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«BUAMITEPOMETPUUYECKOE» U
CITEKTPO®OT OMETP WU ECKOE OIPEJIEJIEHUE
TTAJUIAJIAA (11) MOAUIOM

MeTogammn amnepome Tpum 1 CnekTpo GoTOMETPUM U3y YEHO B 3aNMO-
pencterne nannagusa (Il) ¢ nogmgom. OnpepeneHsl ONTUMarnbHbIE
YyCNOBUS MNPOTEKAHUS XUMMMECKMX W 3NEKTPOXMMUYECKUX MPOLECCOB.
BbisiBneHbl npegenbl koHueHTpauun nannagus (l1), nogumHsiowmxcs

OCHOBHbIM  3aKOHaMm  amnepoMeTpun (‘I-1O'3 - 110" M) wn
cnekTpodoTomMeTpum (3v10'6 - 5.10° M). TlpepnoxeH wmeTon onpe-
jenenuss  namnagus (1) B 9mekTponuTe  nasnaguMpoBaHus.

OTHOCUTENbHasA MOrpelHOCTb  onpedeneHns npu  oboux meToaax
HaxoguTcsa B AonycTumbix npegdenax (2—7,3%).

Mertopl onpeneneHns Majiaaus B 3HAYNTEIbHOW CTENEeHW OCHOBAaHBI Ha
mpoleccax KOMIIJIEKCOOOpa30BaHus, a B KA4EeCTBE PEareHTOB B OCHOBHOM HCIIOJIb-
3yloTCsl opraHmdeckue coeaumHeHus. s ompenenenus namwamus (II) B pynax
MpeJyioxeH HOBbI peareHT — N'-nonenui-N"-(HaTpuii-mapa-aMuHO-0eH30JICy JIb-
¢oHaT)THOMOUEBHHA, TIPH 9TOM B aneraTHoM Oydepe oOpasyercsi craOuIIbHBII
KeNThI KoMIuteke [1, 2]. st onpeneieHus caeA0BbIX KOJIMYECTB Majiajusl Mpu-
MEHEH METOJ CIIEKTPO(HOTOMETPUH TETUIOBBIX JIMH3. B KauecTBe peareHTa MCMOJIb-
30BaH 2-(3.5 X0 pnupuaniaso)-S-mmMerniaamMuao-nadrams [3]. Kommeke nan-
mamust (I1) ¢ 2,2'-muTHoaHmIMHOM MPUMEHEH Il OTIPENICNICHUS Malla Ius B CILIa-
Bax, CHHTETHIECKUX CMeCsX M Karamm3aTopax [4]. s crextpodoToMeTpuaecko-
ro onpenenerus nawiams (1) mpemmoskeHbI TP ON3BOIHBIC THOMOYCBUHBI (aJUTHII-,
¢dennn-, N,N- u N,N'-midenmrnoModeBrHbI). BBELIBIICHB MTpeaeibl KOHIICHTPA-
it namwiaaus (1), moauHsIOMMX Csl 0CHOBHOMY 3aKOHY (DOTOMETpPHH, MTPOBEeHA
CpaBHMTEJbHAS XapaKTEPUCTHKA peareHToB [5—7]. M3BecTHO, 4TO mamaauii oopa-
3yeT JIOBOJIbHO TMPOYHBIE KOMIUICKCHBIE COCMHEHUSI C XJIOpUA-, OpOMUA- U O U -
noHaMu. M3 HUX TOJBKO WOJMJ HPEVIOKEH Uil ompeaeseHusa naiiaaud. llpu
TypOumMeTprieckoM TUTpoBanuu namwtaus (11) fomnoM kamust 11t y CKOpeHUS
KOaryJsIMU UCTIOJNB3Y 0T IeHTpudyruposanue. Pe3ynbraTel onpe/eseHus 1mo 3To-
My METOJly HecyT B cebe 3HauuTeNbHble morpemHoctu [8]. KpacHo-kopHuaHeBbIit
komruieke [PdL, > mpu B3aMMOIEHCTBHM C MEPXJIOPATOM TETPaOyTHIAMMOHUS
aKcTparupyercs xyjopodopmom [9]. Ommcan METOT OTIpECTICHUS CICIOBBIX KOJIH-
gectB nawiamus (II), ocHOBaHHBIM Ha B3aWMOJCHCTBHH HOAUIHOTO KOMILICKCA
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namwiaaus ¢ pogamuaoM 6K. MoJbHOE COOTHOIICHUE PearupyIONX KOMIIOHEHTOB
Pd(I):R:I"'=1:2:4 [10]. OquH ¥3 caMbIX NPOCTHIX U JOCTYIHBX METOJIOB OCa-
neaust namwtamus (II) HomuamoM kamust MpUMEHEH i1 €r0 aMIIePOMETPUYECKOTO
TUTPOBAHHUSA 110 TOKY OKHUCIIeHHs pearenTa [11].

J7s1 BROTIETIPUBEICHHBIX METOJ0B omperaeienus namwiamus (II) xapaxrepHo
TO, YTO BHOBb CHHTE3WPOBAaHHBIC pPEareHThl, He 00Jamas 0co0O0W YyBCTBUTEIb-
HOCTBIO, MaJOJOCTYITHBI, YTO OTPAaHWIMBAET WX MIMPOKOe MpuUMeHeHue. B Heko-
TOPBIX CIy4yasXx B KadyecTBE JKCTPareHTOB HEOOXOWMMO HCIIOJBb30BaTh OpraHu-
yeckue pacteoputery (0eH3od, xjaopodopMu 1p.).

Merto 1 aMIIepoOMeTpHUIECKOr0 TUTPOBAHUS C JIBYMS WHUKATOPHBIMU DJIEKT-
pormamu («OHMaMIIEpOMETPUYECKOS» TUTPOBAHUE) HMMEET PAJ[ MPEUMYyIIECTB II0
CPaBHEHHUIO C OOBMMHBIM aMIIEPOMETPUIECKUM TUTpOBaHUMEeM. K HUM OTHOCSATCS:
MPOCTOTAa CXEMbI, BO3MOXKHOCTh TUTPOBAaHUS B HEBOJHBIX CpPEJax, OTCyTCTBHE
MOOOYHBIX AHOJHBIX MPOIECCOB, MUHHMMaJbHas BEIMYMHA OCTATOYHOTO TOKA,
0oJiee UeTKasg MHANKAIIAS KOHEYHOW TOUKU TUTPOBAHUS, 00Jiee MPOKUI HHTEPBAJ
KOHIIEHTpaIMi OMPEeIIeMOT0 HOHA 32 CYET yBEINYEHHUS Uy BCTBUTEIbHOCTH.

Iempio HAcTOSIIEH PabOTHI ABIICTCS ICTATLHOE M3y YCHUE B3aUMOICHCTBUS
nawiagus (1) ¢ HoomaoM MeTonaMu aMIepoOMEeTPUIECKOro TUTPOBAHUS C JBYyMS
MOJIIPU30BAHHBIMHU AJIEKTPOJAMHU U CHEKTPO(OTOMETPUHU C IPUMEHEHUEM B Kade-
CTBE peareHTa JOCTYIHOro il padoThl Homaa kamms. [IpenapureibHO OBUIO
YCTaHOBJICHO, YTO BOJIHBIN PACTBOP WOJM/Ia KaJKs MPU XPAHCHUA B TCMHOM MECTE
HE MOJIBEPTaeTCsl OKUCIICHUIO B TEUEHUE HEECNH.

«Bbuamme pome Tpuye ckoe» ompeaejgeHue. CTaHTapTHBIA pacTBOp Masa-
must (II) roroBmm o MeToauke, omucanHou B [S]. Pabouwnii pacrsop Kl rotoBmm
pacTBOpEHHEM TOYHO B3ITOW HAaBECKH MEPEKPHUCTAIUIM30BAaHHOTO TIpernapara B
JMCTUJUTMPOBAHHOM BOJIE.

AmMIiepoMerprudeckoe THTPOBaHKE MPOBOMIN Ha COOpaHHOU aMIepOMETpH-
YeCKOW ycTaHOBKe. bbUM NMpUMEHEHHI IIaTHHOBbIE diekTposl (S=1 cu”). Uzve-
pEeHHUE ONTHIECKOH MIIOTHOCTH NPOBOIMIIM Ha criekTpodoTomeTpe CO—4A.

[Ipu TuTpOBaHWMU C MBYMS WHIUKATOPHBIMHU (TIOJSAPU30BaHHBIMHU) SJIEKTPO-
JIAMA B2)XKHO TPABUJBHO BHIOpArh MPUIIOKCHHOE K HUM HanpsbkeHue. (st atoi
L[EJN UCCIEAYIOTCS BOJBT-aMIEpHBbIE XapaKTEPUCTUKU BCEX COEIMHEHUH, ydacT-
Bytonmx B peakiuu. Ha ¢one 0,1 M pacTBOpOB CEpHOM, COJSIHOW M a30THOU
KUCJIOT YeTKO OTMedaeTcss BojHa BocctaHoBieHus mnamwiaus (II). B anommoit
o6mactu HaunHas ¢ 0,8 B pEerUCTpHUPYETCS OKUCICHUE WO I-NOHOB. «buamIiepo-
MeTpudueckoe» TuTpoBanue nawiamus (II) Homamom Kammsi TPOBOAIM TIPU pas-
JWYHBIX HanpsokeHuax. HanOomee yeTkne W BOCIIPOM3BOMMEIE KPUBBIE HAOJIO-
nmarores ipu 0,6 B. JIo mocTmwKeHHWss KOHEYHOW TOYKH THTPOBAaHUS HAOIFOAETCS
HEe3HAYNTEIbHOE TOHNKEHUE TOKA.

B »TMX ycnoBUsX TpU OTCYTCTBUU BEIIECTB, CIOCOOHBIX OKHUCIATHCA,
KaTOJHBIMHU MPOLECCAMU SIBJIAIOTCS PEAKLUU BOCCTAHOBJIEHUS MOHOB BOJOPOJA U
namtamus (I1):

2H"+2e =H,,
Pd* +2e =Pd.

IIpn nocTwKeHWHM KOHEYHOW TOYKA THUTPOBAHHS HAOJIOMAETCA pe3Koe

BO3pacTaHue TOKa, 00y CIOBICHHOE CIe Iy FOIIIMMH 3JIEKTPOIHBIMHU PEaKIUIMU:
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Ha Katone: 2H' +2e= H,,
Ha anoze: 21 —2e=1,

Kpusas turpoBanust uMeeT _/-00pa3HbIil BUJ, IEpeTHO JOCTATOUHO YETKH,
COOTBETCTBYIOIHMIA MOJIbHOMY cooTHolneHuto Pd(I1):1™=12. Ilpu sroM BU3yanbHO
O0TMEUaeTCs BbINAJICHUE YePHOro ocajika. [Ipu TUTPOBaHWUH Pa3MYHBIX KOJIMYECTB
namtagmst (I1) BBBSICHHIOCH, 9TO €ro OMpeAecHIe BO3MOXKHO B HHTepBame 1-10°—
1-107 M pactBopoB mamnams (ompenenseMblii MuHIMYM paseH 0,01 axe/ur), 4To
MPEBBIIIAET WHTEPBAJ ONTHUMAJILHOW KOHIIEHTPAIMH MPU TUTPOBAHWUU MO TOKY
okucieHuss Hoaunma (ompexensieMblii MUHUMYM 0725 mre/mn). Ilpu «Oumammepo-
METPHYECKOM» METOJIe OTHOCHTENbHAs MOrPEIHOCTh OMpe/eNieHUs He TpEeBbI-
maet 2%.

CrekrpodoromeTpuye ckoe onpeaesae Hue. Bzanmo neticteue namiamus (1)
¢ HOMIOM MPOTEKAET M0 CJICY oMM cTaausaM. Buagase oopasyercs ocanok Pdl,,
YTO WCIOJB3yeTCA MpU «OmamMrepoMeTpudeckom» ompezeneHuu. [Ipu m30biTKe
Hommna kaimms oOpasyercs koMmiuiekcHoe coeauHeHue K,[Pdl,], BcieacTBue vero
CTAHOBUTCS BO3MOXHBIM CIEKTpO(OTOMETpUIECKOe OmpesieieHne namwiaams. Ha
npolecc KOMIUIEKCOOOpa30BaHUs CyIECTBEHHOE BIMSIHUE OKa3bIBalOT KOHIIEHTPAa-
U TaJUIaus, HOMa, a TAKkKe KUCIOTHOCTh cpebl. [TokazaHo, 4To B MHTEpBase
pH 1,0-7,0 mpu xonuentpanmu namiamus (I1I) menee 3,8 mrxe/ma obGpasyercs
KOMIUIEKCHOE coeJMHeHne. MakcuMasibHOe 3Ha4YeHHEe OMNTUYECKON IJIOTHOCTH
COOTBETCTBYCT Ay =406 11, DTO 3HaUCHHUE JIOCTUTAETCS cpa3y ke Mociie J00anie-
HUSI peakTHBa W OCTaercst Hem3MeHHBIM B TedeHue 30 mun. C HCTOB30BaHUEM
METO/ia MOJIBHBIX OTHOIICHUH TToaTBep KnaeTcs cooTHomenne Pd(Il):I" =14.

[TomauHsAEMOCTE OCHOBHOMY 3aKOHY CIHEKTPO(OTOMETPUN HAOIIOJAETCS B
untepBane 3-10°-425-10° M (038-525 mwe/un). OnpenenseMplii MUHEMYM
0,19 mre/ma. I3 naHHBIX TPaxydpOBOYHOTO IpadrKa pacCUUTaH MOJIIPHBIA KO3 (-
(DHUIHEHT CBETONOTNOMEHNS £405=1,75-10% 1suoss ' -cv . Ha ocHoBaHMM moITydeH-
HBIX pe3yJbTaTOB MPEIOKEH CHEKTPO(POTOMETpHICCKUI METo]| ONpeleTeHUs
naJuiavs B AJEKTPOJMTE MaJUIaipOBaHuUs.

Xoo ananuza. B mepuyro xoyoy (25,0 ymi) moMemani aJuKBOTHRIA 00beM
AJICKTpOJMTA MaUtagupoBanus. I[locne co3manust KUCIoTHOCTH pH 2—3 moGaBmsm
15 ma 5% 1o pacteopa KI, noBommm o0beM 10 METKH JUMCTUILIMPOBAHHON BOJOH.
3aTeM UW3MEpsUIM ONTHYECKYH0 IUJIOTHOCTh O0pa30oBaBIIEroCs KOMIUIEKCA IpHU
A=406 mu. KoHueHTpaimio namwiaius Onpeessui M0 JAHHBIM TPagy YpOBOYHOTO
rpaduka. [Ipu cpeqHux 3HaYCHUsX conep aHus nawiams (2,52 mxe/mn) OTHOCH-
TeNbHAas MOTPEIHOCTh onpeaeneHus 7,3%.

Kagpeopa ananumuveckou xumuu Hocmymuna 02.11.2006
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Udthnthniu

Udytpwswinipjul b vybjupunuwswinipjul tnuGwyibpny
nwunuwiwuhpgt L ywjunhnui(I)-h thnfuwgntignipyniln jnnhnh htn: Opnpgtg
L6 phihwlwl U EEyunpwphdhwlwl gnpoplpwugltnph ou:} hiw] ywyiwG-
Gbpp: Pugwhwjnyty &G wliulhpuuzulqmlpjwﬁ (1-10% 1107 M) L uyblnpw-
nwwswihnpjwG 3-10° 5-10° M) hpsGulw6 opklpGtphG kGpuplytnt ww-
jwnhnuwh YnGgtGupwghwitnh vwhdwlGbpp: Unwownlyt) £ ywjuwnhniiw-
wuwwnidwl EtjupnihnGipnd wqwiunhnd(1)-h npndw G tnuGwly: Opnpdw G
hwpwptpwwl vfuwp qunbynud t pnyjunptih vwhiwGGipnd 2 7,3%):

H.H.DARBINYAN, A.R. MKRTCHYAN, G.N. SHAPOSHNIKOVA, H. G. KHACHATRYAN

«BIAMPEROMETRIC» AND SPECTROPHOTOMETRIC DETERMINATION
OF PALLADIUM BY IODIDE

Summary

An interaction of palladium (II) with iodide has been studied by means of
amperometry and spectrophotometry methods. The optimal conditions for procee-
ding of the chemical and electrode processes have been determined. The limits of
palladium (II) concentrations submitting to the amperometry (1:10°-1-107 M) and
spectrophotometry (3-10°—5-107 M) main laws have been estimated. A method for
determination of palladium (II) in the palladiumplating electrolytes has been
suggested. The relative error of the determination is within permissible limits (2—
7,3%).
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