll~~~~lliltilllt ill+<! itijwtcd into tllCJ 
,<ilS ~~lll~l~llliltO~~i1~~l1. 

ljri//c. I I111 of I2 :I’ I-EC1 is ilClClL!Cl to 20 1111 Of ClCilr tiriiic, ‘I’llc SiIlll~IlC is tllC!ll 
l~~~tlrol~wcl, l!StrilctL!Cl twice (I : 3) ilIlt L~\‘i~~lOrilt~!Cl ilS clcscril~ccl illJ~>VC. ‘I’llC rosirltic is 
cllssc ~I\*ccl iii I 1111 of I ,q-CliOSiLllC!; 0.3 1111 is Sil~‘liltc!d I+* aclclili~ r 300 /‘I of I-lJll>S and 
I00 /!I c.lf ‘1‘RlC.S. I 01’ 2 /tl ;Il’C ilijixtecl into tllc gilS ~~lll~OllliLtO~~iL~~ll. 
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Using s>*tltll~!tic: .+-I-1(:1’:\, r\ itllcl III-I:\ it Il;ts IWCW S~IO\VI~ tl1it.t LL11rlu~ tllc cspri- 

lllt!lltitI c:cJllC~itilJllS ChW:rilX!ti, llc!itlll!r tl>*tlI+lJl>‘SiS 1101 cStriLCTti~.Jtl iLltc!r, to iIll>* Sigllilicilllt 

t!.stwt, tllc rlati\*c strl.Lc*tLirc: of tlicsc c~o~llpoLlIlcls. 

IS~Jtll~!~lllill ~~llrf~lll~ttO~ril~~ll~’ is @!llN;LII?’ USN1 ffJr ilwt;Ll~olitc ClCtl!rlllilliLtiollS iii 

]ll~LSlllil I1l!l’ilLlS;C! Ilcttct’ rw~lL~tioi1 is ol~tairlucl. Utlclcr tllcsc c:oIlclitioilS tlic IvtcnticJil 

tiilics ill’C _ ,*C, (I+‘)“), (i,o (IbO“) iLllC1 7.8 (100”‘) illirl for -#-I-iGI’:\, A all4 1)1-I;\, rC!SpV-‘- 

ti\*clj-. 111 tllc I:iLSc Of urine: I10 ilitwffcririg I)CiLl<S iLrC Ol>Sl!r\‘C!Cl \VllC!Il t~ll1}~~r’iltLlrC! 111’fJ- 

gr;~tnniiiig is ~lsctl ; tltcrcforc tllis ilic!tlioCl is ~m2fcrrccl ;Ls it spi!rcls tlic arlulySis. I:ig. f 

SIlo\VS tllilt tllc SclXLlYltirJll is cltlitc SiltiSf;LVtOr>‘. ‘I’lll! Ill~!tllOtlS c-lcswilxd ilI)O\‘C! II;l\‘C 

I~Cl!ll ~!lll~~lO~%2Cl \vitli COtYl~~iLriLI~IC l!l*fi~~l~~~~ f(ll’ tllc tlctc!rlllilliLtioll (If :\ltTl~Jf~?llil.(~ lllctiLl.>- 

olitcs in ~~l;lSlll:L ilfld tidilc of IlliLl illltl CliI’l’crcnt ;lllillliLl spix*ios. :\c:ccnxliilg to till! 

iL\‘iLilill~ilit~~ illitiill Slllilll~!I~ \~OlLllllC!S Of Silllll>lC! Cilll, llO~Vl!\‘~‘r, IX! LlSl_!tl. 111 tllis CitSO, tllc 

\‘f11Llllll! Of SO1\TClltS illlCI ITil~l!lltS iS ~~l’~J]~OrtiOlliL~~~’ l*l!C~LL~l.!C~. 

‘I’llU drmsiti\*it>* Of tllc iLSSil>‘S LlllClcr iSOtlll!I’llliLl il> \Vl!ll’ iLS lllldcr ~~l’O~riLlllllll!Cl 

corlditiorls is lwttcr tllilll 0.25 ~~~/iilju:tioil fol ill1 till! tllrc!u lXJlll~~~~LlllClS tc*StcX1. 




