ONPEIENYBABE TPAI'M OI IMNAJIADUYM CO AINCOPIIIUCKA STRIPPING
BOJITAMETPUJA
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HocTojaT rnoBeKe MeTaJyli 3a KOHMTO TelKO Cce IOCTHUTHYBa
amexkBaTHA OCETJIMBOCT CO eJIEKTPOAHAJIUTUUYKHUTE MeTOonu OCOBEeHO,
npy onperneyBame HHUCKM KOHIeHTpauuu. [IpuurHa 3a Toa e Gop-
MHpabeTO HECTaGW/IHH aMaljilaMd M HPeBep3UGUIHOCTA Ha HUBHHUTE
eJIEKTPOINHU MpPOLleCH BO HEKOMIUIEKCHPAaH MeOuyM. HeKOou aBTOpPU
=3 BO MeIHYyM CO IO3HATHOT XeJlaTeH JIMraHI-IUMeTHJITJIHOKCHUM
M ALCOPIILKUCKO [PEeOKOHLEeHTPUPakhe Ha IOUMEeTHITJIMOKCHUMAaTHHUTE
koMmIlekcu Ha Ni(II)u Co(II) Ha mnoBpuHMHATa Ha CTallMOHaPHAa
eJIeKTpOola IIOCTUIHYBAaaT OGHTHO 3roJIeMyBake Ha OCEeTJIMBOCTa IPH
ompenenyBame Ha OBHEe MeTAaJIHM jJOHH CC CIIOMEHaTHUHTe MEeTOLH.

Bo oBaa cTynuja Npe3eHTHPaMe BHCOKO OCeTJIMB MeTOon WTO ce
fa3ypa Ha aINCOPIIHUCKO MPEeNKOHIeHTPUPame Ha NajlafueBHOT JOH
BO MPUCYCTBO Ha OUMETHUNTJIMOKCUM (DMG) Ha cCTalMOHapHa XWBHUHA

eJIeKTpoLa .

MepewaTa TI'v H3BelyBaBMe CO MHKPONPOLIECOPCKO KOHTPOJIH-
pau nosiaporpad (PAR 374) ompeMeH CcO yHHBep3ajiHa CTallHOHAP-—
Ha XuBHHa eniektpoma (M 303) kako paboTHa, cpebpo-CpefpO XJIO-
punHa - pedepeHTHa M IUIaTHHCKa XHIA Kako [IOMOIHa eJIeKTpona.
CTaHOapOHU PacTBODRH: PdCl2 BO HC1l(1+l1), DMG (0,1M)BO 96%
eTaHOJI. OCHOBEeH EeJIeKTPOJIUT: aueTaTeH nypep (pH 3,6). Cure
XeMUKajJuu 6ea cCO YHCTOTa p.a. WIH Sp.p., a Bomara Geme mOo-
TIOJIHUTEJIHO HejoHusupaHa BO Milli-Q cucTeM. HauumHOT Ha MOI-
roTByBame Ha [PUMepOLUTe 3a aHaJiu3a 3aBHCH OI BHIOOT HAa Ma-

2’4. Taka, 3a IOBeKe 6UOJIOu-

TpHllaTa Ha KUCHUTYBaHUOT IPHUMEDPOK
KH ¥ pedepeHTHH MaTepujaiu ja IIPUMEHUBME 6p3aTa, XOMIUIeTHa
U NOrOoOHa IOCTAmKa Ha MOKPO cnanysamez. BoJsiTaMOTpamMuTe ce

pPerucTpupaaT coO 6p3MHA Ha NPOMeHa Ha ImoTeHuujasmor 8 mvV/s, a

KOHueHTpaHHjaTa Ha najlaguyMoT BO HCIUTYBAHUTE NIPHUMEPOILIU e
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onpelielyBaHa CO MeTOHOT Ha craHmaphoHM momaTonu (ci.l).
KOHTPOJIMPAHOTO aICOPIIHCKO MNPEeJKOHUEeHTPHPake Ha Pd(DMG)2
Ha eJIeKTPpOIHaTa MOBpuKMHA € NpBa M OCHOBHa ¢asa Ha BOJTaMeT-
puckaTa IOCTamkKka 3a ompefesyBame Ha nanamuyMm. Co penykuuja
Ha nanamguymoT O HeromaTa amncopbupaHa cocTojBa Kako Pd(DMG)2
Npu NpoOMeHa Ha TMOTEeHLUMJjaJIoT BO KaTOOeH CMep, ce 3abesiexysa
AICOPIIIMCKHOT CHI'HaJl Ha OASHB UYKWja WTO BHCHHA € MpONOPLHO-—
HajHa Ha KOHIEHTpanujaTa Ha amcoOpBHPaHHOT XejlaT Ha IOBPWH-
HaTa Ha paboTHATa eJjieKTpoma. BHCHHATa Ha BOJITAMETPHCKHOT BPB
(muk) e 2aBuUCHA ¥ On APYTM NapaMeTPH WTO AONpHHecyBaaT 3a
3roJleMyHame Ha OCEeTJIMBOCTAa IpH onpenenysameroz. Co ymoTpe6a
Ha cTanuMOHApHA eJIeKTpoma WTO NO3BOJIyBa ONTHMH3ALKja HA CHUTE
mapaMeTpH WTO BAXjaaT HA amcoprnuyjaTa Ha najagHeBHOT XxernaT
¥ Ha 3aBHCHOCTA Ha BOJITAMETPUCKHOT CHIHAJ OI KOHIEHTpalujaTa
Ha najlaquyMOT BO PacTBOPOT, Pa3patoTuBME BOJITAaMETPHCKH MeTO.
co mOJIHa TPaHula HA OeTekuuja O,l/ug Pd/1l. MeTomoT I'O NpuMe-
HUBME IIPH aHaJM3UTEe Ha IOroJjieM 6pOj PpasJiMYHU THUINOBU DealHH
OpUMepoLM, a MPaBWIHOCTA Ha llejlaTa NocTanka ja MpOoBepHBMe
CO aHasii3a Ha HEKOW CTAHIAPOHH pedepeHTHM MaTepujanu Kako
mTO e npukaxaHo BO TabenaTta 1.

TaGena 1. COOpXWHA Ha MajlanguyM BO Hekou NBS CTaHOaApAHH
pedepeHTHH MaTepHjanu

SRM Pd HAjOEHO Pd ceprud~ymrepaTypa
/ug/g BPEIHOCT /ug/g

Wheat Flour (SRM 1567) -

Rice Flour (SRM 1568) g = "
Bowen Kale 0,0308-0,002 0,026 0,032-0,004
Coal Fly Ash (SRM 1633) # =3
<0,002
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OnpenenyBame Ha najlaguyM CO a.sS.B. BO CTaHOapOeH OMHOJIOWKH Ma-
Tepujan (Bowen Kale): A)BoaTamorpamu;l-6es cTanmapieH OOLATOK,
B)oBekpaTeH cTaHIapleH momaTok: 2- 5 ng Pd; 3- 7ng Pd; ta=2 min.
E = -0,3 V.,

a

DETERMINATION OF TRACES OF PALLADIUM BY ADSORPTIVE STRIPPING
VOLTAMMETRY

A new voltammetric procedure for trace determination of P4

is described. The method is based on adsorptive preconcen-
tration of PAd(IX¥) ions on the hanging mercury-drop electrode
(HMDE) in the presence of dimethylglyoxime. The voltammetric
peak obtained is due to reduction of adsorbed Pd(DMG)2 complex.
The position of the peak is pH dependent and its height is
proportional tc the surface concentration of Pd(DMG)Z. The
method was applied to a large number of real samples and the
accuraey of results was verified by the analysis of same
Standard Reference Materials.



