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Pd(ll) B 06beKTax cn10XKHOro coctasa C UCNO/Ib30BaHMEM
WHOMKATOPHOM Bymaru

B.M. Ocmpoeckasi’, *E.A. PewemHsik?, O.C. YepHbiwéea®, E.FO. bpbinésa’®

125 [ocydapcmeeHHbIl Hay4YHO-uccriedosamesibCKull UHcmumym xummomosioauu MuHucmepcmea 060pOHbI
Poccutickol ®edepavuu,
Poccutickas ®edepayus, 121467, Mocksa, yn. Monodozsapdelickas, 10
2Xapbkosckuli HayuoHarsnbHbIU yHusepcumem umeHu B. H. Kapa3uHa,
YkpauHa, 61022, Xapbkos, rin. Ceobo0bl, 4
SHay4yHo-mexHonoau4eckuli Komrnekc «MHcmumym moHokpucmannoe» HAH YkpauHbi»,
YkpauHa, 61072, Xapbkos, np. Hayku, 60.

*Adpec ona nepenucku: PewemHsik EneHa AnekcaHdposHa, E-mail: reshetnyak@karazin.ua
Moctynuna B pegakuuto 09 masa 2020 r.

PeareHTtHas nigukatopHas 6ymara PUB-Pd-TecTt Ha ocHoBe 1-thbenunn-5-(3,4-aurngpo-6-meTnn-4-okco-
3H-nupumnamH-2-un)-chopmasaH-6-Lennionossl NpeanoxeHa AN onpeaeneHns CoaepxaHus nannagms
copbLMOHHO-pedNEKTOMETPUYECKMM 1 BU3YarlbHO-TECTOBLIM MeTOAaMM B 06 beKTax CIIOXHOro cocTaBsa.
M3noxeHa meToauka cuHtesa PVB, ykasaH npegnonaraemelil COCTaB MeTasnsokomnnekca, obpasytoLlerocs
B pe3yrnbTaTte reTeporeHHon MHAMKaTopHOM peakumumn npy pH = 1.5-2.5, ¢ npuHygutensHon KoopanHaumewn
nannagui : peareHt = 1 : 1. MNpu B3anmogenctesum PUE ¢ nonamun nannagus(ll) xxentaa nHankatopHas
nonoca cTaHoOBUIAach 3eMeHOro LBeTa pa3Hou MUHTEHCUBHOCTY. B BbiBpaHHbIX yCNoBUAX Noka3aHa BbiCOKas
cenekTUBHOCTb 0bHapyxeHua n onpegenenns Pd(ll). PednektomeTpryeckne namepeHms npoBognnm c
MOMOLLIbIO NOPTaTUBHOTO pedniekToMmeTpa «3koTecT-2040», UCNOoNb3ys KpacHbIVi CBETOANOA C ANUHOW BOSHbI
nany4veHunst 660 HV; AN BU3yanbHOro TECTUPOBAHUS MPUMEHSNN LiBETOBIE LLKasbl. IHAMKATOPHYO peakumio
npeanoXxeHo NPOBOAUTL B TPEX pexnMax: 6€3 KOHLEHTPUPOBAHMS U C KOHLEHTPUPOBaAHNEM NCCEeayEMOro
pacTeopa B 100 1 1000 pa3 Ha peakLMOHHOW MHAMKATOPHOW 30HE ByMaskHOW Nonock! (MPUMEHSISt KapMaHHOe
npokaymsaroLlee ycTponcTao). CTaTtucTnyeckum MeToaoM OLeHeHbl 3HaveHus npegena onpegenenus Pd(Il)
ANns Bu3yanbHo-TectoBomn metoankm (40, 0.47, 0.042 mr/n) n no 3s-kpuTepuio BbIYMCIIEHBI 3HAYEHNA Npeaena
obHapyxxeHusi nannaaus ¢ ncnonb3osaHvem pednektomertpa (19, 0.22, 0.018 mr/n) 4na Tpex pexumos,
COOTBETCTBEHHO. HanaeHHble 3Ha4YeHNs npeaenbHbIX KOHLEHTPaLUyi CONocTaBUMbl C METPOSIOrMYECKUMMN
XapakTepUCTUKaMM U3BECTHbBIX METOAMK aHann3a, B KOTOPbIX NPUMEHSNY TBepAoda3Hble peareHThbl.
MpaBunNbHOCTL ONpeAeneHnin Nannagms B TEXHONOMMYECKUX 06 beKTax COXHOro COCTaBa v NieKapCTBEHHbIX
npenapaTtax AokasaHa He3aBUCUMbIMW METOAaMW — aTOMHO-3MUCCUOHHbBIM, CNEKTPO(OTOMETPUYECKUM
W rpaBUMeTpUYEeckumM MetTogamu aHanusa. BenunumHa oTHOCUTENBHOrO CTaH4APTHOMO OTKIOHEHMUS
onpeaensieMoii koHueHTpaumu Pd(l1) c ucnonb3oBaHvem noptaTuBHOro pednektomeTpa He npesbicuna 7 %.

Knrodeenie cnoea: nannaawii(ll), bopmasaHn, peareHTHaa nHankatopHas bymara, copbuus,
pedrekToMeTpus, BU3yaribHbll TECTOBbIN aHANN3.
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RIP-Pd-Test reagent indicator paper based on 1-phenyl-5-(3,4-dihydro-6-methyl-4-oxo-3H-pyrimidin-2-yl)-
formazan-6-cellulose has been proposed for determining the palladium content using the sorption-reflectometry
and visual-test methods in objects of complex composition. The RIP synthesis technique was described. The
estimated composition of the metal complex formed as a result of the heterogeneous indicator reaction at pH
1.5-2.5 was indicated, and the forced coordination of palladium : reagent = 1:1 was ensured. When the RIP
interacted with palladium (ll) ions, the yellow indicator strip became green with different intensities. Under the
selected conditions, the high selectivity for the detection and determination of Pd(Il) was shown. With the help
of the «Ecotest-2040» portable reflectometer, the reflectometry measurements were carried out using the red
LED with the radiation wavelength of 660 nm. For the visual testing, the color scales were used. The indicator
reaction was proposed to be carried out in three modes: without concentration and with concentration of the
test solution in 100 and 1000 times on the reaction indicator zone of the paper strip (using the pocket pumping
device). By the statistical method, the limit of Pd(Il) determination for the visual test method (40, 0.47, 0.042
mg/l) was estimated. The palladium detection limit using the reflectometer (19, 0.22, 0.018 mg/I) for the three
modes, respectively, was calculated by 3s criterion. The found values of the limiting concentrations were
comparable with the metrological characteristics of the known analysis methods in which solid-phase reagents
were used. The trueness of the palladium determinations in technological objects of complex composition and
drugs has been proven by the independent methods - atomic emission, spectrophotometric and gravimetric
methods of analysis. The value of the relative standard deviation of the determined Pd(ll) concentration using

the portable reflectometer did not exceed 7%.

Keywords: palladium(ll), formazan, reagent indicator paper, sorption, reflectometry, visual test analysis.

BBE/ZIEHVUE

[Mannaguii OTHOCUTCA K MeTannam nnaTMHOBOW
rpynnbl, MMeeT yHUKanbHble CBONCTBA, bnarogaps
KOTOPbIM HE3aMEHMM B XUMUYECKON 1 HedTenepepa-
GaTbiBatoLLEe NPOMbILLIIEHHOCTH, ANEKTPOHMKE, SreK-
TPOTEXHMKE, MeanunHe 1 apyrux obnactsax. Mannagun,
HanpumMep, SBMSEeTCS COCTABHOM YaCTbio KAaTann3aTopoB
yNaBfMBaHWs BbIXMOMHbIX ra30B ABUraTenen BHyTPEH-
Hero cropaHus [1, 2], ucnonb3yeTcs B U3roTOBNEHUN
FOBEMMPHbIX U3OENNIA, BXOQUT B COCTaB chapmnpena-
paToB 4118 NIeYEHNs OHKONOrMYyeckux 3abonesaHumn
[3, 4]. OrpaHn4eHHbIN 3anac NnaTUMHOBLIX MeTanoB
B 3€MHOW KOp€, BbICOKast TOKCUYHOCTb HEKOTOPBIX UX
coefuHeHun TpebyeT KOHTPOMNS CoaepXaHus nnatu-
HOMAOB B MWHEPANbHOM CbIpbe, MPON3BOACTBEHHbIX
MaTepuanax n oTxoaax.

Mpu aHanu3e 06bEKTOB, coaepKaLLmx nannagun,
NCMNONb3YHT pasfnnyHble MeTobl: rpaBUMeTpuLo [5];
CNeKTPOOTOMETPUIO U CNEKTPOCKONMIO AN dYy3HOro
OTpaxeHusi [6-8]; aTOMHO-3MUCCUOHHYIO 1 aTOMHO-abcop-
GUMOHHYI0 cnekTpockonuio [9-11]; BonsTamMnepomeTpuio
[12, 13]; peHTreHodnyopecueHTHbIM aHanus [14]. C
Lienbio KOHLEHTPMPOBAHUSI aHanM3upyeMbiX pacTBOPOB
C ManbIM coepXaHveM nannagus NpUMeEHsItoT cop-
GEeHTbI, HAaNPMMep, XMMUYECKN MOANDULMPOBAHHbIN
cunukaresnb 1 METUNIKPEMHUEBYIO KMcnoTy [15-19],
NoNMMepHbIe OUCKN U BONOKHUCTbIE MaTepuansi [7, 10,
20-22], uenntonosHble Aucku n bymaru [23-26], nonu-
MeTakpunaTtHble MaTpuLbl [6], KpeMHUAOPraHNYeCKUI
cop06eHT NMCTM-3T [11]. B ocHoBe 6onblumMHcTBa COpb-
LIMOHHO-CNEKTPOCKOMMUYECKNX U BU3YalbHO-TECTOBbLIX
METOAMK onpeaeneHns nannagusa nexart XuMmuyeckme
peakuun obpas3oBaHMsi OKpaLLEHHbIX COeANHEHNN
Pd(Il) c opraHm4ecknmu peareHTamu, Kak y>xke XOpoLlo

N3BECTHbIMW B (DOTOMETPMUU, TaK U BHOBb CUHTE3MPO-
BaHHbIMU [27] (MpUMepbI NpUBEAEHbI B Tabn. 1).

YNpoLLEeH1e XUMUYECKOro aHanmsa nyTem ucnonb3o-
BaHusl 6onee NPoOCTOro M KOMMaKTHOro 060PYAOBaHNS — O4HO
13 HanpaBeHU pa3BMTUS BHENabopaTopHOro aHanuaa.
JocTmkeHns B MMHMaTIOpU3aLmm onTnyeckux npeobpaso-
BaTene NO3BONWIN CO3A4aThb NOPTATUBHBIE AEHCUTOMETPbI
1 PoTOMETPbI-pedNeKTOMETPbI, Masnble rabapuTHbie
pasmepbl U TEXHNYeCckne 0COBEHHOCTM KOTOPbIX AenaroT
BO3MOXHbIM NOZKITOYEHNE NX K KOMMboTepy. [opTaTuBHble
nNpubopbl NPUMEHUNN ANS U3MEPEHUS LIBETOMETpPUYE-
CKMX XapaKTEPUCTUK OKpaLLEHHbIX MHAMKATOPHbIX Oymar
[23, 28, 29], moguduLmpoBaHHOro NeHononnypeTaHa [28, 29,
NopoLLKO0Bpa3sHbIx cunmkarens [29]  MeTUNKPEMHNEBOM
kmcnoTel [29]. B 0630pHbIx cTaThsx [30, 31] paccMoTpeHo
bonee nATUAECATU MUKPONIOMAHBIX aHaNMUTUYECKMX
NpuBOPOB — CEHCOPHBIX YCTPOWCTB, YYBCTBUTENBHBIM
3MeMEHTOM KOTOPbIX SBNSAMUCH MHAMKATOPHbIE Bymaru. [Mpu
MCMOJIb30BaHWM CEHCOPHBIX YCTPOWCTB PErMcTpUpoBany
dhnyopecueHumto, AMdYy3HOE OTpaxXeHue, aNeKTpo-
rEHEPUPOBaHHY XEMUTIOMUHECLIEHLMIO, APKOCTb R-,
G-, B-cocTaBnsiowmx LseTa NpoayKToB retepodasHbix
peakuuin. PaccmatpumBanu v BU3yanbHoe eTEKTUPOBaHNE
OKpaLLEHHbIX 30H Bymaru, Npy 3TOM LiBETOBbIE LUKarbl ho-
TorpacmMpoBanu Unu CKaHNPOBanu, UCMoNb3ys LMdpoBble
Kamepbl, MnaHWeTHbIE CKaHepbl, CMapT(OHbI.

Llenb HacTosLen paboTbl COCTOSINA B MOMYYEHUN
peareHTHoW nHamkaTopHomn 6ymarn (PUB) Ha ocHoBe
KOBaneHTHO MMMobunmusoBaHHoro 1-cpeHun-5-(3,4-au-
rmapo-6-meTun-4-okco-3H-npumnanH-2-un)-copma-
3aHa, n3yvyeHun ycnosuin npumeHenus PYIB B aHanuse
C UCNoNb30BaHMEM MOPTATUBHOrO pedriekTomeTpa
«QkoTecT-2040» 1 pa3paboTke METOANK SKCMPECCHOIO
CcopOUMOHHOro-pedNeKTOMETPUYECKOTO U BU3yarnb-
Ho-TecToBoro onpegenexus Pd(ll) B TexHonornyeckux
maTtepvanax.
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Tabnmua 1
TBepaodasHble peareHTbl Ana onpeaeneHuns Pd(ll) u meTponornyeckme XxapakTepucTMKM METOAMK UX aHAaNIUTUYECKOTo
npumMmeHeHunA

Table 1
Solid-phase reagents for the Pd(ll) determination and metrological characteristics of the methods of their analytical application

MeTo 'Ac, 3s- e Ilutepa-
PeareHt CopbeHT ToA “Crin (38-KPUTEDUT), vTep
onpepeneHns mr/n mr/n Typa
1-(2-nupngnna3so)-2- nonumeTakpunaT- TCh 04-1.0 0.06 6]
HadTOon Haa MaTtpuua
rAH-BONOKHO, Ha-
M-HATPO3OANITUN-AHUNNH NOMHEHHOE aHWO- 4cOo 0.01-0.2 0.005 [20]
HuTom AB-17
HUTPO30-P-conb, "CI-YAC BT 0.02-0.3 «—»
moaudukaTop (B4YAC) — (nopoLuok, [17,19]
(C,oH,),NNO, VIim=100) cho 0.06-1.2 0.015
NopoLLIoK BETOMETPUS 2) 0.01-16 2) 0.005
R-2,6-/:lwv|'epR|fanTo-1,4- p U p 6) 1-45 6) 0.1
TMOMMPOH; - ‘MKK OUT nsMepeHve onu- [18]
3-tbeHnn- (a),
(VIm= Hbl OKP. 30HbI 0.01-0.5 0.005
3-meTun- (6)
100) copbeHTa
BT (nsmepe- 0.5-4 0.4
HWe ANWHBI OKp.
3-meTun-2,6-aumepkarto ByMaXkHbl€ NOMOChl |  30HbI MOMOChI) [23]
1,4-TMoNMpoOH
OeHcuTomeTpusa
(R,G,B) 0.05-3 0.005
4-aMAHO-7-HATPO-2,1,3- BymaxHble nonockl BT 1-5.5 «=» [25]
6eH3oKkcaamason
cepocvoaepx(au_mm poRam- BymaxHble nonocsl BT 0.3-5 «=» [26]
HOBGIV KpacuTenb

Mpumeyanua: *Ac— ananasoH onpeaenaemoro cofepyanns; °c . —npeaen obHapyxerus; *TCO —TeepaodasHasn cnekTpo-
boTomeTpus; *CAO — cnekTpockonua AnddysHoro otpaxeHus; °BT — BU3yaibHO-TECTOBbIM aHanu3; *MAH-BONOKHO — Noana-
KPUNOHUTPUAbHOE BONOKHO; 'Cl — cunumkarenb; 84AC—yeTBepTUYHOE aMMOHMEBOE coeanHerne; " MKK — MeTuaKpemHeBas
Kncnota; UT — uHAMKaTopHaA TPYOKa; «—» — He OLEHMBaN.

3KCMEPUMEHTA/IBHAS YACTb 0 -
. NaNO2. HCI
MaTepMal'lbl n MeToauKum nccaeposaHnum A\ %
c o+ [ 1" Phi=N c
Peakmusbi, pacmeopbi, Mamepuarbl. B pabote N\
“CH

MCnoJsib3oBasin peakTuBbl KBaJ'IVICbI/IKaLI,I/IVI HE HNXe

Hy
«4.4.a.», BCE pacTBOPbI FOTOBUIIV HA ANCTUNIIMPOBAHHOM - o
Boae. NexoaHbivi pacteop nannagus(ll) ¢ koHueHTpa-

0
umen 0.001 M rotoBunM U3 cTtaHgapTHOro pacTeopa n-H J[:N,H-._
PdCl, (Merck, lfepmanus, 1 r/n Pd) nytem pasbasneHus i NJ\N,H PaCl, =

pacteopoM 0.001 M HCI; paboumne pacTBOpbI rOTOBUIK

| |
Nee PH 2 Ny A
13 ucxogHoro pasbasneHuem kucnoton (0.01 M HCI) N '
HEMOCPeACTBEHHO Nepes SKCNePUMEHTOM. /TL} @

Ph

Memoduka cuHme3a peaceHmHoOU UHOUKa- v VI
mopHoU 6ymazu Ha ocHoBe 1-deHun-5-(3,4-gurngpo-

JInctoByto Bymary-oCHOBY CO CTaTUCTUYECKON
obmeHHoM eMKocTbo 0.5 Mr-akB/T, yaenbHON Maccomn
80 r/m?, cogepxalyto 95 % 6-dopmun-a-uenntonossi (1),
cxeme [32]: obpabatbiBanu npu pH = 4 1 akycTU4eCckow KaBuTaumm

6-meTun-4-okco-3H-nnpmumngnH-2-un)-popmasan-
6-uenntonosbl bblna peanusoBaHa no criegytoLlen
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(50 kly) 2-rmgpasmHo-6-meTnn-3H-NMpMMmManH-4-0-
Howm (ll). OBbpasoBaBlytocs 6-meTun-[3H]-nnpnmu-
OVH-4-0H-2-unruapasoH 6-a-uennonosy (Ill) otaensanu,
npoMbIBanu aTaHosnom, 5 %-m pacTBOpoOM YKCYCHON
KUCNOTbI, BOOOW U CyLINNK; 3aTeM B TedeHne 10 MUHyT
obpabaTbiBany npu pH = 6 1 akycTuyeckom kaButaLum
amvetundopmamuaHbim pacteopom anasobexsona (IV),
NMOMy4YeHHOro AnasoTupoBaHmem aHunuHa. MNpoaykt
PWB (V) otoensnu OT peakLuMOHHOro pactesopa, npo-
MbIBanu BOAOW, aLeTOHOM, M30NPOMNaHOIOM M CYLLUIIN.
JIMCTbl MHOMKaTOPHON Bymaru, paBHOMEPHO OKpa-
LLUEHHOW B XENTbIN LBET, pa3pesany Ha UHAUKATOPHbIE
nonocsl (UM) paamepom 10x40 MM C MICNONb30BaHNEM
yCTponcTBa pasmepHon pesku. Obpasubl Ul npukpe-
NASAY K NONMMEPHOMY AepXKaTento NMbo NpUMEHsInu
WM 6e3 pepxxatens, HO B 3TOM Cyyae UX yaepKuaanu
B pacTBOpE C NOMOLLbIO NIacTMacCcoBOro NMHLUETa.
Mpu B3aumopgenctaum PUB ¢ noHamu nannagms(ll)
obpasosbiBancs kommnnekc (V).
lMpu6opsbl. PedpnekTpomMmeTpuyeckmne namepeHus
MPOBOAWIN C MOMOLLLbIO NOPTATUBHOIO pedrekToMeTpa
«9koTecT-2040» (HIMIM «3KkoHUKE», Poccust), B KOTOpOM
NCMNOMb3YHTCHA MNOMYNPOBOAHUKOBbLIE CBETOAMOAbBI C
AnvHoun BonHbl usnyyennsa 400, 430, 470, 505, 525,
565, 595, 620 1 660 HM. MNpy BbIOpAHHOW ANMHE BOJHbI
n3Mepsanm kKoadpuumeHT anddysHoro oTpaxeHus (R)
WHOVKATOPHbIX Bymar, BbluMcnsnm dpyHkuumto Nypesnya-
Ky6enkn-MyHka (FTKM) no dpopmyne F = (1 - R)?/2R.
CnekTpbl guddysHoro otpaxeHus PUB go n nocne
npoBefeHNss MHAMKATOPHON peakumMm N3Mepsnmn Ha
MuHucnekTpodoTomeTpe GretagMacbeth ilPro (CLLA).
AHanu3 cogepxaHus nannagus B uccnegyembix
obpasLax MeTo4oM aTOMHO-3MUCCUOHHOW CMEKTPOMETPUM
(A9QC) C MHOYKTMBHO-CBA3AHHOW N1a3Moi NPOBOANUIN,
ncnonb3ays cnektpomeTp ICAP 6300 Duo npoussoacTsa
Thermo Scientific (CLLUA). CopnepxaHne npumecen
MeTarnmnoB B NIEKApCTBEHHbIX Mpenapartax onpeaensnm
peHTreHoNyopecLEeHTHbLIM METOA0M, UCMONb3yS
peHTreHoBckun cnektpomeTp VRA-33 (lfepmaHug,
Ag-Tpybka, kpucTtannel-aHanusatopsl LiF(200), PET,
LiF(420), SiO,(1011), nporpamma VRAS3, QUALITY.
dbf); npoBoannu cpaBHeHNE MHTEHCMBHOCTU PEHT-
reHOIyOpPECUEHTHbIX NNHUNA (K -NNHUM 3NEMEHTOB
Mg, Al, Si, P, S, Cl, K, Ca, Ti, Cr, Mn, Fe, Co, Ni, Cu, Zn,
Ga, Se, Mo 1 Nb; K -nuHun As, Cd, Sn, Sb; L -nuHun
Gd, Hf, Ta, W, Bi; L -nHnmn Pb) ¢ NHTEHCMBHOCTbIO

e W
o

|

Puc. 1. lHaMKaTopHan nosoca (nocneaoBaTebHO): BUA,
cBepxy 1 cOoKy, B KacceTe pedeKTOMETPA, B pyKax
1 B pedaekTomeTpe.

Fig. 1. Indicator strip (sequentially): top and side view, in
the cassette of the reflectometer, in the hands and
in the reflectometer.

N3My4YeHnNsi COOTBETCTBYIOLLMX NIMHUIA B CTAHAAPTHbIX
pacteopax upmbl Merck.

Pechnekmpomempuyeckue usmMepeHusl.
MHOukaTopHy0 MOnocy nomeLany B BbIHOCHYH Kac-
ceTy pedpnekTomeTpa WwupuHoi 10 Mm, 3aTem KacceTy
BCTaBMAMM B OKHO npubopa (puc. 1).

Bu3syanbHoe mecmupoeaHue. CofepxaHume
Pd(ll) B pacTtBopax npu pH = 1.5-2 onpegensinu 6e3
KOHLEHTPUPOBaHNS (PeXnUM I) 1 ¢ KOHLEHTPUPOBAHUEM
(pexuwmbl Il n 1ll). Be3 KOHUEHTPUPOBAHUSA UCXOAHON
nNpo6bl MHAMKATOPHYO MOMOCY NOrpyxanu Ha 3 ¢ B
70 MK aHanM3MpyeMoro pacTBopa Ha 4acoBOM CTeKNe
n cpaBHmBanu LseT UM nocne 2-3 MUHYT BbICYLLUMBAHUSA
Ha Bo3ayXe C KOHLeHTpauunoHHou wkanow: 0; 50; 100;
250 n 500 mr/n.

[lns1 KOHLEHTPUPOBaHMS NCCNEAYEMbIX PaCTBOPOB
MCNoMnb30Banu kKapMaHHoOe NpoKaynBatoLLiee yCTPOMCTBO
(KMY) [33], npeacraBnstoliee cobow WwWnpuL, BMeCTU-
MOCTbt0 20 M C HacaaKom, U3roTOBMNEHHON U3 TUTaHa
unu nnacTmaccel. B kopnyce Hacagku uMeeTcst OKHO
wupmHom 10 mm, B KOTOpoe pasmeLyanu obpasen PUB.

B cnyuae pexwuma ll, 3 Mn aHannsupyemoro
pacTBopa npokadneanu B TevyeHne 30 ¢ yepes peak-
LMOHHYI0 30HY UM anametpom 6 mm B kamepy KIY un
yepes 2-3 MUHYThbI CPaBHMBAsM OKPacKy 3TOW 30HbI C
usetosou wkanomn: 0; 0.5; 1.0; 2.5 n 5.0 mr/n. B cnyyae
pexuma lll, npokaunsanun 20 Mn aHanM3npyemoro
pacTBopa B Te4eHne 6 M1UH 1 Yepes 2-3 MUHY Tbl CoMno-
CTaBNANM UBET peakumMoHHoM 30HblI PUB ¢ uBeToBon
wkanowu: 0; 0.05; 0.10; 0.25 n 0.50 mr/n.

Bo Bcex cny4vasx o6pasubl PUB pacnonaranu
Ha 6enom doHe n Habnwganm nsMeHeHue LBeTa pe-
aKUMOHHOW 30HbI VI 0T enToro 4o 3eneHoro (puc. 2)
npu AHEBHOM pacCesHHOM OCBELLEHUU; rnasa Ha-
ontogatenen HaxoounNUCch Ha, LIBETOBOW LLKaNon Ha
pacctosiHum 20-30 cm.

OueHka npedena eusyasnibHO20 onpedesieHust
Pd(ll) ¢ ucnonb3oeaHuem yeemoeol wkanebi (c, ).
Mpouenypy nposogunu cornacHo [34, 35]. Bonuan
OPMEHTMPOBOYHOTO 3HaYeHUs ¢, , B y3KOM Aunana-
30HEe KOHUEHTpauui nannagms rotoBuiy LBETOBYHO
wkany ns Tpex obpasuos PUB, Bkntovas xonocTon, 1
rOTOBMWITN KOHTPOJSbHEIN TeCT-06paseL;, 0OTBeYatoLLmi
pacTBOpPY € 3aAaHHOM KOHLIEHTpauuen nannaams (., ),
3Ta KOHLEeHTpaLums oTnuyanack OT 3HaYEHU KOHLEH-
Tpauun Ha wkane. B kKoHTponbHOM pacTtBope 15-17
He3aBWCKMbIX HabnogaTenemn oueHMBanm cogepxaHne
Pd(Il), npy 3TOM MM MOXHO ObINo BbIGpaTh OOUH U3
Tpex BapuMaHTOB OTBeTa: KOHLEeHTpaunsa nannagus

Peaam 1 0 50 100 250 500 mr/n
Pewsam 11 0 0.5 1.0 2.5 5.0 mr/n
Peacm 111 0 0.05 0.1 0.25 0.5 wmr/n

Puc. 2. LIBeToBble LiKabl 415 BU3YyaAbHO-TECTOBOTO Onpe-
nenexua Pd(l1).

Fig. 2. Color scales for the visual test determination of Pd(ll).
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COOTBETCTBYET BEPXHEMY, HVXKHEMY UITN CPEAHEMY
3Ha4YeHMo gmanasoHa wwkanbl [36]. QkcnepuMeHT no-
BTOpsAnu Tpwxabl. N3 45-50 pesynstaToB onpeaene-
HWUS1 BbIYMCISANW CTaHAAPTHOE OTKIIOHEHME MCKOMOWN
KOHLIEHTpaLun, 3a OKOHYaTENbHY0 OLEHKY npeaena
onpeaernexus, ¢, MPUHUMAnNM yTpOEHHOEe 3HaYeHne
CTaHAAPTHOrO OTKMOHEHMS: ¢, = 3S,.

lModzomoska npob6 k aHanu3y. [Ans aHanu3a
ObInn B3aTbl 06pasLbl TEXHONOrMYECKNX OOBEKTOB 1
neKapCTBEHHbIX MpenapaToB, B YaCTHOCTW: 0bpasLbl
oboraleHHon pyabl KOMnaHnM « HopunbCKUn HUKENbY,
MCMNonb3yemown A51s U3roToBfEeHNS aBToKkaTanusaro-
poB; 06pasubl 0TX040B, CoOAepPXKaLLMX AparoLeHHble
mMeTannbl; obpasLbl 0TpaboTaHHbIX KaTanM3aTopos.;
roToBble nannagvncogepxalimne nekapcTBeHHbIe
cpeactsa mopdoson (C, H,,N,0,PdCl,) n adason
(C,,H;,N,O,PdCl,) nponssoactea OO0 «PALNGEHCH.
HaBecky oboraiieHHon adpuHakHON pyabl Anst aB-
TokaTanu3atopa Maccow 0.1-1 r pacTBOpsAnNu B cCMecu
a30THOM U COMNSIHOW KUCIOT, HaBeCcKy 0TpaboTaHHOro
kaTanmsaTtopa Maccon ~2 r pacTBOPSIV B CMECH LiIapCKoM
BOAKW 1 CEPHON KNCNOTbI MPU HarpeBaHny B TeYeHne
HeCKONbKMX YacoB. PacTBopbl hunbTpoBanu, ynapu-
Banu gocyxa npu 110 °C, cyxoi ocTaToK pacTBOPSNN B
pacteope 1 M HCI. O6pasubl NnekapcTBEHHbIX CPEACTB
pacTsopsnu B consHow kucnote (0.01 M). lNonyyeHHble
pacTBOpbl HEMOCPEACTBEHHO aHanNn3npoBanu unu
pa3baBnsanm B Hy>XHOE YMCHOo pas.

PeghepenmHbie MemoObI aHanu3a. 115 npoBepKu
NPaBUIbHOCTY PE3YrbTaToB PEIEKTOMETPUUECKOTO
1 BU3yanbHO-TECTOBOro onpeeneHus nannagus B
peanbHbIX 0ObeKTax NPUMEHSANN aTOMHO-3MUCCUOH-
HblIN, CNEKTPOOTOMETPUYECKNI N FPaBUMETPUYECKNI
MeToAbl aHanu3a. oTomMeTpMpoBanu X1opodopMHbIE
akcTpakThl (Npu pH = 3) komnnekcos Pd(ll) ¢ 1-(2-nupngu-
naso)-2-Hadptonom. Ocaxganu Pd(Il) u3 consHokncnbIx
pacteopos (pH ~ 0.5) aumeTnnrinokcumom. B crnyyae
NPUCYTCTBMSA NPpUaUS U poaus 0CafgoK NpoMbIBanu
pacteopom 1 M HCI [37].

PE3Y/NIbTATbI U OBCYXXAEHUE

Cocmas npodykma u cesieKmueHoCmb UH-
dukamopHol peakyuu. B npouecce nHomMkaTopHom
peakuum komnnekcoobpasosaHus Pd(Il) c ummobunu-
30BaHHbIM hopmasaHoMm (V1) okpacka peakunmoHHOW
30Hbl PVIB MeHsinack npu pH = 1.5-2.5 ot xenTon go
TeMHO-3€ereHoNn.

B pesynbrarte XuM1Myeckon NpuB1BKN hopMasaHoB
B Me30-NOMNOXEHUN K a-LIeNMNo3e BHY TPEHHSAS MONOCTb
peareHTOB CTaHOBUTCA AOCTYMNHOW Manomy Y4Cny MOHOB
METanoB, YTO NPUBOAMUT K YNPOLLEHUIO CTEXMOME-
TPUYECKOro cocTaBa 0bpasyLwmuxcs koMmnnekcos [33].
N3BecTHO, YTO MOHOMEpHBIV aHanor 1-(4-meTtun-1,6-au-
rnapo-1H-6-okconmpummamnH-2-un)-3,5-deHnndopmasaH
obpasyeT B pacTBope ¢ MoHamu Cd?*, Co?*, Cu?, Ni#* n
Zn% koMnnekcbl cocTasa 1 : 2; KOBaNeHTHOe 3aKpenneHue
peareHTa Ha Oymare obecnevmBaeT NpUHYANTENbHYHO
koopauHaumio 1 : 1 [33]. OTO NpMBOANUT K CHUXKEHMIO
NMPOYHOCTW KOMMIIEKCOB MOHOB TSRKENbBIX METAoB B
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Puc. 3. 3aBUCUMMOCTb OTHOCUTENBHOW BENNUYMHBI GYHKLMM
TKM oT AN1MHbI BOAHbI (HOPMUPOBAHHbIE CMEKTPbI)
018 MMMobuMan3oBaHHOro dopmasaHa (1) M npoaykTa
WNHAMKATOPHOM peakuyn (2) npm pH = 2.

Fig. 3. Dependence of the relative value of the TKM function
onthe wavelength (normalized spectra) forimmobilized
formazan (1) and the product of the indicator reaction
(2) atpH=2.

Kucnow cpefe n obecneymBaeT BbICOKYH CENIEKTUBHOCTb
nonMMmepHoro goopmasaHa k noHam Pd?*. Tak, npu pH
> 6 UHAMKaTopHas nosoca B NPUCYTCTBUM MOHOB Cd?*
CTaHOBMIACb KPACHO-PO30BOrO LiBETA, B MPUCYTCTBUN
noHoB Co?" — CBETNO-KOPUYHEBOTO, MOHOB Cu?* — chrone-
TOBO-KOPWUYHEBOrO, MOHOB Ni?* 1 Zn?* — kpacHoro LBeTa.
Mpu pH < 3 okpacka MeTannoKoMNIeKcoB ncyesana.

YcTaHoBuMNK, YTO onpeaenenmio 1 mr/n nannaams
B CONSAHOKMUCIIbIX pacTBopax He MewwatoT 500-kpaTHble
MaccoBble N30bITkK kaTUoHOB K, Na* u Ca?*; 100-kpaTHble
n36biTku Al(Ill), BaZ', V(IV, V), Ga(lll), Fe(I1, 1), Cd(1l), La(lll),
Mg?*, Mn(ll), Cu(ll), Mo(lll, V1), Sn(ll), Pt(ll, IV), Ru(IV),
Pb(ll), Ag(l), Sc(Ill), Sr(Il, Ti(IV), Cr(l, V1), Ce(l) n Zr(l);
100-KpaTHble N3OLITKM aHMOHOB cynbdara, xaopuaa,
aueraTa, ackopbaTa, auxpomata, bpomata, bpommaa,
noamuaa, HATpaTa, HATpUTA, Neproaara, nepMmaHraHaTa,
nepcynbaTta, TmocynbsdaTta, pocara n propnaa;
50-kpatHble n3bbiTkum Ir(1V), Os(IV), Hg(ll) n SOTA.

Cop6yuoHHOo-peghsiekmommepuyeckKoe onpe-
deneHue Pd(ll) c ucnonb3oeaHuem PUB-Pd(ll)-Tecm.
Ha ocHoBaHUKM cnekTpoB AU y3HOro oTpaxeHus
YCTaHOBWIMW, YTO UMMOOMITN30BaHHBI Ha Bymare KoM-
nrekc nannaans TEMHO-3eeHOro UBeTa Makcumarb-
Ho nmornowaeT ceeT npu 650-660 HM (puc. 3), a cam
peareHT — npu 440 HM. [Ina ganbHENLWNX N3mMepeHun
KoadhuumeHTa aAndpy3HOro oTpaxeHus ¢ UCMorb-
30BaHMEeM NopTaTUBHOIO pednekTomeTpa Bbibpanu
KpacHbI CBETOAMOA C ANTMHOW BOMHbI U3NYyYeHUs
660 HM. [pn 3TOM COXPaHANU MakCMMarnbHYH pasHuLy
MeXay aHanuMTMyeckumu curHanamm nexogHom Ul
N MEeTanfnoKOMMIeKca, T.e. BbICOKYH KOHTPACTHOCTb
WMHOMKaATOPHOW peakumu.

MHTEeHCMBHOCTbL LiBeTa peakLMoHHON 30HbI PUB
MPOMNOPUMOHaNbHO U3MEHSANACh C yBEMUYEHNEM KOHLIEH-
Tpauuy MOHOB Nannagus B pacTBoOpe U, CneaoBaTenbHo,
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Tabnuua 2

MeTponornyeckne xapakTepUCTUKM METOAMK PedpNEeKTOMETMYECKOTO 1 BM3yanbHO-TecToBoro (BT) onpeaenenus Pd(Il) ¢

MCMNO/Ib30BaHMEM MHAMKATOPHON 6ymarn PUB-Pd-TecT

Table 2
Metrological characteristics of reflectometry and visual test (BT) methods for determining Pd(ll) using RIP-Pd-Test test paper
PednektomeTpus BT
Pexum nigukatop- Ac, YpaBHeHwve rpagyvpoBOYHOW c c
HOV peakLun mr/n 3aBUCUMOCTY R2 min’ fim?
(P=0.95, n=7-8) mr/n mr/n
I 50-500 AF = (1.55 £ 0.05)10-3x¢ 0.988 19 40
Il 0.5-5.0 AF =(0.135 £ 0.003)xc 0.992 0.22 0.47
I 0.05-0.50 AF = (1.51 £ 0.04)xc 0.990 0.018 0.042

Tabnuua 3
Pe3ynbTaTbl 3KCNEPUMEHTANbHOW OLEHKM Npeaena BU3sy-
aNbHOro onpeaeneHuns Nnannaamsa c UCNoNb3oBaHUEM LiBe-
TOBOW LWKanbl (Pexkum I, usetosas wkana: 0; 0.50; 1.0 mr/n)

Table 3
Results of the experimental assessment of the visual palla-
dium determination limit using the color scale (Mode Il, col-
or scale: 0; 0.50; 1.0 mg/l)

HawnpgeHo nannagus ¢ ucnonb3oBa-

Beenero HVEeM LiBETOBOW LLIKarbI,

nannagus, mr/n (n = 46)

Cuap =080 15 0e T 050 | 075 | 10
Yucno onpepe-
Pea 5 34 7 0
neHnn

s,=0.157 mr/n; ¢, = 3s, = 0.47 mr/n

lim

Ha copbeHTe. B Tabn. 2 npuBeaeHbl ypaBHEHNS NMHEN-
HbIX FPaAyMpOBOYHbIX 3aBUcMMOocTen pyHKLMn TKM oT
KoHUeHTpaummn Pd(Il) B pacTBOpe onst TpEX pexnmon
npoBeAeHns MHAMKATOPHOM peakuuu. o 3s-kputeputo
BbIYMCINIUIN 3HAYeHUA npegena obHapyxeHusa Pd(ll).
BusyanbHo-mecmoeoe onpedeneHue Pd(ll) ¢
ucnonb3oeaHuem PUB-Pd(Il)-Tecm. OueHky npegena
BM3yanbHoro onpegenenus Pd(Il) nposogunu cornac-
HO BblLLE ONMUCAHHOW METOAUKN NS TPEX PEXMMOB
TecTupoBaHud. B Tabn. 3 npuBeaeHsbl pesynbrathl
OLIEHKU ¢, ANSA BbIMOHEHNS MHAMKATOPHON peakumm B
pexwume |l ¢ koHLeHTpupoBaHneM pactaopa (3 mn/ 30 c).
MpuroToBMNM LBETOBYHO LKAy, COOTBETCTBYHOLLYHO
cogepxaHusam Pd(Il) B pacteope: 0; 0.5 n 1.0 mr/n,
a TakXe KOHTPOIbHbIA PpacTBOP C KOHLEHTpaLuuen
C,op = 0.6 mr/n. N3 46 pesynstaToB TECTUPOBaHMS
BbIYMCIUAY 3HAYEHNSA CTAHOAPTHOIO OTKIIOHEHMS
WCKOMOW KOHLEHTpauuu 1 npegena onpeaenenns —
C,, = 0.47 mr/n. NTorosble 3HaveHus ¢, Ana Tpex pe-
XMMOB TECTUPOBaHWS NpuBeLeHbI B Tabn. 2.
OKkcnepMmMeHTanbHO HandeHHble 3HaYeHus npe-
AEnbHbIX KOHUEHTpauun (¢, 1 ¢, ) noaTBepxaatoT

min

Tabnuua 4
Pesynbratbl onpeaenenuns Pd(ll) B ob6pasuax peanbHbiX 06bEKTOB
Table 4
Results of the Pd(ll) determination in the samples of real objects
c(Pd), %
TecT-onpenenexne PednektomeTpus PedepeHTHbIN MeTo
O6pasey (ananasoH pasbpoca pesynb-
TaToB onpegenenus, %) P=095n=3
n=9-12
1 1.3 (1.0-2.5) 1.45+0.17 1.51 £ 0.08 ('TM)
2 1.6 (1.0-2.5) 1.66 + 0.08 1.68 + 0.06 ("'M)
OTpaboTaHHble 3 0.03 (0.02-0.05) 0.025 + 0.009 0.019 £ 0.007 ('M)
KaTanusaTopbl 4 2.7 (1.8-3.8) 2503 2.63+0.18 (3C®)
5 1.0 (0.8-1.8) 11+0.2 0.95 + 0.07 (C®)
6 0.12 (0.08-0.18) °H/o 0.11 £ 0.02 CA3C)
CnnaB TMTaHa 0.06 (0.05-0.10) 0.082 £ 0.010 0.079 £ 0.006 (CD)
OTxonbl AparmMeTansos 0.003 (0.002-0.005) H/0 0.0026 £ 0.0004 (ASC)
«Mopdbazon» 26 (18-38) 24 +4 423.5
«3Qdpazony 17 (10-25) 18+2 418.3

Mpumeyanus: 'I'M — rpasnmeTpus; 2CO — cnektpopoTomeTpus; *A3C — aTOMHO-IMUCCUOHHAA CNeKTpocKonus; *23.5 — Bbl-
YMCNIEHO Ha OCHOBAHUM CTEXMOMETPUM XMMMUYECKOW GOpMy/bl NpenapaTa; °H/0 — He onpeaensnm.
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BbIOOP KOHLEHTPALMOHHbIX MHTEPBANOB AN MeTO-
OVK pedNeKTOMETPUYECKOTO 1 BU3yasibHO-TECTOBOIO
aHanusa ¢ Ucnonb30BaHWEM MHOMKATOPHOW Bymaru
PNB-Pd-TecT; oHM conocTaBUMbl C METPOMOrMYECKUMMU
XapakTepucTMkamMmy METOAMK aHanun3a, NPUMEHSIFOLLMX
TBepaodasHble peareHThl (Tabn. 1).

lMpaBunbHOCTb pe3ynbTaToB, NOy4YaeMbliX C
ncnonb3oBaHnem PUB B akcnpeccHom pednekTo-
METPUYECKOM N BU3yarbHO-TECTOBOM aHasnmse pe-
anbHbIX OOBEKTOB CIOXHOIO cocTaea, NoATBEPAUN
He3aBuCUMbIMU (pedepeHTHbIMW) MeTodamu (Tabn. 4).
BenuumHa oTHOCUTENBHOIO CTaHA4APTHOIO OTKIIOHEHNUS
onpepensemon koHueHTpauuy Pd(Il) c ncnonb3oBaHem
nopTaTuBHOro pecnekromeTpa He npesbicuna 7 %.

lNpw BM3yanbHOW OLIEHKE coaepxaHus nannagus
Mo LLBETOBOM LLIKAse YACIO onpeaeneHuii Obino paBHoO
yucny napannernbHbiX 00pasyoB, YMHOXEHHOE Ha
yncno Habnwogatenewn (n = 9-12). B Tabnuue npuse-
A€eHbl CpeHMEe 3HaYEHNS KOHLLEHTPaLMI 1 AuanasoHbl
pasbpoca pesynsTatoB TeCcT-onpeaeneHnin (aHanor
[OBEPUTENBHOIO MHTEPBana), KOTopbIe OblNK OrpaHUYEHbI
nnbo penepHbIMN TOYKaMK LKanbl, TIMGO cpeaHnMm
3HaAYEHUAMU COCEHNX MHTEPBArOB Ha LiKane [35].

PeHTreHognyopecuUeHTHbIM METOAOM YCTaHo-
BWIW, YTO NeKapcTBEHHble npenapatbl «Mopdason»
n «3dasony» cogepxanu npumecn metannos: K, Ti,
Mn, Co, Ni, Zn, Ga, Se, Mo, Nb, Gd, Hf, W, Ta n Bi Ha
ypoBHe meHee 0.0001 %; meTannos Mg, Si, P, S, Ca, Cr,
Cu, As, Cd, Sn, Sb n Pb — meHee 0.01 %; Al — 0.03 %;
Fe —0.02-0.07 %. OgHako MewatoLlee BNUsiHUE oHo-
BOr0 3NIEMEHTHOro CocTaBa uccrnegyemblx o6pasuoB
He NPEeBbICUIO MNOrPELLHOCTU U3MEPEHNIA.

3AK/TIOMEHUE

BbinonHeHHble B paboTe nccneaoBaHus nokasanu,
4TO (popMasaH, KOBANEHTHO 3aKPENMEHHbIN Ha LEENONO3e,
ob6pasyet npu pH = 1.5-2.5 ycTon4mBble KOMMNEKCHI C
noHamu Pd(Il). PeareHTHas nHgukatopHas 6ymara PYIB-
Pd-TecT nokazana BbICOKY CENEKTUBHOCTb N MOXET
ObITb NPUMEHEHA NPY aHanM3e pearnbHbiX 0ObEKTOB
CMOXHOro cocTasa (0boraLleHHbIX pya, KaTanu3aTopos,
CMaBOB, NPOTVBOOMNYXONEBLIX TEKAPCTBEHHBIX CPEACTB
1 Op.) 3KCMPECCHBIMN METO4aMN — BU3yarbHO-TECTO-
BbIM 1 pedrieKTOMETPUYECKUM C UCMONb30BaHUEM
nopTaTuBHOro npmbopa «AkoTecT-2040y. MNpumeHeHne
KapMaHHOro NpokavmBaoLLEero yCTporcTBa No3BONUIO
CKOHLIEHTPMpOBaTh UCCnefyemMble BbITSXKN-PacTBOPbI
N CHM3UTb AManas3oH onpeaensieMoro cogepxaHus
nannaausa B 1000 pas. MNMpegnoxeHHble METOANKU
onpepaeneHus Pd(Il) conoctaBnMbl NO METPONOru-
YECKMM XapakTepUCTMKaM C U3BECTHbIMW MEeToAaMMm,
NCNOMb3yLWMMK TBEPAOda3HbIE peareHTbI.
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