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BriepBbie n3yueHO KaTalIMTHYECKOE JefCTBHE UPUIUI HA PEaKI[HUI0 OKHUCIEHHUS BOJOPACTBOPHU-
moro nopgupuna — 5,10,15,20-rerpakuc(4-cynbdouarodenmn)moppuna (TCPII) — mepitona-
ToM Harpus. Paspaborana MeTouKa OIpeIeseHns MUKPOCOIEP:KaHUN UPHIUS 10 €r0 KaTallu-
THYECKOMY JEMCTBHIO HA JAHHY PEAKI[HI0 B IIPOTOYHO-MHKEKIIMOHHOM cucreme. Hmkuss rpa-
HHUIA ONpeJelseMblXx KOHIeHTpammy upuaus cocrasiasger 0,2 - 10-5 mr/mi (P = 0,95), uro
HIKe, YeM JIJIs OITUCAHHBIX B inTeparype Meroauk. HaiieHp! onTuMaibHbIe YCIOBUSI aHAIN3A:
pH 3, KoHIeHTpanuu peareHTOB B MOTOKAX 3a[@HHOM T'MAPABIMIECKON CXEMbI CMEIIEHUT —
0,5 - 10-5 mosnw/m TC®PII u 0,15 mons/n NalO,, KoMHATHAA TeMIeparypa MPOBEIeHUs HHINKA-
TOPHOM peakiuu. [Ipy ONTUMAIBHBIX YCIOBUAX MOLYIHIN JIHHEHHYIO TPAyHPOBOYHYIO XapaK-
TEepUCTUKY B MHTepBajie Kourentpamui upuausa (0,2 — 2,0) - 10-5 mrr/mu. McenenoBanu Biaus-
HUE COIyTCTBYIOU[UX UPHUIWIO B MPOMBIILIEHHBIX U MIPUPOAHBIX MATepHAIAX JEMEHTOB: ero
OIIpEJIeJICHUI0 He MEINA0T MOJIbHBbIe M30BITKH ILUIATHHOBBIX M I[BETHBIX MeTaioB: 20-kpar-
weii — Rh (II1); 15-kparusii — Pt (IV) u Fe (ID); 20-kparasni — Ni (II). ITpasunsaoCTh pe-
3yJIBTATOB TIOTBEPIKIEHA METO0OM «BBEIEHO — HAUIEHO» IIPY aHAJIM3€e MOJEIbHBIX PACTBOPOB,
cofepiKaIuxX UPUIUN. S, Pe3yIbTaTOB OIPEeeIeHUI UPHU/IU B YCIOBHAX ITOBTOpPsieMocTH (n = 3;
P = 0,95) e mpessiaer 0,04. CpaBHeHMe IOJIyYE€HHBIX PE3YIbTATOB C JIUTEPATYPHBIMU JTaH-
HBIMHU IIOKA3&JI0, YTO OCHOBHBIMH IIPEHMYIIECTBAMH IIPEIIaraéMoi METOIUKH OIPeIesIeHuUs
VPUIHS SBJISAIOTCS IIPOBEJIEHNEe PeaKuy IIPU KOMHATHOH TeMIepaTtype ¢ 60jiee IpoCThIM alla-
paTypHbIM 0pOPMIIEHHEM U MEHBIIIee 3HAYEHNE HUKHEU TPAHUIIBI OIPEIeIIeMbIX COIePKAHUN
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The catalytic effect of iridium on the oxidation of water-soluble porphyrin — 5,10,15,20-tetrakis (4-sulfo-
natophenyl) porphin (TSPP) with sodium periodate is studied for the first time. A method for determina-
tion of the iridium micro-content by the catalytic effect of iridium on the oxidation of water-soluble
porphyrin 5,10,15,20-tetrakis (4-sulfonatophenyl) porphin with sodium periodate in a flow-injection sys-
tem is developed. The lower limit of the determined iridium concentrations is 0.2 x 10-® pg/ml (P = 0.95),
which is lower than that for the methods described in the literature. Optimal conditions for determination
have been specified: pH 3; concentration of the reagents in the flows of a given hydraulic mixing scheme
0.5 x 105 M TSPP and 0.15 M NalO,; room temperature for the indicator reaction. A linear calibration
characteristic was obtained under chosen optimal conditions in the range of iridium concentrations
(0.2-2.0) x 10 — 5 pg/ml. The effect of the elements accompanying iridium in industrial and natural ma-
terials was studied. Molar excesses of platinum and non-ferrous metals do not interfere with iridium de-
termination: 20-fold Rh (I11); 15-fold Pt (IV) and Fe (II); and 20-fold molar excess of Ni (II). Correctness of
the results is confirmed by spike recovery tests on model iridium-containing solutions. S, of the results of
iridium determination under selected conditions at n = 3, P = 0.95 on model solutions is no more than
0.04. A comparison of the obtained results with literature data showed that the main advantages of the
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proposed method for iridium determination are room temperature of the reaction, more simple hardware
design and lower limit of the iridium determination.

Keywords: kinetic methods of analysis; flow-injection analysis; platinum metals; iridium; water-soluble

porphyrine.

BBenenue

HawuGosbimei 3HAYMMOCTBIO CPEIX MHOroobpas-
HBIX c(pep MPUMEHEHWS WPHUIHUS 00IaIaeT KaTaju-
THYECKOE JEHCTBHE MeTajla M KOMILJIEKCOB HAa €ro
ocHoBe. CoeuHeHUA UPUIHA YCKOPAOT KaK Heopra-
HUYECKHe, TaK U OPTaHMYECKHe PEaKI[UM: THIPUPO-
BaHUe, raJlorTeHUpPOBaHue, apoMaTusanua u T.41. [1].
IlorpebHOCT, B MPHUIWH OIIYTHMO YBEIWYHIACH C
pasBUTHEM HAHOTEXHOJIOTHH: HAIIpUMeEpP, HAHOUPH-
IHMeBbIe KATaIU3aTOPhl M MeMOPAHBI HCIIOJIb3YIOT
IIPH H3TOTOBJIEHHH XEMOCEHCOPOB [ O0OHApy:xKe-
HUS psifa BelecTB [2], B OYHCTKe XBOCTOBBIX Ta30B,
OHHU CIIOCOOCTBYIOT PA3BUTHI0 HCTOYHHKOB 3KOJIO-
TUYHOU sHepruu [3].

Hurepec npejcrasisger MpuMeHeHHe KHHETHYe-
CKUX KaTaJIUTUIECKUX METOIOB [Ji OIpeesIeHUs
MUKPOKOHIIEHTPAIIMH MEeTaJJIOB MJIaTHHOBOM T'PYII-
bl B IMPHPOMHBIX M TEXHOJOTHYECKHX OOBEKTaX.
Hawubosee BakHBIMU XapaKTEPHUCTUKAMHU TAKUX Me-
TOMOB SIBJAIOTCS HUBKHU IIpenesl OOHAPY:KEeHH,
IIPOCTOTA AIIAPATYPHI, YTO AEIaeT UX JOCTYIHBIMU
IasKe VI HU3KOOKeTHBIX JJa00paToOpPHUi.

HsBecTHO TpHM peKHMMa OCYIIECTBIEHHS KHHE-
THYECKUX PEeaKIHui: CTAllMOHAPHbBIN, HeIPEePhIBHBIN
nporounbii (HITA) u mpoTOYHO-HHIKEKITMOHHBIH
(ITUA). ABromaTusaiiusi C HCIIOJIb30BAaHHUEM pas-
JIMYHBIX THUIOB IIOTOYHBIX METOMOB HMEET GOJILIION
MIOTEHIIHAJ [IJIA PA3BUTHUA HOBBIX METOIOB aHAIM3a
Ha OCHOBE KMHETHYECKUX KATAITUTHUYECKHX METOI0B
WK yJIydllleHus y:Ke usBecTHBIX [4, 5]. OcHOBHBIM
mocrouuctBoM IIWA, mpuBiekamonuM BHAMAHHE
XUMHUKOB-aHAIUTUKOB, ABJIAETCA BbICOKAA IIPOU3BO-
IUTEIBHOCTS [6].

Panee mpezoikeno ompenensiTh MUKPOKOHIIEH-
Tpaluyu UPUANA B HEIPEPHIBHO-IPOTOYHBIX CHCTE-
Max 10 peakruaMm orkuciaenua prytu (1) mepuem (IV)
[4] ¢ HUKHEHN TpaHUuIlel openeIaeMbIX KOHIIEHTPA-
i 5,00 - 1074 MKr/MuT ¥ mpemesioM OGHAPYKEHUST
1- 10 mxr/mn. HegocraTtkom sToro crmocoba siBIIfA-
eTCs TO, YTO PEAKIIHI0 KATATU3UPYIOT TOJIBKO CYJIb-
daTHbIe pacTBOPBI UPHUAMS, IJIA IIOJIyYeHUS KOTO-
pBIX Tpebyercd AnuTenbHas o6paboTka mpob, a Tak-
JKe HeIOCTAaTOYHO HU3KUH IIpeesl O0HAPYKeHHUI.

Omnpefnenenre UPHANA KATAIUTHYECKHM METO-
IIOM II0 PEeaKIVH B3aWMOMIEHCTBHS CyJbdapcaseHa
C mepHojaT-WoOHAMH C IIPemeioM OOHApPY:KEeHUs
2 - 105 MKr/MJI B CIIOKHBIX OOBEKTaX B IIPOTOYHO-
WHIKEKITMOHHOM CHCTeMe OIMCcaHo B padorax [7, 8].

Meroguka c¢ 5,10,15,20-rerpadennn-21H,23H-
nopuHTETPaCy Ib(POKUCIOTON [9] mMeer HUBKHUI

npemen obHapyskenus — 0,02 MKr/mi, HO IIOJIO-
JKEHHAs B OCHOBY OIPEIENIEHUS PEeaKIuid MPOTeKaeT
IpH HATPEBAHWM W OCHOBAHA HA WCIOJIb30BaHUU
CJIOJKHOM DKCIIEPUMEHTAIILHONM CXEMbI, COCTOAIIEHN
W3 TPOTOYHO-MHIKEKIIMOHHOTO aHamuzaropa, & P-
BUIMMOTO CITEKTPO(pOoTOMETpa W MHKPOBOJIHOBOM
My(eTbHOM TIeYH.

B pabore [10] npexncrasieHa MeTomuKa OIpee-
smerusa upunua (IV) kuHEeTHIECKHM CIEKTPOdQIyopH-
METPUYECKMM METOIOM TII0 PEeaKIMH B3auMOIeH-
CTBUS [IePUOJATA KAIUSA C N-HUTPOOSH30UITHIPA30-
HOM CAJTMITWJIOBOTO aHTHAPHUIA B Cpefie BOAA-3TaHOII
npu temneparype 55 °C. 1o Tpebyer CI0KHOU CuCc-
TEMBI TOAJIePKAHNS TIOBBIIIIEHHON TeMIIePATYPhL.

BosmoskHO ompesenenrie MUKPOKOIUIECTB UPHU-
mua (III) meTogoM KaTaIUTHYECKH-aCOPOITMOHHOM
WHBEPCUOHHOM BosbTamiepomerpun [11]. Meton
OCHOBAH HAa MOBEPXHOCTHOM HAKOILIEHUH KOMILIEK-
ca upuauii (III)-6pomun meTUATPUMETHIAMMOHUA
Ha CTEKJIOTPaPUTOBOM DIIEKTPOIE C MOCIELYIOIINM
KaTaJIUTHIECKUM BOCCTAHOBJIEHHEM aJcoOpOHMpOBaH-
HOTO KOMIUIEKca B mpucyTcTBuu Gpomara. Ilpemen
OIIpefie]IeHUA COCTABJIAET IOPAAKA 2 — 3 MKI/MIL.
Hepmocrarkamu ganHOM METOIUKUA ABIAIOTCA OTCYT-
CTBHME aBTOMATH3AIMU U JJIUTEIbHOE IIPOBEJEHUE
ompeneIeHus.

Agtopsb! pabors! [12] usyuunu KaTaIuTHIECKOE
netictBue upunua (IV) Ha TOX0MKYI0 peaKIIHIo OKHC-
smeHusa MeqHoro Komiuiexca mopgupuua (Cu-TCPII)
nepyogaToM HATPUA B HIPOTOYHO-WHIKEKIIMOHHOU
CHCTEeMe, COBMEIIEHHOH C BBICOKOTEMIIEPATYPHBIM
(mo 150 °C) ruaporepMaibHBIM peakTopoM. Bpura
paspaboTaHa METOIUKA OMPEIENIeHHs CIeI0BBIX KO-
auuecte upumusd (IV) c mpemerom obHapysKeHHU:A
5,8 - 10 momn/m (~1,1 - 10~3 MKr/mMia) u u3y4eHo Me-
miampliee BIUAHHE JIPYTUX ILUIATHHOBBIX METAJIOB
(ompeziesieHnI0 UPHUANSA C TIOMOIILI0 Pa3paboTaHHOM
MeTomuKu He Mmernaer ocmuit). HemocraTkom meto-
IUKN SABISETCA HEe0OXOIUMOCTb TOYHOTO IOIep:Ka-
HUSA TEMIIEPaTypPhl PACTBOPOB M PEAKITHOHHOU cMecH
Ha 3aganaoM yposHe (100 = 1°C uau 150 = 1 °C),
Tak KaK CKOPOCTH PEAKIIUH 3aBHUCUT OT TeMIIepPaTy-
PbL, a 3HAYUT, HY;KHA CIIeIHAIbHAA anmnapaTrypa.

Peaknuu ¢ wpugreM opu KOMHATHOM TeMIIe-
parype wmcenemoBaiu B paborax [14 — 16]. ABTopsl
pabotst [14] usyuanu HeKaTATUTHIYECKOE OIIpeee-
uue upugusd (IV) mo peakiuam ero B3auMoaeicTBHL
¢ 3-TuapoKCco-2-MeTwii-1-deHun-4-nupugoHoM u 3-
TUAPOKCO-2-MeTui-1-(4-Tomwn)-4-mupugoHoM (IIyo-
puMeTpuUecKuM MeTomoM. J[aHHad MeTomuMKa MO3-
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BOJISIET OTIPEeNITh UPUIUN B AHANA30HE KOHIIEH-
tpamuii 0,1 — 7,6 MKr/MJI, IIPH 5TOM OIpPEIeIeHUI0
me memaiorT 300-kparHbii u36biTok pomus (III) m
10-kparHbIit n366ITOK IaTuHbI (IV).

B pa6orax [15, 16] wpumuit (III) ompenmensior
CIIeKTPO)OTOMETPUIECKUM METO0oM 6e3 Harpesa-
uua. B meroguke [15] upuauii onpenensior mpu pH
6,5 B mmamasome wkoumenrpanmi 1,0 — 7,0 MK/,
a B pabore [16] mpencraBieHa peakiusd UPUIUS C
0-MeTWI(PEeHUITHOMOYEBHUHON B KHUCIOM cpeme (S, =
= 0,54).

IIpenmo:xeHo KaTaauTHYECKOE OIpefesieHe
upuaus (IV) mo peakrnu oxucienns N-meTmiaude-
HUJIaMUH-4-CyTh(POKUCIOTHI TEPHOJATOM Kalud:
C.in = 1,6 - 102 mxr/ma [17].

B wmacrosmieit pabore wucciemnoBaiM KaTaju-
THYECKOe [eHCTBHe WPHUIHAS HA PEaKIHUi0 OKHCIIe-
musa 5,10,15,20-terpakrc(4-cynboHaToe 1) mop-
¢una (TCPII) mepitogaTom HATPHUSI B cHCTEME IIPO-
TouHO-uHKeKIuonHoro ananusa (IIMA), koropoe me
6bL10 HM3y4yeHo panee. llens paboTbr — paspaboTKa
METOIUKHN OTpeeeHus MUKPOKOHIIEHTPAIIUH UpHU-
[IUA 110 er0 KATATUTHIECKOMY JIeHCTBUI0 HA WHIUKA-
TOPHYIO PEaKI[UI0 OKHCIEHHUS BOJOPACTBOPHMOTIO
mopduprHa TEepHOIATOM HATPHUA NPU KOMHATHOH
TeMIepaType ¢ HUSKHUM IIpeesioM 00HaAPYKeHHUs.

IIpennaraemas B HaCTOAIIEH CTAThE METOTUKA
ompesieieHUd UpPUAUA 007a7aeT PAIOM IIPEUMY-
II[ECTB TI0 CPABHEHUIO C METOAMKAMH, IIPE/ICTABJICH-
HBIMH BBIIIE: IIPOBEAECHNUE PeaKIIuu I1PU KOMHAaTHOM
TeMmeparype, 6ojiee mpocToe anmnapaTrypHoe oopM-
JIEHHUe U NJOCTHKEeHMre MEHBbIIIEro sHa4YeHUudA HIKHEe
TPaHHUIILI OTIPEeIeNIAeMbIX cofep:Kanui upuaus [13].

JKCIIepHMEHTATBLHAS 9aCTh

Ucnonszosanu mepiiogar marpus NalO, (xu),
5,10,15,20-reTpakuc(4-cyabdorarodenmn)nopduH,
rexcaxmopoupugar (III) ramua Ks[IrClg], 6opHyio
(x1), oprodochopHyo (0Ccd), COMAHYIO (X4I) U yKCyC-
HyI0 (X4) KHCIOTBI, TUAPOKCHI HATPHA (X4) U OUC-
THJUTAPOBAHHYIO BOIY.

Hcxonubre 103 M pacTBOpbI UPHUIHWSA TOTOBUIIH
pacTBOpEeHHEM TOYHOM HAaBECKU reKCaXJI0pOupPUIATa
(III) xamusa B 2 M HCI. Ilonyuennsiii pacTBop uc-
MOJTb30BAJIA JIJIS TIPUTOTOBJIEHHSA Pab0YMX PacTBO-
poB K;[IrClg] myrem pasbaBmenus GydepHbIM pac-
TBOPOM 110 paboueii kuciaoraoct pH 3.

0,15 M pacrBop ImepiiomaTra HATPUA TOTOBUIHA
IyTeM TIOJHOTO PACTBOPEHHS TOYHOH HAaBECKH
NalO, B pgucTuaaupoBaHHON Bome. KcexomHblin
10+ M pacrsop 5,10,15,20-reTpakuc(4-cyabgonaro-
henmn)nopdrHA TOTOBMIM PACTBOPEHUEM B IUC-
THWIIUPOBAHHOH Bojie TouHOH HaBecku TCPII, pa-
6oure pacTBOpPbI — pasbaBiIeHHeM HCXOITHOTO Oy-
depubIM pacTBOpOM. YHHBEpCATIbHYH O0ydepHyo

.04 4
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T T T T T
2000 300.0 400.0 5000 600.0 ¢, ¢

Puc. 1. Kunernueckas KpuBas A1 OIPEIEICHU HPUIHI 110
pearumu oxuciaenus 0,5-10°M pacreopa TCPII 0,15 M
pacreopom NalO, (c¢(K;[IrCly]) = 10-* mons/m, pH = 3)

Fig. 1. Kinetic curve for catalytic determination of iridium
in the reaction of 0.5 x 105 M TSPP with 0.15 M NalO,
(104 M K;[IrClg], pH 3 buffer solution)

3 E

Puc. 2. l'unpaBnuyeckas cxemMa CMeIIeHUS IIOTOKOB WHIH-
KATOPHOUM peakIuu I OIpeAeeHus UPUIUS B IPOTOYHO-
UHXXEKIIUOHHOM aHanusatope (I — KpaH-TepeKIioJaTenb;
2 — nepucTalIbTHYECKHH HACOC, 3 — CMECHTeNh IIOTOKOB;
4 — xaMepa, B KOTOPOH IIPOUCXOJUT OKOHYATEIHLHOE CMelle-
HEe PACTBOPOB; 5 — hoTOMETpHIECKas SUeiKa; MOTOKH: A —
pH 3; B — 104 M K;[IrClg]; C — 0,5 - 10> M TC®IIL, D —
0,15 M NalO,; E — cnuB)

Fig. 2. The hydraulic schematic for mixing flows of the in-
dicator reaction for iridium determination in a flow-injec-
tion analyzer (I — switch tap; 2 — peristaltic pump; 3 —
flow mixer; 4 — mixing chamber; 5 — photometric cell;
flows: A — pH 3; B — 10* M K,[IrCl]l, C — 0.5 x 105 M
TSPE, D — 0.15 M NalO,; E — dump)

CMeCh TOTOBHWIH U3 (PocOPHOI, YKCYCHOM U OOPHOM
KHCJIOT C JOBEeIeHHUEM [0 METKH JAUCTHIITUPOBAHHOMN
BOJION U M00aBIIEHMEM THAPOKCHIA HATPUS [IJISA II0-
smydeHus HeoOxomumoro sHavenus pH.

IIpu wccnemoBaHwu MeEHMIAOIIETO BIAUAHUS
COIIyTCTBYIOII[AX KOMIIOHEHTOB HCIIOJIB30BAIHN CO-
equnenus: PtCl,, NiCl,-6H,0, CuSO,-5H,0,
FeSO, - 7TH,0, K5[RhClg].

Peaxiuio mpoBoguiau B MPOTOYHO-UHIKEKITHOH-
vom anamusarope «[IMAKOH-30» ¢ doromerpuye-
CKHM J€TEKTOPOM CO CBETOIHOIOM C [JIUHOM BOJIHBI
A = 505 um.

Cuexrp mormomenus pacrsopa TCOII peru-
CTPUPOBAJIM C HCIOIb30BAHUEM CIEKTPO(OTOMETPA
Helios Alpha ¢ mpenenom pomyckaemoii a6COTOTHOH
norperrHoctd +0,5 %. Toumble HaBEeCKU B3BEIIIH-
panu Ha aHamuTudeckux Becax AND GR-200 ¢ Tou-
Hocthio *0,1 mr. 3uauenue pH Oydepnoit cmecu
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Puc. 3. 3aBucuMocTh aHATUTHYECKOTO CUTHAIA UPUAMA OT
pH npwu oxucnenuu 0,5 - 10-> M pacrsopa TC®II 0,15 M pac-
tBopoM NalO, (c¢(K4[IrCly]) = 10-* monb/m)

Fig. 3. The dependence of iridium analytical signal on pH
value upon oxidation of 0.5 x 10> M TSPP by 0.15 M NalO,
(c(K,[IrClg]) = 10+ M)

roHTponupoBanu pH-merpom Hanna cepun pH-213
¢ Tounocthio +0,002.

OO6cy:xxneHue pes3yabTaTOB

HcenenmyeMyo MHIUKATOPHYIO PEAKITUIO TIPOBO-
nuau 6e3 CerMeHTAaI|H, B IBHIKYIIEMCS TIOTOKe pea-
reuToB. B copMUPOBAHHYIO PEAKI[HOHHYIO CMEChH
MTOTIEPEMEHHO WHKEKTUPOBAAN (POHOBBIM PACTBOP
(6ydepubrit) u pactBop mnpobbl. Karamumruueckas
peakIusd HaYMHAETCS II0CJIEe TOTO, KAK IIOTOKH O0b-
eIUHSIOTCA U PACTBOPEI IIPOOLI M PEATeHTOB CMEIIIH-
Barorca. Karamusarop maMeHsieT 3HAYEHHE OITHYe-
CKOM IUIOTHOCTH ITOTOKA: HA €€ 3aBUCHMOCTH OT Bpe-
MEHM IOSBJAIOTCA WKW, BBICOTA ITHKA SBJISETCS
AHAJIUTAYECKHM CHTHajIoM (pue. 1), mIpomopumo-
HAJIBHBIM COEPIKAHUIO0 KATATU3ATOPA — UPUITHUI.

170

Cxema IBUIKEHUS IOTOKOB B aHAIHU3ATOPE IIPe]-
craBieHa Ha puc. 2. «['mybuHa» mpoTeKaHUA HEKa-
TAIUTUIECKON U KaTAIUTUYECKON peaKIiuil 3aBUCUT
OT BPEMEHH JIOCTABKH PACTBOPOB OT y3Jia CMEIIeHUA
peareHTOB [I0 PETHUCTPUPYIOIIET0 YCTPOUCTBA U 3a-
maercd AJWHOM IIyTH IIOTOKOB. OKCIEPUMEHTATb-
HBIM IIyTeM YCTAHOBHJIU, YTO [JUHA TPYOOK W CIIH-
paeii qoyKHA OBITH TAKOM, YTOOBI BpeMs mpebbiBa-
HHA PEAKIMOHHONW CMECH B CHCTEME OT Hadaja CMe-
IIIEHUA IOTOKOB PeareHTOB WHANKATOPHOM PeaKIuu
IO CMECUTENIFHOHN CIMpAJIHU COCTABIANO 1 MUH, a OT
BBOZA KATAIM3aTOpa 10 PErHCTPaIlu¥l CUTHAIA —
5 MuH. ITO 00ecIedyrBaeT JOCTATOUYHYIO «TJIyOUHY»
MIPOTEKAHUSA WHAWNKATOPHOU PEaKIHU [0 MOMEHTa
perucrparuy CUurHana.

Jna HaxoXOeHUsA ONTHMAJIbHBIX YCJIOBUH IIPO-
BEeHUS PEaKINH, T.e. 00eCIeYHBAIOIINX IIOIyde-
HHe CTA0WILHOTO AHAJIUTHYECKOTO CHUTHAJA, BBHICO-
KYyI0 YyBCTBHUTEIBHOCTh W YKOHOMHOE HCIIOJIH30Ba-
HUe PeaKTHUBOB, BEIOUpANH PabodyIo JJIMHY BOJHBI U
uccrenosanu Bnusuue pH ¢doHoBOro pacrBopa u
KOHIIEHTPAITUH PeareHTOoB.

Maxkcumym mormomenusa 4 - 10° M pacrsopa
TCOII npu pH 3 mo cpaBHEHUIO C AUCTHUILIAPOBAH-
HOM BO/OM HabmOmanu Ha mauHe BOJHBI 505 HM.
Ucxoma us sToro BhIOpaIH (POTOMETPUIECKUH TaT-
YUK ¢ Juana3oHoM AauH BoaH 460 — 520 mm.

HccnemoBanu ¢opMy u BBICOTY NHUKA B 3aBUCHU-
MOCTH OT cocTaBa poHOBOro pacteopa. [Ipu npume-
HeHuu Oy(epHOro pacTBopa B KayecTBe (hoHA ITUKU
BBICOKHE U POBHBIE, & IIPU HCIIOIH30BAHUHU JTUCTHUII-
JINPOBAaHHOU BOJbI CTAHOBATCA HEPOBHBIMH, UX aM-
IUINTYJa yMeHbIaerca. V3yunnu BIuAHUE 3HAUE-
uus pH 6ydeproro pacrsopa, BRIOPAHHOTO B Kade-
cTBe (DOHA, HA AaHATUTUYIECKHUI CUTHAI: U3 IIOJyUeH-
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Puc. 4. 3aBucumMoCcTH aHAIUTHIECKOTO CHTHAJIA WPHUAWA OT KoHIeHTparuu peareHtoB: ¢ — TC®PII mpu c(NalO,) =

= 0,2 monb/n); 6 — NalO, npu c¢(TCPID) = 0,5 - 10-5 mons/n (pH = 3; c¢(K;[IrCly]) = 10-* monb/m)
Fig. 4. The dependence of iridium analytical signal on the reagent concentration: « — TSPP at 0.2 M NalO,; b — NalO, at

0.5 x 10> M TSPP (pH = 3, 10* M K,[IrCl;])
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Ta6auna 1. Jlomyctumble H30BITKA COILYTCTBYIOIIMX dIIe-
MEHTOB IIPH OIIPEAEIeHUN UPUIHS

Table 1. Permissible excesses of accompanying elements
upon iridium determination

Ta6mauua 2. Pesynbrarel omnpemeneHus UpPUAWS (MKD/MII)
MEeTOJIOM «BBeJeHO — HaigeHo» (n = 3; P = 0,95)

Table 2. The results of iridium determination (pg/mL) by
the method of spiked samples (n = 3; P = 0.95)

OJIeMeHT JlomycTUMBIH MOJIBHBIA U30BITOK Beeneno upunus Haiinerno npumusa
Rh (III) 20 0,210 (0,2 + 0,1) - 105
Pt (IV) 15 0,510 (0,60 = 0,05) - 105
Fe (ID) 15 1,810 (1,90 = 0,15) - 105
Ni (II) 20
Cu (D 25

JINTEPATYPA

HOU 3aBUCHUMOCTH OIPENeIUIN ONTUMAIbHOE 3Haue-
uue pH = 3 (puc. 3).

J1J1s1 HaXOKIEHNsT OIITUMAIBHBIX KOHIIEHTPAI[AHN
peareHToB HCCIIe0Bad WX BIHIHHE HA BBICOTY
nuka (puc. 4, 5): nonyunnu sHadenus 0,5 100 u
0,15 monp/n gua 5,10,15,20-rerparuc(4-cynbdoua-
ToheHmI)IOP(HUHA U TIepiHogaTa HATPHUA COOTBETCT-
BEHHO.

IIpu HAWIEHHBIX ONTUMAIBHBIX YCIOBUIX ITOJY-
YHWIH JTAHEHHYIO TPAAyHPOBOYHYI0 XapPaKTEPUCTUKY
B mHTepBajie KoHneHrpamuit upugus (0,2 —2,0) X
X 107° MEr/MII.

HccnenoBanu BiausHMe HA ONpene/IeHue HPUIAS
COILyTCTBYIOIIIUX B IIPOMBINUIEHHBIX U IIPUPOIHBIX
MaTepuajax 3JIeMEeHTOB: JOILyCTUMbIE MOJbHBIE W3-
OBITKM IUIATHHOBBLIX U IIBETHBIX METAJIOB, HE Me-
[IAOIIHe OIIPeIe/IeHnIO, IIpuBeIeHbl B Tab. 1.

IIpaBuibHOCTE PE3YyIHTATOB OIPEIEIeHU UPHU-
U B MOJIEJIbHBIX PACTBOPAX MOATBEPIUIN METO[OM
«BBEJIeHO — HalimeHo» (Tadi. 2).

3HaveHWe HIKHEH TpPaHHUIlbl OIpPeNesseMbIX
KOHIIEHTPAIIUN UPUIUA TI0 TpeIaraeMoi MeToIuKe
cocrasuio 0,2 - 10-° MEr/MiI.

OrHocUTeNbHOE CTAaHIAPTHOE OTKIOHEeHHuEe S,
Pes3yIbTATOB OIpene/eHUus UPUIUS B YCIOBUAX IIO-
BTOPSIEMOCTH IIPH aHAIMW3€ MOMEJIbHBIX PACTBOPOB
He mpesbimaet 0,04.

3axkJaroueHue

Takum obpasom, paspaboTaHa METOZHKA OIpe-
JeJIeHUs MHUKPOKOHIIEHTPAIIUN WPUANA KUHETHJe-
CKMM KATaJTUTUIECKUM METOIOM B IIPOTOYHO-UH-
JKEKITHOHHOM CHUCTEMeE TI0 PeaKI[uy OKUCIEHUT BOJIO-
pacTBOpuUMOro MOpQUPHHA [MePHoJATOM HATPHA.
SHavyeHrWe HUWKHEH TPAHUIBI OIpenelseMbIX KOH-
neHTpanuii upumusa cocrasuiao 0,2 - 1075 mrr/ma
(P = 0,95). I'pagyupoBouHas 3aBUCUMOCTD JTUHEHHA
B IMANa30He KOoHIeHTpanui upuausa ot 0,2 - 105 mo
2,0 - 107® MKr/Ma. 3HaueHHe OTHOCHUTEIBHOTO CTaH-
JAapTHOTO OTKJIOHEHHUA Pe3yIbTATOB OIpPeneeHuA
WPUINSI B MOAEIBHBIX pacTBopax cocrasuio 0,04.

1. Ali 1., AlIGhamdi K., Al-Wadaani F. T. Advances in iridium
nano catalyst preparation, characterization and applications /
J. Mol. Liq. 2019. Vol. 280. P. 274 — 284. DOI: 10.1016/j.molliq.
2019.02.050.

2. Ma D., Wong S., Kang T., et al. Iridium(III)-based chemosen-
sors for the detection of metal ions / Methods. 2019. Vol. 168.
P 3-17. DOI: 10.1016/j.ymeth.2019.02.013.

3. Cui M., Chen Y., Xie Q., et al. Synthesis, properties and appli-
cations of noble metal iridium Nanomaterials / Coord. Chem.
Rev. 2019. Vol. 387. P 450-462. DOI: 10.1016/j.ccr.2018.
12.008.

4. Luque de Castro M. D. Flow Analysis. Flow Injection Analy-
sis: Instrumentation / Encyclopedia of Analytical Science
(3rd ed.). — Oxford: Academic Press, 2019. P. 204 — 212. DOI:
10.1016/B978-0-12-409547-2.00150-5.

5. Henriquez C., Maya F., Phansi P, et al. Automatic flow
kinetic-catalytic methods / Trends Anal. Chem. 2016. Vol. 85.
P 33 - 45. DOI: 10.1016/j.trac.2016.08.009.

6. 3omoror 0. A. IIpo6aemsr ananurudeckoir xumuu. T. 17. Ipo-
TOuHBIH xuMuueckui ananus. — M.: Hayxka, 2014. — 427 c.

7. XomyroBa E. I'., PeiceB A. II.,, PomanoBckas JI. E. u ap.
Uccnenosanue coCTOAHHUA M KATATUTUIECKOH AKTUBHOCTH COe-
QUHEHWHU upuaus B peakiuu okucienus prytu (I) nepuem (IV) /
Hypu. ananur. xumuu. 1995. T. 50. Ne 10. C. 1023 — 1026.

8. XomyroBa E. TI'., Ocranuna O. U. Omnpenenenve upugus B
CIIOKHBIX O00BEKTAX KATATUTUYECKHM METOJOM B IIPOTOYHOMN
cucreme / 3aBojckas naboparTopus. JluarHocTHKa MaTepUaos.
2012. T.78.Ne 5. C. 3 - 6.

9. Chen X., Xu H., Dong L., et al. Application of artificial neural
networks in multivariable optimization of an on-line micro-
wave FIA system for catalytic kinetic determination of iridi-
um (IIT) / Anal. Bioanal. Chem. 2002. Vol. 373. P. 883 — 888.
DOI: 10.1007/s00216-002-1369-9.

10. Tang B., Han F., Zhang G. Kinetic-spectrofluorimetric deter-
mination of trace amounts of iridium / Talanta. 2002. Vol. 56.
N 4.P 603 -611. DOI: 10.1016/S0039-9140(01)00630-0.

11. Locatelli C. Catalytic-adsorptive stripping voltammetric
determination of ultra-trace iridium(III). Application to fresh-
and sea-water / Talanta. 2011. Vol. 85. P. 546 —550. DOI:
10.1016/j.talanta.2011.04.029.

12. Kawamura K., Ikoma K., Igarashi S., et al. Flow injection
analysis combined with a hydrothermal flow reactor: Applicati-
on to kinetic determination of trace amounts of iridium using a
water-soluble porphyrin / Talanta. 2011. Vol. 84. P. 1318 - 1322.
DOI: 10.1016/j.talanta.2011.02.038.

13. ITar. RU 2685414 C1, MIIK GO1 N 31/10. Karanurnyeckuii me-
Tox onpenenenus upuans / XomyTosa E. I'., Jleskesuu E. A., Py-
vsunesa B. JI. 3aasn. 18.12.2018; omy6ur. 18.04.2019.

14. Druskovic V,, Vojkovic V,, Miko S. Spectrofluorimetric de-
termination of iridium (IV) traces using 4-pyridone derivatives /
Talanta. 2004. Vol. 62. P 489 - 495. DOI: 10.1016/j.talanta.
2003.08.031.

15. Amin A. S., Zaafarany I. A. Spectrophotometric determinati-
on of iridium after complexation and membrane filtration /
Anal. Chem. Res. 2015. Vol. 3. P 77 - 81. DOI: 10.1016/j.ancr.
2014.10.001.



10

«3aBoackasn Jaboparopus. [[maraocruka marepuanos». 2020. Tom 86. Ne 5

16.

17.

Kuchekar S. R., Pulate S. D., Shelar Y. S., et al. Spectro-
photometric study of interaction of O-methylphenyl thiourea
with iridium (III) and development of a precise determination
method from hydrochloric acid media / Indian J. Chem. Tech-
nol. 2014. Vol. 21. P 120 - 126.

Kamycruna E. B., Bypmucrposa H. A., Mymrakosa C. II.
JuddepennnansHoe KaTaTUTHIECKOE OLpeNeIeHue HPUAUT
(IV) u pomusa (III) mo peakuuu orucnenus N-meruiapudeHuI-
amuH-4-cynbporucaorst /| HKypH. anmanur. xumun. 2006. T. 61.
Ne 3. C. 305 — 308.

REFERENCES

1.

Ali 1., AlIGhamdi K., Al-Wadaani F. T. Advances in iridium
nano catalyst preparation, characterization and applications /
dJ. Mol. Liq. 2019. Vol. 280. P 274 — 284. DOI: 10.1016/j.mollig.
2019.02.050.

. Ma D., Wong S., Kang T., et al. Iridium (III)-based

chemosensors for the detection of metal ions / Methods. 2019.
Vol. 168. P. 3 - 17. DOI: 10.1016/j.ymeth.2019.02.013.

. Cui M., Chen Y., Xie Q., et al. Synthesis, properties and appli-

cations of noble metal iridium Nanomaterials / Coord. Chem.
Rev. 2019. Vol. 387. P 450 -462. DOI: 10.1016/j.ccr.2018.
12.008.

. Luque de Castro M. D. Flow Analysis. Flow Injection Analy-

sis: Instrumentation / Encyclopedia of Analytical Science (3rd
ed.). — Oxford: Academic Press, 2019. P.204 -212. DOI:
10.1016/B978-0-12-409547-2.00150-5.

. Henriquez C., Maya F., Phansi P, et al. Automatic flow

kinetic-catalytic methods / Trends Anal. Chem. 2016. Vol. 85.
P. 33 - 45. DOI: 10.1016/j.trac.2016.08.009.

. Zolotov Yu. A. Problems of Analytical Chemistry. V. 17. Flow

chemical analysis. — Moscow: Nauka, 2014. — 427 p. [in Rus-
sian].

. Khomutova E. G., Rysev A. P, Romanovskaya L. E., et al.

State and catalytic activity of iridium compounds in the reac-
tion of mercury(I) oxidation by cerium(IV) / Zh. Anal. Khim.
1995. Vol. 50. N 12. P 1271 — 1274 [in Russian].

. Khomutova E. G., Ostanina O. I. Determination of iridium

in complex objects by the catalytic method in a flow system /

10.

11.

12.

13.

14.

15.

16.

17.

Zavod. Lab. Diagn. Mater. 2012. Vol. 78. N 5. P. 3 -6 [in Rus-
sian].

. Chen X,, Xu H., Dong L., et al. Application of artificial neural

networks in multivariable optimization of an on-line micro-
wave FIA system for catalytic kinetic determination of iridium
(III) / Anal. Bioanal. Chem. 2002. Vol. 373. P. 883 — 888. DOLI:
10.1007/s00216-002-1369-9.

Tang B., Han F., Zhang G. Kinetic-spectrofluorimetric deter-
mination of trace amounts of iridium / Talanta. 2002. Vol. 56.
N 4.P 603 -611. DOI: 10.1016/S0039-9140(01)00630-0.
Locatelli C. Catalytic-adsorptive stripping voltammetric
determination of ultra-trace iridium(III). Application to fresh-
and sea-water / Talanta. 2011. Vol. 85. P 546 — 550. DOI:
10.1016/j.talanta.2011.04.029.

Kawamura K., Ikoma K., Igarashi S., et al. Flow injection
analysis combined with a hydrothermal flow reactor: Applica-
tion to kinetic determination of trace amounts of iridium
using a water-soluble porphyrin / Talanta. 2011. Vol. 84.
P 1318 - 1322. DOI: 10.1016/j.talanta.2011.02.038.

RF Pat. RU 2685414 C1. Cathalitic method for determination of
iridium / Khomutova E. G., Levkevich E. A., Rumyantseva V. D.
Publ. April 18, 2019.

Druskovic V., Vojkovic V., Miko S. Spectrofluorimetric de-
termination of iridium (IV) traces using 4-pyridone derivatives /
Talanta. 2004. Vol. 62. P. 489 —495. DOI: 10.1016/j.talanta.
2003.08.031.

Amin A. S., Zaafarany I. A. Spectrophotometric determina-
tion of iridium after complexation and membrane filtration /
Anal. Chem. Res. 2015. Vol. 3. P 77 - 81. DOI: 10.1016/j.ancr.
2014.10.001.

Kuchekar S. R., Pulate S. D., Shelar Y. S., et al. Spectro-
photometric study of interaction of O-methylphenyl thiourea
with iridium (III) and development of a precise determination
method from hydrochloric acid media / Indian J. Chem. Tech-
nol. 2014. Vol. 21. P 120 - 126.

Kapustina E. V,, Burmistrova N. A., Mushtakova S. P. Dif-
ferential catalytic determination of iridium (IV) and rhodium
(III) based on the oxidation of N-methyldiphenylamine-4-sulfo-
nic acids / J. Anal. Chem. 2006. Vol. 61. N 3. P. 284 —4 288. DOI:
10.1134/51061934806030166.



