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Po3pobneno wmeromuky BosbTamiepoMeTpuuHoro BusHaueHHs Pd(II) 3a 3HmwkeHHAM
karogHoro mika 5-(2-xmopdenin)-dypan-2-kapbanpaeriqokcumy. Po3paxoBaHO MeTpOJOTrivHI
XapakTepucTHKU po3pobienoi Metoguku (C,=1,5 x10® M), BU3HAYEHO MAKCHMAIBHO JIOITy CTHMI
KOHIICHTpALii{HI HA/UIMIIKKA HOHIB CYHMyTHIX MeTakiB. I[IpaBHIBHICTE BOJITaMIIEPOMETPUYHOTO
BusHaueHHs: Pd(II) 3 Buxopucranusm @OII-o mepeBipeHO Ha CKJIAQJHHX MOJENIBHHUX PO3YMHAX
croco0OM yBe/IeHO—3Ha/ICHO Ta ITijl Yac BU3HAYEHHS ITaNajiio B IalalieBO-pOAi€BOMY KaTaizaTopi
Ha KepaMi4Hiii OCHOBI.

Kniouosi cnosa: BonpTamiepoMeTpisi, okcumu, nanaaii (1I).

CporofiHi 3HauHy 4YacTKy IPOMHCIIOBO J0OYTHX IUIATHHOBHUX METaliB, 30KpeMa
najajito, BUKOPUCTOBYIOTh y PI3HMX KaTaliTUYHHMX IIpolecaXx. 3 HUX OCHOBHA YacTHHA
MIPUTIaIa€ HAa aBTOMOOIIBHI KaTalli3aToOpu JOOKHUCHEHHS BUXJIONMHUX ra3iB. ToMy KOHTpPOIb
BMICTY IUIATHHOIMIB y TaKUX 00’€KTax € OMHHUM 3 BaJIMBUX 3aBJaHb B aHANITHYHIN Ximil
TUTATHHOIMIB SK 3 TOMBILY KOHTPOJIO SKOCTI BHUPOOHHUIITBA, TaK i 3 METOK aHAIi3y
BiANpallbOBaHUX KaTali3aToOpiB ISl BHIIyYEHHS 1 IIOBTOPHOTO BHMKOPHCTAHHS LIHHHX
MeTaniB. 3riHO 3 JITepaTypHUMH AaHUMH, Uil BUPILICHHS TAKOr'O 3aBJaHHs (TOJIOBHO,
yepe3 3HayHMUN edekT Marpuill) BUKOPHCTOBYIOTH BHCOKOBApTICHI PI3HOBHIM aTOMHO-
abcopOuiifHOro aHamizy: BH3HAYEHHS 3 BHUKOPHCTaHHSM €JIEKTPOTEpPMIYHOI aTomizamii
[1-3] um iHgyKkTHBHO-3B’s3aHOi Tuia3Mu [4—6]. HaromicTh BHKOpHUCTaHHsS Cy4YacHHX
PI3HOBUIIB BOJITAMIIEPOMETPIT AJIsl BU3HAUCHHS MAJIA/IiI0 B TaKUX 00’€KTax Jae 3MOTy Ha
OJIMH—/IBA TMOPSIIKM 3HU3UTH BapTICTh aHali3y, a BUKOPHCTAHHS CEJICKTHMBHUX OPTaHIYHUX
peareHTiB MOXe€ JOJATKOBO TMOJIMNIIUTH AHAJTITUYHI XapaKTEPUCTUKH TaKHX METOIUK.
Haii6unpm cnenudiyauMu opraHivHUMHK peareHtamu Uit BusHadeHHs Pd(I) € oxcumuy,
ocobmmBo  moximHi  Qypany [7], TOMy 4K  aHANITAYHUA  peareHT A
BoJIbTamIiepoMeTpuaHoro BuszHaueHHs: PA(Il) mu 3anpononyBamu 5-(2-xmopdenin)-dypan-
2-kapoanpaerigokcum (POII-0). Kpim Toro, 1ieit opraHiuHuii peareHT arpoOOBaHUN HAMHU
JUIS BOJIETAMIIEPOMETPUYHOTO BU3HAYEHHS IHIIMX IUIATHHOIMIB [8], TOMY B HepClEKTHBI
MOXIMBOIO € PO3pOOKa METOAMKH OZHOYACHOTO BH3HAUCHHS KUIBKOX IUIATHHOIIIB 3a
iXHBOT CyMICHOT HasIBHOCTI.
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BonbramnepomerpuyHi  AOCHI/KEHHs  MPOBOAMJIM Ha  ocuwiorpapidHoMy
nojsiporpadi  I[JTA-03 Ta koMI'rOTEpHM30BaHiii yCTaHOBII 3 TPUKYTHOHO (opMoro
PO3TOpTKM Hampyru mnojsipuszanii. Y poOOTi BUKOPHCTOBYBAIN TPUEICKTPOIHY KOMIPKY
(1HOMKATOPHUI eNEKTPOJ — PTYTHHH KpamalbHWUH, €NeKTPOJ MOPIBHSHHSA — HacHYECHHWH
KaJOMEJICBUH, JOINOMDKHHH eNeKTpoX — IulaTHHOBWH). Po3umHeHWid KuHceHb 3
JOCIIIKYBaHUX PO3UYHHIB yCyBasi 0apO0TyBaHHSIM OYMIIIEHOTO aproHy BIPOJOBXK 15 XB.

BumiproBaHHsS 1 KOHTpONB KHCIOTHOCTI CEpeNOBHINA MpOBOAWIM Ha pH-merpi
pH-150 M 3a momomoror KOMOIHOBaHOTO CKJITHOTO eliekTpona. IloTpiOHe 3HaYeHHS
pH crBoproBanu, nopatoun po3unan HCI ta NaOH (pH 1,0-3,0); CH3;COOH ta NaOH (pH
3,5-7,0); NH;-H,O ta HCI (pH 7,0-10,0) 3a51e:xH0 Bix 3aBIaHHSA €KCIIEPUMEHTY.

OnTu4Hy TYCTHHY pO3uYMHIB BuMiptoBaM Ha ¢ortokonopumerpi KDK-3 Ta
cnekrpodoromerpi ULAB 108 UV, B kroBerax 3 /= 1,0 cm.

Jist mpoBesieHHsT BOJBTAMIIEPOMETPUYHHMX JIOCHTI/PKEHh B POOOTI 3acTOCOBYBAJIM
xJopuAHi po3unHy nanafgiro (I1), BUroToBeHi 3riqHo 3 MeTouKkoro [9]. BuxigHuii po3dynH
Pd(II) 36epiranu B cepenoumi 3 M xmnopunHoi kuciaotd. Poboui po3unnan Pd(II) menmoi
KOHLICHTpALlil TOTYBalM PO3BEACHHSIM TOYHOI aJiKBOTH BHXIJHOTO po3unHy B 1M
XJIOPUAHIA KUCTOTI. Y XOJi MOPIBHSHHS €IEKTPOHHUX CHEKTPIB IMOTIMHAHHS OTPHUMAHIX
pozunniB Pd(Il) 3 HaBegenumu B mipai [ 10] ciekTpamu miATBEPIKEHO, IO TIEPEBAKAIOYOI0
dopmoro nanaio B ojepxanoMy po3unHi € ion [PAC14]*. Tlepea mpuroTyBaHHIM poGOUnX
posuuHiB  5-(2-xnopdenin)-dypan-2-kapobanpaerinokcumy (POII-0) itoro mnonepeaHbo
MEPEeKPUCTANI30BYBAIM 3 €TWIOBOro crnupry. Buxigai po3umaum @OIl-o0 rorysamm
PO3YMHEHHSAM TOYHOI HABAXKKH PEAreHTy B €TaHOJI.

Mu 3’scyBany, 1o B pasi BHeceHHs B po3unHu DOIl-o ioniB Pd(II) mpocrexyerbes
YTBOPEHHSI HEPO3YMHHOTO y BoJi 5-(2-xnopdenin)-dypan-2-kapodansaerinokcumary Pd(II).
Bzaemopist Pd(IT) 3 @OII-0 BinOyBa€eThCs AysKe HMIBUIIKO: Yac BiJl BHECEHHS alikBOTH PO3YHHY
Pd(II) mo ytBOpeHHs Omimo-K0oBTOi KajamyTi He mepeBuinye 5 c. Ha Bombrammeporpamax
pozunHiB @OIl-0 3a nasBHOCTi Pd(II) He mpocTexyroTbcs HOBI KaTOIHI ITKH, a JIMIIE
(ikcyroTh 3MeHIIEHHS BHCOTH mika BigHOBIeHHS ®OII-0 (puc. 1). TobTo B pa3i BBeneHHS B
pozuna @OII-0 ionie Pd(Il) Ha BompTaMmeporpaMax MpPOCTEKYETHCS JIHMINE KaTOIHUH IIiK
OpTaHigYHOTO peareHTy, 1o He 3B’sa3anmii y komrnieke 3 Pd(Il). OgueBnmHO, O yTBOpEHi
oxcumatu nanaiiro (II) MaroTh BHCOKY KOHCTAHTY CTIHKOCTI, TOMY Ha BOJbTaMIeporpamax
HE CTIOCTEPIraloTh iXHi MKH BiTHOBICHHS.

-0,689 B
\
\

\

) \

. ‘l —— Pd(II) + ®OII-0
) |\ T @DOIl-0
]

]

2,0 MKA -0,6893 '
iy

Puc. 1. Boasramneporpamu po3unniB ®@OII-o0 3a BigcyTHocTi Ta 3a HasiBHOCTI Pd(IT)
(Cpaany = 2,5-10° M, Coorio = 5,0-10° M, pH = 2,0, V = 1,0 B/c, p = 0,32 M)
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Busisneno, mo B pozunHax ®OI1-o0 3a HassHocTi PA(I]) mpocTexyeTbest 3MeHIIEHHS
ONTHYHOI TYCTHHU B JAUISHI[I MaKCUMyMy IIOTJIMHAHHS OPraHIYHOTO PEareHTy, a TaKOX
TuIede MOTJIMHAHHS 3a OUIBIIMX JIOBXKMH XBWJIb, 11O BIJIIOBIJIa€ MOTJIMHAHHIO YTBOPEHOTO
okcumary (puc. 2). 3a 3poCTaHHSIM ONTHYHOI T'YCTHHM B AUIIHII IJIeYa MU BH3HAYMIN
ckian komrutekcHoi cronyku Pd(II) 3 ®@OIl-o, y sikiit cniBBinHomenus Pd(II) : ®OII-o
Binmosinae 1:2. BiamosinHa kxprBa HacHYeHHS 300paXkeHa Ha puc. 3.
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Puc. 2. Enexrponni cniektpu noriuHanus @OII-o 6e3 ta 3a HasiBHOCTI B po3unHi Pd(II)
(Cpaay =2,510° M, Coorro = 5,0-10° M, pH=2,0, = 0,32 M, /= 1,0 cm)
Puc. 3. KpuBa Hacuuenns s komiuiekcHoi cionyku ©OIT-o 3 Pd(ID)
(Craay = 2,510° M, Coporro = 5,0-10° M, pH=2,0, 1= 0,32 M, /= 1,0 cm, A = 380 1m)

JlociimKeHHsT 3a1eXHOCTI BoJIbTaMIepHuX Xapakrepuctuk POII-o 3a HasBHOCTI
Pd(I) 3acBigummo, mo 3HmWKEHHA KaTomgHuX TMikiB @OIl-0 mpocTeXyeTbCs B yCHOMY
JOCTIKYBaHOMY IHTEpBali KHCIOTHOCTI cepemoBuma (puc. 4, a). lloTeHmian mika
BigHOBIeHH @®OIl-0 6e3 Ta 3a HasBHOCTI B posumHi ioHiB Pd(II) 3i 3HWKEHHSIM
KHCJIOTHOCTI CepeJOBHIIA JiHIHHO 3MIITY€ThCI B KAaTOMHY AUISHKY (AMB. puc. 4, 6), 1Mo
CBIIYMTH PO y4yacTh I0HIB TiAPOreHy B €JIEKTPOXiMiYHOMY mpotieci. B nmonepeanix Hamux
JOCTIKeHHAX [8] 3’scoBaHO, MO iKY, SKWH MPOCTEXKYEThCI HA BOJIBTAMIIEpOrpamax
po3unHiB ®OII-0, BinnoBizae mocrajiiiHe BiJHOBJICHHS OKCHMHOI TPyIH OPTaHiyHOIO
peareHry.

Ockinbku 3HIDKEHHST BUCOTH KaromHoro mika POIIl-o 3a nHasBHocti manasaito (I1)
BUSIBIISIETBCSI OJTHAKOBO B YCHOMY IOCIIDKYBaHOMY IHTEpBajl KHCIOTHOCTI CEpeOBHIIA,
TO, Ha HAIly TyMKY, BoJbTamrepoMerpuuHe BuzHaueHHs Pd(Il) 3a 3MeHIIEHHAM KaToHOTO
nika @OII-o Tpeba nmpoBoxuTH 3a Takoro 3HaueHHs pH po3umny, sike 6 3abe3medyBaiio
cenektuBHY B3aemoito Pd(Il) Ta ®OII-o. Tomy BompTamnepomerpudae BuzHaueHHs Pd(I)
MH 3alpONoHyBaiu mpoBoautd npu pH 2,0, OCKUIBKH, 3TiTHO 3 HAIIMMH HONEPEIHIMH
JOCTIKCHHSAMH, Y pa3i BHCOKOI KHCIOTHOCTI cepenoBuma (3a pH < 3,0) 3 ®OIl-o He
YTBOPIOIOTh KOMIUIEKCHHX CIIOJIYK 1HII Ba)KKi METAJIH, y TOMY YHUCII TIAaTHHOIIH.
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Puc. 4. BrumB KHCIIOTHOCTI cepe/IoBHIIA Ha BOJBTAMITEPHI XapakTeprucTuky mikiB @OI1-o
3a HasiBHOCTI Pd(II): @ — ctpym mika, 6 — motenmian mika; AE/ApH = 67 MB/pH
(Cramy =2,5-10° M, Coporro = 5,0-10° M, V= 1,0 B/, u=0,32 M)

3 puc. 5 GaunmMo, mO 3MEHIIEHHA BHCOTH KaTtomHoro mmika @OIl-o mpu pH 2,0
JiHIAHO 3anexuth Bix koHueHrpauii Pd(Il) B Mexax #oro omHOro KOHIEHTPAIiifHOTO

MOPSIZIKY.
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Puc. 5. 3anexHicTh 3MeHIICHHS BUCOTH KaToaHoro mika ®OII-o Bix konnentpanii Pd(Il) B
po3zunti (Coporo = 1,0x10*M; nw=0,32 M; V=1,0 B/c; pH 2,0)

Ha mincraBi 3a3HaueHoro Buuie e(pekTy po3po0IeHO METOIMKY BH3HAUEHHS
nanaairo(Il), MeTposoriyni XapakTepUCTHUKH SKOI HaBeJeHO B TaOI. 1.
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Tabnuys 1

MertpooriuHi XapaKTepUCTHKU BoJIbTaMIIepoMeTpruaHoro BusHaueHHs Pd(IT) 3
pukopuctanasiMm OOIT-o (C oo = 1,0x10*M; p=0,32 M; V=1,0 B/c; pH 2,0)

Meski niniiinoi sanesuocti, M 2,0x10° - 2,0x10”
PiBHsHHS TpanyiioBaHOrO rpadika AL =0,080 + 5,981x10°C
Koegimient xopessimii R 0,989
Hwoxnas mexa BusiBiieHHs C iy, MOJIB/JT 1,5x10°

IMin Ttepminom wmexa BusiBieHHS (Cp;,) MH MaeMO Ha YyBa3li MiHIMaIbHY
koHnentpaiito Pd(Il), sky MokHa BHSBHUTH 3a JIOTIOMOTOI PO3POOJICHOT METOAUKU 3
noctoBipHicTio 95 %. 3nauenus C,,;, po3paxoByBali 3 PIBHSHHA I'paJyHoBaHOro rpadika
3a popmyoro (36-KpuTepiit)

-y
Je Sy — cTaHAapTHE BIAXWICHHS B pa3i BUMIPIOBAaHHS CUTHaITY XoJ0cToi nmpobu [11-13].
3’sicoBaHo, 1110 cenektuBHe Bu3HaueHHs Pd(Il) 3a gomomororo ®OII-0 MoxiuBe 3a
3HAQYHUX KOHLEHTPAL[IfHUX HQ/UIMIIKIB HEOJAropojHUX METaliB Ta CIIBMIPHUX 1
JIECATUKPATHUX KUIBKOCTEH TIIAaTHHOIAIB (Tab. 2).

Tabauys 2
MaxkcuManbHO A0y CTUMI KOHIIEHTPAiiHI HaAJIHIIKH 10HIB CYITyTHIX METaJliB s
BoJjbTamnepomerpuanoro Bu3HaueHHs PA(1I) 3 Bukopucranusam OOII-o
(Cpaay = 1,0:10° M, Coor.o= 1,0:10*M, pH=2,0, p= 0,32 M, V = 1,0 B/c)

Croponniit ion | Pd(Il):ion | Croponsiit ion | Pd(Il):ion
Ca(Il) 1:50 Ni(II) 1:50
Ba(Il) 1:50 Co(II) 1:50
AI(III) 1:30 PH(IV) 1:10
Cu(Il) 1:30 Ru(IV) 1:5
Mn(II) 1:30 Ir(IV) 1:10
Fe(III) 1:50 Rh(IIT) 1:5

[IpaBunpaicts Bu3HadeHHs Pd(II) 3a momomoroio @OIl-o migTBEpmIXEHO Ha
MOJIEIBHUX PO3YMHAX CIIOCOO0M yBereHo—3HaiaeHo (Tabm. 3). Sk Oaummo 3 Tabm. 3,
MoXnMOKa BU3HAUEHHS HE MEPEBHUINYE JOMYCTHMOI MOXHOKH MeToxy, ToOTO po3pobicHa
METOJIMKA Jaja MpaBuiIbHI pe3ynbratu BusHaueHHs BMicTy Pd(Il) y ckimagHux MopenbHUX
pO3YMHAX.

Ha miacraBi pe3ysibTaTiB JOCHTIMHKCHHS CEJIICKTUBHOCTI Ta  IPABHIILHOCTI
PO3p0o06IeHOT METOIMKM MU BUDILIMIM anpoOyBaTH METOAWKY B pa3i aHalli3y peanbHOro
00’exTa — NayaaieBO-poJi€BOro Karajlizaropa Ha KepamiuHid ocHoBi. Karamizatop — ue
moJ(piOHCHa B TOPOMIOK KepaMika 3 HAHCCCHWM Ha Hel IMaiajieBO-pOMIi€BUM CILIABOM.
HasiBHiCTh pO/Iif0 B KaTalizaTopax TAKOTO THUITY MOJISTAE B HAHECCHH] HA IHEPTHY MATPHIIIO
HWOTO CIUTAaBiB 3 KATAJITHYHO aKTHBHUMH MeTaiaMu (y HAIIOMY BHIAJAKY 3 MalamieM), 10
3abe3medye CTIMKICTh TaKOTo KaTallizaTopa IO arpECHBHUX CEPEIOBHUII Ta 3HOIICHHS.
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Tabauysa 3
Pesynbpratu BusnaueHus Pd(I1) 3a nonomororo ®OII-0 y MoJEIbHUX PO3UHHAX
Cxunan mogensuoro | Yeepeno Pd(Il), | 3maiineno PA(II), | — St o
xt S, %
pO3UHHY MKT MKT Jn
Ir(IV) 226 mxr; 242
Ni(Il) 414 mxr; 25 23,9 24,7421 3,5
Fe(IIT) 394 mxr 25,9
Ru(IV) 119 mxr; 25,1
Co(II) 416 mxr; 25 26,0 25,0£2,5 | 4,2
AI(IIT) 190 mkr 24.0
Fe(III) 394 mkr; 23,9
Cu(II) 448 mxr; 25 26,1 248+29 | 4,9
Mn(II) 387 mxr 24,3

3 mitepaTypu BiOMO, IIIO METaJeBHH pOJii HaiuacTimie, IepeBOIATh y PO3IUHH
CIUTIABJSTHHSM 3 OKHCHIOBasbHOW cyMimmrio (NaOH + NaNOj; (1:3) nmpu 850 K ymponosx
2 ron) [14]. IIpoTte BimoMO TaKoX, IO CIUIABH POJiI0 HABITH 3 METAIaMH IDIATHHOBOI TPYITH
MOJKHA TIEPEBECTH B PO3YHMH Ji€I0 KOHIICHTPOBAHUX XJIOPUAHOI Ta HITPATHOI KHCIOT Iif
yac HarpiBaHHi [15]. [lepeBaroro BrTy4eHHS IUTATHHOBUX METANIB 3 MAaTPHIIi KaTamizaTopa
PO3YHMHEHHSIM y CyMIillll KUCIIOT € BificyTHIiCTh 3HauHuX BMicTiB Al(IIl) y po3uuHi 00’ekra,
KA MOXE TMOTPANUTU TiJ| 4Yac CIUIABJISHHS 3 OKHCHIOBAJBHOIO CYMIIINIIO BHACIIIOK
YaCTKOBOTO PO3UYMHEHHS KEPaMiuyHOT OCHOBH.

Jlns nopiBHAHHS e(eKTUBHOCTI HPOOOITIITOTOBKM KaTtai3aTopa MU BHKOPHCTOBYBAIH
00un 1Ba criocoOr nepeBe/IeHHs! MajIa iiio B PO3UNH.

VY X0ni OKHCIIOBAaJIBHOTO CIUIABISHHS TOYHY HaBaXkKy karamizatopa (0,1000 r)
MEPeHOCHIN B KOPYHIOBHH THTenb Ta 3MIIIyBalM 3 II'SATHKPATHUM HAUTUIIKOM
oxucHIoBanbHOI cymimi NaOH + NaNOj (1:3), micns goro crikanu npu 850 K ynponosx
2 ron. 3 onep>KaHOTO OXOJIOHKEHOTOo TUTaBy mananiil smmydanu npiero 3 M HCI (tproma
nopiisivu mo 20 MiI, AEKaHTYIOUH TONEPeaHid PO3YHH B OKpeMy CKIIHKY). Jami mamamiit
MIEPEBOIMIIN B XJIOpUAHY (OpMY BHUIAPIOBAaHHIM Ha mimaHiii 6ani B cepenosummi HCI no
MIPUITMHEHHS BUAUICHHS OKCHIIB HiTporeHy. [licis mboro BMICT CKIISIHKHA BHUIIAPIOBANH 10
OJlep>)KaHHsI BOJIOTMX KpUCTaNiB, siKi po3uuHsiu B 12,5 mn kxonnentpoBaHoi HCl Ta
KIJIBKICHO TEpEeHOCHIM B MIpHY KOOy MicTkicTio 50 Mut 1 JOBOJMIM 1O IO3HAYKU
quctwisitoM. OTxe, MOXKHA BBaXKaTH, 10 BUiTyueHHid 3 katanmizaropa Pd(Il) mepeOyrar B
aHaJIoTi4yHii GopMi Ta 3a THX e YMOB, 1110 1 B CTAHAAPTHOMY PO3UHHI.

[Tix wac BuITydeHHS Nayaiilo CyMIMIIII0 KUCIOT aHAJIOTYHy HaBaXKy KarasizaTopa
MIEPEeHOCHIM B TEPMOCTIHKY CKISIHKY, BHOocHiM 20 mur cymimi koHueHtpoBanux HCI ta
HNOj; (3:1) i HarpiBanu Ha mimiadid 6aHi (HAKPUTIH TOAMHHUKOBHM CKJIOM) YIIPOIOBIK
1 ron. BuirydeHHS MPOBOIWIM TphOMa IOPIISAMH, NEKAHTYIOUM MOINEpPENHIM pPO3YMH B
OKpeMy CKISHKY. IlepeBeneHHs B XJjopuaHy (opMy Ta OJEep)KaHHS KIHIIEBOTO PO3UHHY
MIPOBOIMIIM AHAJIOTIYHO, SIK Y pa3i Ail OKUCHIOBAIBFHOI CYMIIITi.

[Ticns mpoOOMmiAroOTOBKM BMICT MaNadif0 B KaTami3aTopi BH3HAYAIM CIIOCOOOM
rpanyiioBaHoro rpadgika 3riIHO 3 OMHCAaHOK HMKYE METOIUKOIO.
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Memoouxa eonvmamnepomempuunozo  eusnavenns Pd(Il) 3a  3menwennsam
kamoonozo nixa @®OIl-o0. Y XimiuHy CKISIHKY 00’eMoM 40 MJI BHOCATH alliKBOTY
JIOCTIIKYBaHOTO PO3YMHY, 0 MicTuth 5,5-55 mxr Pd(Il), momarots 2,0 Mt 4 M NaCl ta
3,01 8,0-10* M crmproBoro posumny ®OII-o0. Ilicis mporo, BHKOpHCTOBYrouH 1M
posunan HCl ta NaOH, 3Bomsats pH anamizoBanoro pozumny mo 2,0. [ami po3umH
TIEPEHOCATh B CIEKTPOIITHYHY KOMIpPKY i 0apOOTYyIOTh OYHINEHHUM AaprOHOM YIIPOJOBXK
15 xB. BonprammeporpaMmy 3HIMAalOTh y Aiama3oHi morteHmianiB Bix 0B mo -2,0B 3a
MIBUIKOCTI HAaKIaJaHH NoJsipu3yrodoi Hanpyra 1,0 B/c. AHanmiTianmiA curaan (3HIKEHHS
BHCOTH ITliKa OKCHMY) BHMIPIOIOTh BIJHOCHO PO3YMHY CaMOTO OpPraHigHOTO peareHry,
MIPUTOTOBAHOTO 3TiHO 3 HABEJCHUM BHIIE OMHCOM, OJHAK Oe3 monmaBaHHA mnamaziro (I).
Konnenrpanito Pd(I) B po3umHi BH3HauaroTh crocoOOM J00AaBOK YW TIpajayiOBaHOTO
rpadika.

Y Tabn. 4 HaBeNEHO pe3yJbTaTH BOJbTaMIlepoMeTpuuHOro BuzHayeHHs Pd(II) 3
BukopuctanHsiM POIl-o. Sk OGaummo 3 Tabn. 4, epeKTUBHICTH OOMABOX CIIOCODIB
poOOITiATOTOBKY O/IHAKOBA, OCKIJIBKH PO3pax0oBaHUI BMICT najiaito 30iraerecs. Tomy s
poOOIiATOTOBKY TAKOT'O THITY 00 €KTIB MM PEKOMEHYEMO Ail0 CYMillll KUCIOT, OCKLIBKA
el crmocib 3HaYHO CKOPOYY€E TPUBAIICTH MPOBEACHHS aHANTI3Y.

Tabnuys 4
Pe3yspraTé BOJbTAMICPOMETPHUYHOTO BU3HAUCHHS MANIA/Iif0 B KaTaai3aTtopi
(n =3, p=0,95; 3asBnennit BAPOOHNKOM BMICT HaJaail0 CTAHOBUTH 2 %)

Crioci6 BHITy4eHHs IUTATHHOIIB 3 MAaTPHUII KaTalizaTopa
KucnorHa BUTSDKKA OKHCHIOBAJIEHE CIUIABJISTHHS
o, % aisﬁ,% S, % | o, % aisﬁ,% .. %
1,94 2,03
2,03 1,98 £0,11 2,3 1,97 2,02+0,12 2,5
1,98 2,07

Onwucana MeToaMKa BoJibTamnepomerpuyHoro Bu3HaueHHs Pd(II) 3a momomororo
®OII-0 Mae XOpolly YyTIHMBICTh Ta CCIICKTUBHICTh BH3HAYCHHSA 1 JOCTATHHO IMUPOKUI
IHTepBaJI BU3HAYYBaHUX KOHIICHTpAIlill. J[0JaTKOBOIO TIEpeBaror po3poOIcHOT METOIUKHA €
JIOCTYITHICTh aHATITUYHOTO OOJIAJHAHHS Ta MPOCTOTa BU3HAdeHHS. KpiM Toro, ycmimniHa
ampoOarrisi 3amporoHOBAaHOT METOAMKH Ha MOJECNBHHUX pPO3YMHAX Ta B XOJi aHAII3y
peampHOTO 00’€KTa Ha€ 3MOTY CTBEP/UKYBAaTH IIPO MOJIIMBICTh BUKOPHUCTAHHS IIi€i
METOIMKH JUTS aHaJIi3y peabHUX MPOMHUCIOBUX 00’ €KTIB.
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VOLTAMMETRIC DETERMINATION OF Pd(II) USING
5-(2-CHLOROPHENYL)-FURAN-2-CARBALDEHYDEOXIME

P. Rydchuk', O. Kondrateva’, O. Tymoshuk', D. Semenyshyn’

'Ivan Franko National University of Lviv,
Kyryla & Mefodiya Str., 6, 79005 Lviv, Ukraine

? Lviv National Politechnic University,
S. Bandery Str., 12, 79013 Lviv, Ukraine,
e-mail: peter_rydchuk@yahoo.com

The optimum conditions of Pd(II) voltammetric determination by means of -(2-chlorophenyl)-
furan-2-carbaldehydeoxime (FOD-o0) have been established (pH 2.0; n=0.32 M; V=1V s™). Also it
has been ascertained spectrophotometrically that in formed complex compound palladium coordinates
two oxime molecules. The method of Pd(Il) voltammetric determination using the decrease of 5-(2-
chlorophenyl)-furan-2-carbaldehydeoxime cathode peak has been elaborated and the validation
parameters of the developed technique has been calculated (Cpn = 1.5%10° M). It has been
established that considerable concentration excesses of heavy metals as well as commensurable and
10-fold excesses of platinum group elements do not interfere the voltammetric determination of
palladium. The accuracy of Pd(Il) voltammetric determination using FOD-o has been tested on
complex model solutions (each of them contained ions of three metals, including platinum group
elements) by means of “added-found” method (S, < 5%). The elaborated technique also has been
successfully approved during the analysis of real sample, viz. palladium-rhodium catalyst on ceramic
basis (S; <3%).

Key words: voltammetry, oximes, palladium(II).

BOJBTAMIIEPOMETPUYECKOE OIIPEJEJIEHUE Pd(I)
C UCITIOJIb3OBAHUEM
5-2-XJIOP®EHN)-®YPAH-2-KAPBAJIBJAET' T JOKCUMA

I1. Puauyk', O. Konaparsesa®, O. Tumomyk', JI. CeMeHUIIbIH’
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Paspaborano Mmeroauky BoibTamiepomerpuueckoro ompexenenus Pd(II) mo ymensmenuto
KaTogHOro  muka  S5-(2-xmopdenun)-¢pypan-2-kapoansrerunokcuma  (POII-0).  Paccumrano
METPOJIOTHYCCKHE XApPAKTEPHCTHKH pa3paboTanuoi Metomukn (Coin=1,5%x10°M), ycraHoBiIeHO
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MaKCHMaJbHO JOIMYCTUMbIE KOHICHTPAlMOHHBIE M30BITKM HOHOB COIMYTCTBYIOIIMX METaUIOB.
IIpaBunbsHOCTE  BONbTamMmepoMerpudeckoro ompexpenennss Pd(II) ¢ wucnomezoBanmem @OII-o
HpPOBEpPEHa HAa CIIOXKHBIX MOJENBHBIX PAacTBOpPaX CIOCOOOM BBEICHO—HAHIEHO W IIPU aHaIM3e
TNaJuIaIMeBo-POUEBOTO KaTaIn3aTopa Ha KEPAMUUYECKONH OCHOBE.

Kniouesvie cnosa: BonpTammnepomeTpus, okCuMbl, nayutaguii(1l).
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