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BeepeHve. MHorue nepexofHble MeTansbl, BXOASALME B COCTAB KaTanM3aTtopoB, CNOCOOHbI 06-
pa3oBbIBaTb OKPALUEHHbIE KOMMMEKChI, 1 cnekTpodoToMeTpus morna 6bl cTaTbh yA06HbIM U HEAOPOTrUM
METOAOM OLEHKMN nX coaepxaHus. Ho n3-3a CUnbHOro nepekpbiBaHNS CNEKTPOB Takne MeTOAMKN npak-
TUYECKM HE MPUMEHSIIOT B aHann3e katanm3atopoBs. PaclumpnTs BO3MOXHOCTU CNEKTPOOTOMETPUM MOX-
HO 3a cYeT Nepexofa kK MHOrOBOSTHOBOMY BapyaHTy aHanu3a B COMETaAHMM C XEMOMETpUYecKkol o6paboT-
Kon cnekTpoB. Llenb paboTbl — noka3aTb BO3MOXHOCTb NPUMEHEHUs CNeKTPOdOTOMETPUM B COYETAHMM
C MEeTOA0M NPOEKLMUN Ha NnaTeHTHble CTPyKTypbl (PLS) ansa onpegeneHns MetannoB B HaHECEHHbIX Ka-
TanusaTopax no peakumsaMm KoMnnekcoobpa3oBaHUs C HECENeKTUBHbLIM peareHTom 4-(2 nupuaunaso)pe-
3opumHoM (MAP). O6bekTbl aHanunsa — Pd-Ga katanm3atopbl Ha OCHOBE OKCUAA antoMUHUSA U CUBYHUTA,
a Takxe MoaernbHas cyxas cmeck coctasa PdO-Re,0,/ZrO,-Al,0,-Na,SO,. 3kcnepumeHT. Katanusaro-
pbl U Cyxue MogenbHble CMecK, cogepXaliue oauH Unn HECKONbKO MeTanmoBs, pasnaranu B KUCNoTax;
nony4eHHble pacTBOPbI aHanM3npoBann MeTogomMm aToOMHO-3MUCCUOHHON CMEKTPOMETPUM C UHOYKTUB-
Ho-cBsi3aHHOM nnasmon (ASC-NCIT), a Takxke cnekTpoOTOMETPUYECKMM METOAOM A0 U nocne npubas-
nexHna K HUM peareHta MNMAP. Pesynetathl. [oka3aHa BO3MOXHOCTb pa3fenbHOro cnekTpogotomMeTpuye-
cKoro onpepgeneHusi 1-4 MeTannos, kak Mo COGCTBEHHOMY MOTMOLLEHWIO, Tak U C ucrnonb3oBaHvem MNAP.
B cnyyae onpegeneHuns Heckonbknx MeTansnoB 06paboTky cnekTpanbHON nHdopMaumm Benn MeToaom
PLS. PLS-rpagyupoBka nocTpoeHa no CnekTpam MOrMoLleHNst pacTBOPOB pearbHbiX Npob kaTtanusaTo-
POB C UCMONb30BaHWEM AaHHbIX O COAEepPKaHUN KOMMOHEHTOB, Nony4YeHHbIX MeTogom ASC-UCTI. Takon
noaxon NO3BOMWM YY4eCTb BUSHME MaTpULbl U onpedensaTb B KaTannsatopax MeTansbl C NOrpewwHoCcTs-
Mun 1-5 % OTH. M OTHOCUTENbHBIM CTaHAAPTHBIM OTKNoHeHneM oT 0.01 go 0.06, 4yTo conocTaBMMO NO TOY-
HocTu ¢ metogom ASC-UCTT.

Knrodesnlie crioga: cnekTpooTOMETPUYECKUIA aHaNn3, MeTOA NPOEKLUMN Ha NaTEeHTHble CTPYKTY-
pbl, KATanM3aTopbl.
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Introduction. Many transition metals that make up catalysts are capable of forming colored complexes,
and spectrophotometry could be a convenient and inexpensive method to estimate their content. However,
such techniques are not widely applied in the analysis of catalysts because of the strong overlapping spectra.
Multi wave analysis in combination with the chemometric treatment of the spectra can extend the capabilities
of the spectrophotometry. The purpose of the experiment reported here was to show the possibility of
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applying spectrophotometry in combination with the partial least-squares method (PLS) to determine metals in
catalysts by reactions of complex formations. It was proposed to use a non-selective reagent 4 (2 pyridylazo)
resorcinol (PAR). Experimental Procedures. Catalysts and dry model mixtures containing one or more
metals were decomposed by acids. Spectra of the resulting solutions and spectra of the solutions after
adding the above mentioned PAR reagent were recorded. The resulting solutions were also analyzed
using the reference method of atomic emission spectroscopy (AES). Results. The possibility to separately
determine from 1 to 4 metals by spectrophotometry both on their own absorption in the UV region and using
PAR reagent was shown. In the case of determination of several metals the partial least-squares method
(PLS) was utilized for processing the spectral information. To construct the PLS-calibration for the first
time, the absorption spectra of the real samples of catalysts in combination with data obtained by atomic
emission spectroscopy method (AES) was used. This approach allowed considering the influence of the
matrix and quantifying metals in catalysts with errors of 1-5%, and with the relative standard deviation of

0.01 to 0.06, which is comparable in accuracy to the AES method.
Key words: spectrophotometric analysis, the partial least-squares method, catalysts.

BBepeHue

Peakunmn komnnekcoobpa3oBaHns HaxoasT npu-
MEHEHMe B aHanun3e pasnuyHbiX NPUPOLHbBIX U NMPOn3-
BOJCTBEHHbIX OOBbEKTOB — pyAd, CMaBOB, a TAKXe KaTa-
nnsaTopos [1-4]. B kayecTBe akTVBHbIX KOMNOHEHTOB B
KaTanusaTtopax BbICTynatoT 0ObIYHO NepexoaHble MeTarn-
Nbl, KOTOPbIE CPABHUTENBHO NErko 0B6pa3syroT KOMMIEKC-
Hble COEAUHEHUS C Pa3NUYHBIMKM HEOPraHNYECKMU 1
OpraHU4YeCKNMU peareHTamm, Npu 3ToM B GOMbLUMHCTBE
CyYaeB peakuus CONpoBOXAaeTCA M3MEHEHNEM OKpa-
ckv pactBopa. lNoatomy yaobHbIM METOAOM OLIEHKU CO-
AepxaHusi MeTannoB Mor 6bl cTaTb MPOCTOM M HEQOopO-
rOW, HO MPU 3TOM OBOSIbHO TOYHbIN 1 YYBCTBUTENBHbIN
meToz crnektpocdotometpun [3, 5-7]. OgHako Ha npak-
TUKe ON151 aHanu3a KaTanm3aTopoB AaHHbIM MeTog npu-
MEHSIETCS PeAKO BCNeACTBME Manomn n3bmparensHoCTm
CYLLECTBYIOLLMX peareHToB 1 Npobniem, CBSA3aHHbIX C
nepeKpbIBaHNEM CMEKTPOB NOTMOLLEHUSI KOMMOHEHTOB.
HemHorouncneHHble paboTbl NOCBALLEHbBI, B OCHOBHOM,
onpeaeneHnio OgHOro KOMMNOHEHTa B COCTaBe KaTanu-
3aToposB [8-11]. ins aHanu3a kaTanusatopoB 6onee
CIOXHOr0 COCTaBa, CoAepKaLLmx ABa 1 6onee akTMBHbIX
KOMMOHEHTa, NPUMEHSIOT Apyrne MeToabl, Cpean KoTo-
pbIX Hanbonee pacnpoCcTpaHeHHbIMY ABAOTCA aTOMHO-
3MUCCMOHHas CNEKTPOMETPMS C MHOYKTUBHO-CBA3aHHON
nnasmon (AQC-UCI), atTomHO-abcopOLMOHHas CNEKTPO-
METPUS C NITaMEHHON UMK ANEKTPOTEPMUYECKON aTOMM-
3aumen, peHTreHo-yopecLEeHTHbIN aHanua, a Takxke
HENTPOHHO-aKTMBALMOHHBIN aHanu3. [JaHHble MeToabl
obnagatoT JOBOSMBHO XOPOLUUMW METPOSNOTMYECKUMHU
XapaKTepucTMKamu 1 MO3BONSAT OAHOBPEMEHHO OMpe-
OEensATb HECKONBbKO AecATKOB anemeHToB [13-17]. OgHa-
KO BbICOKasi CTOMMOCTb UCMONb3yeMOro 06opyaoBaHus
OrpaHW4MBaET LIMPOKOe BHeAPeHEe MeToaoB. [oatomy
Ha CerogHsAWHUA AeHb MNO-NPEeXHEMY CyLLeCTBYeT Mo-
TpebHoCTb B pa3paboTke 6onee OOCTYMHbIX U BMECTE
C TEM 3KCMPECCHbIX M TOYHBIX METOAMK OOHOBPEMEHHO-
ro onpeaeneHns HECKONbKMX 3NIEMEHTOB. AfNbTepHaTK-
BOW aTOMHOMY CrieKTparibHOMY aHanm3y MOXeT cTaTb
MHOrOBOJTHOBasi CNEKTPOHOTOMETPUS B COYETAHUN C
maTtemaTunyeckon obpaboTkon n3MepeHnin MeTogamm
MHOTOMEPHOW KanmbpoBKW, HaNnpumep MeETOAOM Mpo-
eKuMM Ha naTeHTHble cTpykTypbl (PLS). Bectu onpe-
JAereHne aHanMToB MOXHO Kak Mo UX coBCTBEHHOMY
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MOrMOLLEHUNIO, TaK 1 MO NOFMOLLEHNIO 06pasyoLLMXcs B
XO4e peakumn KOMNEKCHbIX coeanHeHun. B psige pa-
60T NokasaHo, YTO TaKOM NOAXOA NO3BOMSET YCNELIHO
aHanuanpoBaTb CMECU Pa3fIMYHOro Ka4eCTBEHHOIO n
KONMYeCcTBEHHOIo cocTaBa b6e3 pasaeneHunsl aHanuToB,
Aake npu NOMHOM HaNOXEHUN CNEKTPOB NOrfoLWEeHUA
KOMMOHEHTOB cMmeck [18-24].

Llenb HacTosiLeln paboTbl = NokasaTb BO3MOX-
HOCTb NPUMEHEHNS CNEKTPOOTOMETPUM, B TOM YIUC-
ne B coyeTaHumn ¢ metogom PLS, ona onpegenenus
METasnsoB B HAHECEHHLIX KaTanu3atopax Nno peak-
UMM koMnnekcoobpasoBaHus. B kavecTBe peareHTa
npeanoXeHo ucnonb3oBaTtb 4-(2 nMpuannaso)pesop-
uuH (MAP), koTopbI 06pasyeT nornoLiarLmne B BU-
Anmow obnacTtu cnekTpa KOMMeKcbl CO MHOTMMU Me-
Tannamu, BXoasaLwmmMu B coctaB kaTanusatopos: Pd(ll),
Ga(lll), Al(llN, Zr(IV) n ap. [25]. NHdopmauum o6 uc-
Nonb30BaHNN CNEKTPOOTOMETPMM B COMETAHUN C Me-
Togom PLS onst aHanu3a katanvM3aTtopoB UK CMecen
WMOEHTUYHOro cocTaBa B M3BECTHOW HaM nuTepaType
HeT, Takum 06pa3om, NONyYeHHble pe3ynbTaTbl MOTyT
CNYXWUTb XOPOLUUM JOMNOMHEHMEM K YXKe CYLLEeCTBYIO-
LLMM AaHHbIM MO aHanuay o0beKToB NO4OOHOro TUNa.

3KcnepumeHTaanaﬂ 4yacTb

ObbekTamu nccnegoBaHus ObInNu nannagun-ran-
nneBble KaTanmaaTopbl XnakogasHoro rmapupoBaHmus
aueTuneHa B 3TUMEH Ha pa3HbIX HOCUTENSX — CMOyHUTE
(CMHTETMYECKNIA NOPUCTLIN YINEePOA-YrNepOoaHbIA KOM-
NO3UTHLIA MaTepmar) u okcuae antoMUHNS, CoOaepxa-
wme oguH (Pd unu Ga) nnu ABa akTUBHbLIX KOMMOHEH-
Ta. VIx cocTaBbl yka3aHbl B Tabn. 1. Ewe oanH o6bekT

— MOZernbHas cyxasi CMecCb, N0 COCTaBy UOEHTUYHASA

nannaguin-peHnesomy katanusatopy PdO-Re,O./
Zr0,-Al,0,-Na,SO,, ucnonb3yemomy ans ogHocra-
OVAHOrO Nnony4eHust nponuneHa n3 atuneHa. Cmeck
rOTOBMIN U3 CNeLManbHO NOArOTOBIIEHHbBIX CYyXMX Be-
wecte Na,SO,, ZrO,, Al,O,, NH,ReO, n ctaHaaptHo-
ro pactsopa H,[PdCl,]. MaccoBsble 401 KOMMOHEHTOB
B MOJENbHOW cMecu Bbinn TakMMM e, KaK B KaTanu-
3atope, a uMeHHo, %: ZrO, - 84.76; Re - 5.00; SO > -
3.02; ALLO,=2.50 n Pd - 1.00.

PasnoxeHne nannagun-rannueBbix KaTanuaa-
TOpoB Ha ocHoBse Al,O, NpoBoaMIM B Cpeae CepHom
KMCnoTbl, pa3baBneHHoOW ANCTUNNMPOBaHHOW BOAON
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Tabnuua 1
CocTtaB nannagvn-rannmeBbIX katanu3aTopos, % mac.
Tun kaTtanusaTopa MeTann 1- o6paseL 2-11 obpasey, 3-1 obpaseLn
Pd 0.80 1.00 1.20
Pd-Ga/AlO, (cnbyHur) Ga 0.26 033 039
Pd/ALO, (cnbyHur) Pd 1.00
Ga/ALO, (cnbyHuT) Ga 0.33

B COOTHOWeEHuM 1 : 2, Mpu HarpeBaHuu, ¢ Nocneayto-
wmm gobasneHnem B pacTBOpbl, COAepXKallme nan-
napwit, no 1 cm® HCI (koHu.) u H,O,. Katanusatopei
Ha OCHOBE CMBYHWUTa pacTBOPSAM B CMECU KUCHOT, CO-
Aepxatden 15 cm® HNO, (1: 3) n 8 cm® HCIO, (~70 %
Mac.), NP1 HarpeBaH1n 4O MOMHOro pPasfoXeHUs Ka-

Tanusartopa. [lony4yeHHble pacTBOPbI NOCME OXNax-
OEHVSA NepeHOCUNN B MePHbIe KONObl BMECTUMOCTLIO
50 cm® 1 goBogunu 4o MeTkU BUANCTUNNNPOBAHHON
Bogon. PasnoxeHne cyxow mogensHon cmecn PdO-
Re,0,/Zr0,-Al,0,~Na,SO, nposoaunu B cpeae KoH-
LeHTpupoBaHHbIx kucnot HF n HNO, no meTtoauke [26,
cTp. 66]. Cyxor octaTok pacteopsanu B HCI (1: 1), n
O0BOAWUMM OMONCTUNNNPOBAHHOM BOAOW 4O METKM B
kon6e BMectumocThbio 50 cm®. Bo Bcex cny4vasx ons
pas3noXeHUst ICNOMb30BaNU TPU—NATb TOYHbIX HaBe-
Cok Mmaccou nopsigka 0.1 .

CopepxaHvne MeTannoB B NOMyYeHHbIX pacTBO-
pax onpefensnyM MeTogaMu CnekTpoOTOMETPUN U
ASC-NCI1. AHanua metogom ASC-NCIT BbINOMHS-
nn Ha cnekTpomeTpe Varian 710-ES dupwmbl Agilent

Technologies, ocHalLeHHOM ropesikon Ans akcmanb-
HOro HabnwoaeHus nnasmbl. Mpu BoIGOpe onTMManb-
HbIX YCIOBWUI aHan13a uccnegosany BrvMsiHNE OCHOB-
HbIX ONepaLMOHHbIX NapamMeTpoB (MOLLHOCTb Nnasmel,
CKOPOCTb NpobonoaatoLLero NoToka aproHa, CKOpocTb
nnasmoobpasytoLLero NoToka aproHa, CKopocTb noga-
4K Npobbl) HA MIHTEHCMBHOCTL Hanbonee YyBCTBUTENb-
HbIX 1 CBOOOAHbIX OT HANOXeHUs AMUCCUOHHbIX Jn-
HUM onpegensieMbix 3nemeHToB: Al | 394.401 Hm, Zr I
339.198 HMm, Re 11 221.427 um, Pd 11 229.651 HMm n Ga
| 294.363 HM. NccnepoBaHusa no BbIOOpy onTumanb-
HbIX OMepaLMOHHbIX YCIOBUIA BbIMOMHANN Ha pacTBo-
pax aHanuToOB C KOHUeHTpauuen 1 mr/am® B cpeae 1
% HNO,. B ka4ecTBe onTMMarbHbIX, UCMOSb3Ys PEKO-
MeHZaLUn Npon3BOAMTENS NPUBOPOB, Obinn BbiIGpaHbI
onepaunOHHbIE YCITOBMS, MPU KOTOPbIX 4OCTUranochb
MakCUMarnbHOe 3Ha4YeHNe OTHOLLEHNSA MHTEHCMBHOCTM
CMeKTpasnibHOW NIMHAN | K UHTEHCUBHOCTM Brinanexa-
Lero gooHa Iq) (In/Iq)), a UMEHHO:

— 4na onpegeneHns meTannoB B MOAENbHOW CMecu
PdO-Re,0,/Zr0,-Al,0,~-Na,SO, 3agasanu MOLHOCTb
nnasmbl 1.0 KBT; CkOpoCTb NNa3mMoobpasyoLLero noTo-
ka aproHa 13.5 AM3/MWH; CKOPOCTb akcManbHOro NoTo-
ka aproHa 1.5 om3/MuH; faBnexne B pacnbiMTeNbHON
Kamepe (CKopoCTb NpobonoaatoLLEro NOTOKa aproHa)
240 «lMa; Bpems namepeHus curHana 10 c;

— ana onpeaenexna Ga B katanusartopax Ga/Al,O,,
Ga/CubyHuT 3agaBanu mowHocTe nnasmbl 0.9 kBT;
CKOpPOCTb Nna3moobpasyoLlero notoka aproHa 12.0

OM3/MWH; ocTanbHble NapameTpbl aHaNorM4YHbI BbilLe-
YKa3aHHbIM;

- Ans onpeaenenus Pd B katanusatopax Pd/ALO,, Pd/
CunbyHuT, a Takxke ansa onpegenexus Pd n Ga B kata-
nusartopax Pd-Ga/Al,O,n Pd-Ga/CnbyHut 3apasanm
MOLLHOCTb nnasmbl 1.1 kBT; ckopocTb nna3moobpa-
3ylollero notoka aproHa 13.5 agm3/MuH; ocTanbHble
napameTpbl aHanornyHbl BbllLleykasaHHbIM.

[nst NpUroToBneHns cepmnm MHOrO3NEMEHTHbIX
rpagyvpoBOYHbIX PAaCTBOPOB B MEPHbIe KoNnbbl BMe-
CTUMOCTbI0 25 cM® noMeLLany anukBoTbl CTaHAAPTHbIX
pacTBOPOB onpeaessieMblX 311IEMEHTOB, MOSTYYEHHbIX 13
cootBetcTBytowmux NCO cocTaBa pacTBOpPOB, C pacye-
TOM, Y4TOObI MX KOHEYHAsA KOHLEHTpaLMsa cocTaBnsna
o1 0.2 go 20 mr/am® (B LaHHOM Anana3oHe KOHLUEHTpa-
uui HabngaeTcs NHeHast 3aBUCUMOCTb UHTEHCUB-
HOCTW aHanNUTUYEeCKOW NIMHUN OT KOHLEHTpaumm Ans
BCEX onpefensieMblX arieMeHToB). [Jna aHanmMsa mo-
AenbHon cmecn PdO-Re,0,/Z2r0,-Al,0,~Na,SO, ro-
TOBWMM CEPUIO rPagyMpoBOYHbLIX PacTBOPOB, CoAep-
xawmx Al, Zr, Re n Pd (3gecb 1 ganee 3apsifbl MOHOB
onyuieHbl), Anst aHanusa katanusatopos Pd—Ga/AlO,
n Pd-Ga/CubyHnT — cepuio rpagymMpoBOYHbIX pacTBo-
poB, cogepxawmx Pd n Ga. B kaxxabln n3 pactsopoB
0006aBnsanm annkBOTY XONOCTOro pacTBopa Tak, YToObI
KMCMOTHOCTb KanMbpoBOYHbIX PACTBOPOB COOTBETCTBO-
Bana KMCnoTHOCTM pacTeopoB npob. Nepen nsmepeHu-
€M UHTEHCMBHOCTM 3MUCCUUN PacTBOpPbI, NOSyYEHHbIE
nocre K1CNOTHOro pasfoXeHusl kaTannm3aTopoB U Cy-
XOWN MoZenbHon cMecu, pas3baBnsanm Takum o6pasom,
YTOObI KOHLEHTPALMS ONpeaensieMblX 3IEMEHTOB B KO-
HeYHOM pacTBOpe He npesbiwana 20 mr/gms.

MeTtogom AQC-UCT1 Takxe 6binmn npoaHanunam-
pOBaHbl MOAENbHbIE PAaCTBOPbI, NPEACTABISOLLME CO-
60w pacTBOpbI OTAENbHBIX METAMMOB M CMECU PaCTBO-
poOB corelr MeTannoB, cogepxatume gea (Pd n Ga) n
yeTblpe koMmnoHeHTa (Pd, Al, Zr, Re) cooTBETCTBEHHO.
CooTHOLEHNe MeTannoB B MoAernbHbIX pacTBoOpax
ObINIO TakMM Xe, Kak B n3yvyaeMbix 06bekTax (HoMu-
HanbHble cMecK) unu sapbupoBanock Ha 10-40 % ot
HOMWHAsbHOTrO B OOMbLUYH U MEHbLUYK CTOPOHY. Mo-
JenbHble pacTBOPbI KOHLEHTpauumn nopsigka n+10-6=10-
MOJb/OM® rOTOBWMM B A€Hb NPOBEAEHMS IKCNepUMeH-
Ta nyTem pa3baBneHunst UICXOA4HbIX pacTBOPOB. Mcxoa-
Hble pacTBopbl conen metannos Al, Zr u Re rotounu
Mo TOYHbIM HaBECKaM U3 COOTBETCTBYIOLLNX peaKTu-
BOB kBanuukauum «x.4.» (AlCI,-6H,0, ZrO(NO,),2H,0,
NH,ReQ,) pacTBopeHvem B AUCTUNIMPOBAHHOW BOAE
unu ¢ gobaBneHnem KOHLEHTPMPOBAHHOW KNCNOThI
(HCI, H,S0,). Pactsop nannagms 6bi51 NpurotoBneH
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pacTBOPEHMEM B KOHLEHTPMPOBAHHOW a30THOM KuC-
noTe nannagueBon YepHW, NoMy4YeHHON 13 xnopuaa
nannagua PdCI, («4.»). PacTeBop conu rannusa nony-
Yanu pacTBOPEHMEM METanM4eckoro rannuns B KOH-
ueHTpuposaHHow HNO,.

OTHOCHTENbHbIE MOTPELLHOCTM ONpeaeneHns Me-
Tannos B MogenbHbIx pactBopax (0.5-20 mr/ om®) He
npesbiwan 5 % OTH., OTHOCUTENbHOE CTaHA4apTHoe
OTKJIOHEHME NpW Tpex napannenbHbIX onpeaeneHn-
ax = He 6onee 0.09. OTHOCUTENbHbIE NOrPELUHOCTH
onpeneneHns aNeMeHTOB B CCIeayeEMbIX pacTBOpax
npo6 He npesbIwanu 5 % OTH., OTHOCUTENbHOE CTaH-
AapTHOE OTKMOHEeHWe Npy Tpex napannenbHbiX onpe-
peneHunsax — He 6onee 0.06.

Mpwn BbINOMTHEHMM CNEKTPOOTOMETPUYECKO-
ro (C®) aHanunsa anukBoTbl MOMYYEHHbLIX PAaCTBOPOB
pa3baBnsanu B MepHbIX konbax o6bemom 50 cm® ¢ go-
6aBneHuem auetaTtHoro 6ydepHoro pacteopa (pH =
5.2). [1na nony4eHns KOMNIIEKCOB META0B K aNMKBO-
Te uccnegyemoro pacteopa, nommmo Oydepa, go-
6aBnsanu anvkeoTy pacteopa INMAP (B cny4yae kaTa-
nM3aTopoB Ha OCHoBe cnbyHuTa kKoHUeHTpauuto NAP
cosgaBanu paBHo 60 MKMonb/aM3, B criyqae cyxomn
MOZENbHON CMECU U MOAESNbHbIX PACTBOPOB CMECEN
meTtannos — 80 mkmonb/gm?). Beibop pH 6bin caenaH,
NCXoOs U3 NUTEPATYPHBIX M SKCNEPUMEHTarbHbIX AaH-
HbIX — B YKa3aHHbIX YCNOBMAX OTMEeYaeTCs BbiCOKas
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Puc. 1. CnekTpbl NnornoLeHns UHAMBUAYanbHbIX pacTBo-
poB Pd n Ga (a) n ux komnnekcos c MNAP (6) npu pH =5.2:
1-Pd, 2 -Ga. C,,=0.80-10°mons/om®, C,, = 0.40-10°
monb/am?, C_,.=6.00 -10-°monb/am?

366

YyBCTBMTENBHOCTb ONpeAeneHus MeTannoB B BUAE
ux komnrnekcos ¢ MAP.

Pernctpaumto cnektpoB cob6CTBEHHOrO MoOrmno-
LLIeHWS NoNyYeHHbIX pacTBOPOB B YP-06nactu, a Tak-
)K€ CMeKTPOB MOrNoLeHnsa B Buagumon obnactm no-
cne gobaenenusa B pactesopbl [MAP npoBogunu Ha
cnekTpodoTomeTpe CP-2000 B KBApLEBLIX KIOBETAX
TonwmHon [ = 1.0 cm B gnanasoHe 200-350 HM c LWwa-
rom 0.2 Hm 1 B obnacTtn 350-650 HM ¢ warom 1.0 HMm.

CopepxxaHne MeTannoB B O4HOKOMMOHEHTHbIX
KaTanusaTtopax pacCcu1TbiBanm METO40M O4HOBOJTHO-
BOW CNEKTPOOTOMETPMM MO 3apaHee NOCTPOEHHOMY
rpagyvpoBoYHOMY rpacuky. PacueT cogepxaHui me-
TansnoB B KaTanusaTopax, CoaepXallyx ABa akTUBHbIX
KOMMOHEHTA, a TakXXe B CyXOl MOAENbHOM CMECK BENM
C MCNONb30BaHNEM AaHHbIX LUMPOKOro CrekTpanbHOro
AnanasoHa MeToA0M MPOEKLMM Ha NaTEHTHbIE CTPYK-
Typbl (PLS). Bce BbIMMCNEHNS BbINOMHANM C MOMOLLBIO
naketa nporpamm UNSCRAMBLER CLIENT 9.8. Npwu
noctpoeHun PLS-rpagynpoBoK ANs aHanv3a Cyxon
MOZENbHON CMECH MCNOMb30BanNu CNeKTPbI NOrnoLLe-
HWS pacTBOPOB MOAENbHbIX cMecen MmeTannos. [na
aHanusa nannagvmn-rannueBbiX KaTanm3aTopoB CTPO-
unu PLS-rpagyvpoBKy no cnekTpam pacTBopoB 06-
pas3uoB KaTann3aTopos, B KOTOpble AobaBnanu nepe-
MeHHble 00 beMbI YACTbIX pacTBOpoB coner Pd n Ga.

MocTpoeHHble PLS-rpagyvpoBku NpoBEpPSinu no
pacTBoOpam TECTOBbIX CMeCeW, NpU 3TOM AN KaxJo-
ro metanna paccunteliBanu napametp RMSEP (Root
Mean Squared Error of Prediction), xapaktepuaytowni
ycpeaHeHHble abCcontoTHbIE MOTrPELUHOCTH:

U]

roe (V- y)- pasHocTb MexAay HalgeHHOM N UCTUHHO
KOHLIeHTPaLmeil MeTanna, N = Y1CHo TECTOBbIX CMECEA.

MpaBUALHOCTL ONpeAeneHnst KOMNOHEHTOB B
MO/ZENbHOIA CyXOit CMECH OLIEHMBANM MO BeYnHE
OTHOCUTENbHOM norpeLwHoCcTn

a-a

5 =479 1005 @
- a

rae a — HangeHHoe, a — NCTUHHOEe codepXKaHne KoM-

noHeHTa B cmecy (% mac.).

PesynbTaTtbl M X 06cyxaeHue

AHanu3 nannaduli-2annueebix Kamasu3a-
mopoe, codepxxaujux oOUH aKmueHbll KOMIMO-
HeHm. CnekTpoOoTOMETPUYECKUI aHaNKN3 KaTanuaa-
TOpPOB, coepXallumMx OAMH aKTUBHbIN KOMNOHEHT, Pd
unn Ga, He npeacTaBnsieT cobon CNoOXHOW aHanu-
TMYECKON 3a[a4M U MOXET ObITb BbINONHEH B Bapu-
aHTe 0QHOBOMHOBOM crekTpodoTomMeTpumn. Ha puc. 1
npeAcTaBreHbl CNeKTPbl NOrMOLEHNst PAaCTBOPOB WH-
avengyaneHbix conen Pd u Ga, cnekTpbl nornotue-
Hus komnnekcoB metannos Pd-MAP, Ga-T1AP. B 3a-
BMCUMOCTW OT TUMNa HOCUTENS onpeaeneHne MoxHO
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Tabnuua 2

KoHLEeHTpaLMUOHHbIE AMana3oHbl IMHERHOCTY, YpaBHEHWS! FpadyMpOBOYHbIX FpadhMKoB 1 KBaapaTbl Koadduum-

€HTOB Koppendaunn

. OnvHa [wana3oH nuHen-
OnpegensieMbii 2
O6paseLn BOJTHbI, HOCTH, YpaBHeHue R
3NEeMeHT
HM 10% monb/am®

Pd/ALO, Pd 235 0.2+10.0 A=0.0981C + 0.0338 0.9984
Ga/AlQ, Ga 235 0.2+10.0 A =0.0274C + 0.0541 0.9651
Pd/cnbyHnt Pd 520 0.2+3.0 A=0.1463C + 0.0699 0.9966
GalcnbyHut Ga 500 0.2+2.0 A =0.8137C + 0.0892 0.9998

BECTU 160 No co6CTBEHHOMY NOTMOLLEHNIO MeTanna,
nnbo no nornoweHuto ero komnnekca c MNAP. MNepBbii
BapuaHT NPYMEHNM NS aHanm3a kaTanm3aTtopoB Ha
OCHOBE OKCuAa anioMunHus. ITO CBA3AHO C TeM, YTO
anioMnHUIN Takxke obpasyeT komnnekc ¢ MNAP, cnegosa-
TenbHo, ByaeTt mewarts onpegenenunio Pd n Ga. Ons
aHanv3a kaTanu3aTtopoB Ha OCHOBE CUOYHMUTa MOXHO
ncnonb3oBaTtb 06a BapuaHTa, B Ka4ecTBe Npumepa B
paboTe NpuBeAeHbl pe3ynbTaThl aHanvMsa no BTOpo-
My BapuaHTy. CogepxxaHvne MeTannoB onpegensnm
no npeaBapuTEnbHO NOCTPOEHHBIM rPagyMPOBOYHbLIM
rpagomkam 3aBMCMMOCTU ONTUYECKON NNOTHOCTU A OT
KOHUeHTpauun metanna C. [JnanasoH fIMHENHOCTH,
aHanMTUYeCKME ANVHbI BOMH Y YPaBHEHNS rpadduKoB,
a Takxe KBagpaTbl ko3 dmumneHToB Koppenauum R?
npueegeHbl B Tabn. 2. Pesynsratel cnektpodoTome-
TPUYECKOro onpeaeneHns MeTannos B Uccneayemblx
KaTanusaTopax npeactaeneHsl B Tabn. 3. [nsa cpas-
HeHUs aHanm3 Tex ke 06pasLoB BbINOMTHEH METOLOM
ASC-UCI1. Nony4eHHble faHHbIE CBUAETENLCTBYOT O
TOM, YTO CNEKTPOPOTOMETPUYECKUIA METO NO3BOSS-
€T NpoBOAMTb aHanua katanuaatopos Me/cnbyHut n
Me/AlO, ¢ Toi xe TOYHOCTbIO, 4TO M MeToaom ASC-
UCI. JocToBeEpHbIX pa3nuuni mexay pesynsratamm
ASC-UCI1 n Co-onpeneneHus BbISIBIIEHO He ObINO
(t,.=2.20,t . =2.23 ansa=0.05, df=10). MNpocToe,
Hegoporoe obopyaoBaHue (NornoweHne B BUOUMON
0bnacT MOXHO U3MepPSATb U C MOMOLLbIO (POTOKOMO-
pPUMETPOB), ObICTPOTa WM3MEPEHUSI aHaANUTUHECKOIO
curHana npv eQUHWYHOW ANvHe BONHbI AenaeT Takon
BapvaHT aHanm3a KaTann3aTopoB 3KCMPECCHbIM 1 60-
nee pewwesbiM No cpaBHeHuto ¢ ASC-UCTT.

AHanu3 nannadul-zannueebix kamasnu3a-
mopoe, codep)xawjux 2 akmueHbIX KOMMNOHeHma.
Kak BugHo 13 puc. 1, cnekTpbl NOrMoWeHNs UHANBK-
AyanbHbix pactBopoB conen Pd n Ga un nx komnnek-
coB ¢ [MAP nepekpbiBalOTCs BO BCEM CNEKTPaSIbHOM
AnanasoHe, NO3TOMY Af151 aHanu3a kaTanv3aTopos,
coepawmx ABa akTUBHbIX KOMMOHEHTa, Obin nNpu-
MEHEH MeTOZ MHOrOBONHOBOW CNekTpodOoTOMETPUU
B codeTaHuu ¢ metogom PLS 2.

lMocTpoeHne MHoromepHoln PLS-rpagyvpoBku
3aKkmnyaeTcsl B yCTAHOBIIEHUN KOBapuauum mexay
3KCNepUMEHTanbHbIMN UCXO4HBIMU AaHHbIMKU X (Ma-
Tpuua NpeankTopoB) 1 nepeMeHHbIMK Y (MaTpuua oT-
KJIMKOB), 3HAaYEHUSI KOTOPbIX HEOOXOAMMO B ByayLLeM
npeackasbiBaTtb, M Kak MOXHO TouHee [27]. MNporpam-

Ma MpoOBOAUT OOHOBPEMEHHYI0 4EKOMMO3NLNI0 Ma-
Tpuy Xn Y anroputmom NIPALS (Non-linear Iterative
Partial Least Squares), pocturaa nx makcumansHomn
KoBapuauumu. B ToM criyyae, korga nMeeTcst HeCKosb-
KO OTKMMKOB Y (HECKOIBbKO KOMMOHEHTOB), MOXHO MO-
CcTpouTb ABe rpagyuposku — PLS 1 n PLS 2 [28]. Ha
npakTuke meto PLS 1 ncnonb3yioT ¢ LienbHo Bbluucre-
HWUS cogepkaHns O4HOro KOMMOHEHTA B MPUCYTCTBUM
apyrux. Metog PLS 2 no3BonsieT nocTponTtb 00Lyto
rpagyvpoBKy U Takum obOpa3om BECTU onpeneneHne
BCEX UHTEPECYIOLLNX KOMMNOHEHTOB.

MNpumeHuTensHo K cnekTpodoTomeTpun X = 3T10
mMartpuLa onTUYECKMX NOTHOCTEN PaCTBOPOB CMECEWN,
BbICTYMaKLLMX Kak obyyatowme, a Y — aTo matpumua
KOHLIEHTpaLWUin KOMNOHEHTOB B 3TUX cMecsix. Yncno
CTPOK B 06enx matpuuax paBHO KONMYECTBY CMecen
n. Yucno ctonbuos B matpuie X COOTBETCTBYET YuC-
ny ONfVH BOJH, @ B MaTpuue Y 4ucry KOMMOHEHTOB.
B kayecTBe 06y4valoWmx MCnonb3yT Nbo modenb-
Hble pacTBOPbI CMecew onpegensieMblX KOMMNOHEHTOB,
nnbo pacTBOpbl pearnbHbiXx 06pa3LoB C pa3HbIM COOT-
HOLLUEHMEM KOMMNOHEHTOB. BTOpoI BapuaHT npeanoyTy-
TenbHee, T.K. N03BOMNSET y4eCTb BIUAHUE MaTPUYHbIX
adppekToB. CogepkaHne KOMNOHEHTOB B pearibHbIX
obpasuax npegBapuTenbHO MOXET ObITb YCTaHOBIE-
HO NMoObLIM NoaxoasWmM meToaom [29].

B HacTosLWen paboTe ¢ uenbio yyeTa BAnsHNS
MaTpuLbl B Ka4ecTBe 0ByyatoLmx ncnonb3osanu pac-
TBOPbI, MONTyYEHHbIE MOCIE Pa3rIOXEeHNs KaTanmaa-
TopoB (1 % Pd-0.33 % Ga Ha ocHoBe cubyHuTa nnu
okcuaa anoMnHus), ¢ gobasrneHneM nepemeHHbIX
06bemMoB 4MCTbIX pacTBopoB conen Pdu Ga. Cornac-
HO pekoMeHAauuMsaM, CBA3bIBAIOLLMM ONTMManbHbIe
06bembl 0byyatoLmx BEIGOPOK C YMCIIOM onpeaensie-
MbIX KOMMOHEHTOB [22], 6bIfn NPUroTOBMAEHbI NO NATb

Tabnuua 3

PesynbraThl aHanusa katanvsaTopoB, coaepxalimnx
OWH aKTUBHbIN MeTann, metogamn CO n ASC-UCI

HangeHHoe cogepxaHne KOMMOHEH-
Katanunsatop Ta, % mac.
Co ASC-UCI
Pd/cnbyHut 1.00 + 0.03 1.02 £ 0.04
Ga/cnbyHut 0.37 £ 0.01 0.35+0.04
Pd/ALO, 0.91£0.04 0.92 +0.02
Gal/Al0, 0.31£0.01 0.30+ 0.02
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Tabnuua 4

Pesynbrathl aHanu3a katanusatopos, cogepxawumx Pd n Ga (% mac.), nonyyeHHble metogamu CO-PLS n ASC-

MCM (¢ =223 F._ =193, a=0.05)
Tun kaTanusatopa | Ne oBpasua MeTann C®-PLS A3C-MCn Foe e
1 Pd 0.78 £ 0.03 0.83+0.06 3.2 1.5
Ga 0.29 £ 0.01 0.28 £+0.03 1.2 1.8
Pd 1.04 £0.03 1.01+£0.03 47 14
Pd-Ga fonbynw 2 Ga 0.37 £ 0.02 0.37 + 0.06 15 0.08
3 Pd 119 +0.04 117 £0.09 2.3 0.57
Ga 0.37 £ 0.01 0.34 £0.12 8.1 1.2
1 Pd 0.84 £ 0.04 0.83+0.04 14.0 0.67
Ga 0.25+0.01 0.26 £0.02 12.8 0.51
Pd 1.01 £0.03 1.01 £0.02 18.4 0.05
Pd_Ga/Al203 2 Ga 0.32 £ 0.01 0.33+0.01 8.2 1.7
3 Pd 118 £0.03 116 £ 0.05 6.4 1.2
Ga 0.36 £ 0.02 0.37 £ 0.03 8.4 0.21

pacTBOpPOB AN KaTanu3aTopoB Ha Pa3HbIX HOCUTeE-
nsix. Mpu nocTpoeHun rpagynpoBOK NCMoMb3oBanu
MaKCUManbHO BO3MOXHOE A1 BblIGOPKU Takoro obb-
ema 4mcno rmasHbix komnoHeHT (FK) — 3, n onTumunan-
poBanu cnekTpanbHble gnanasoHbl. B rpagyvposke,
npegHasHayYeHHoW ANs aHanM3a kaTanu3aTopoB Ha
OCHOBE OKCMAa antoMUHKSA, UCNOSMb30BanN cCo6CTBEH-
Hoe nornouweHne metannos B obnactn 230-260 HMm.
[ina kaTanM3aTopoB Ha OCHoBE CUBYHMTA MCMONb30-
Basnu NormoLweHne KOMMNEKCOB Nannagus 1 rannus
¢ NAP B obnactn 350-600 Hm un 480-600 HM cooT-
BETCTBEHHO. KOHLIEHTpaL MM MeTansmoB B 06yyaroLwmnx
N TECTOBbLIX pacTBopax BapbupoBanu ot 0.3510° go
1.20-10-5 Mmonb/ am®. MOCTpOEHHbIE rPagyMpOBKM 0O bsC-
HAnKW He MeHee 94-98 % aucnepcun gaHHbIX NPeauK-
TOPOB M OTKNMKOB. [poBepKa rpagyMpoBOK Mokasana,
4yTO 0DOa MeTanna ygaeTtcst onpeaensaTb C OTHOCUTENb-
HbIMW norpeLwHocTaMu nopsigka 3—5 % oTH. Benunum-
Ha RMSEP coctaensna 0.0210° mons/am® ans Pd u
0.0110° monb/am® ana Ga, He3aBUCMMO OT TUMa HO-
cuTens.

3aTeM Mo NoCTPOEHHLIM rpagyupoBkamM Bbinu
npoaHanuanpoBaHbl Mo Tpu obpasua katannsaTtopos
Ha OCHOBE CUDyHMTa M OKCcMAaa antoMUHUA C pasHbl-
MU cofepXaHuamm meTannos. Te e obpasupbl Obinu
npoaHanuanpoBaHbl 1 MeTogom ASC-UCIT (Tabn. 4).
CpaBHeHwue pesynbTaToB, NofyYeHHbIX ABYyMSI METO-

aamp, no kputepuam CTblogeHTa n duwepa nokasa-
10, YTO 3HAYUMBbIX Pas3nMYUn B CXOOUMOCTU U cpea-
HNX 3HA4YEeHUSX HET. Taknm 06pa3oM, NOCTPOEHHbIE Mo
pacTBopam pearbHbix 06pa3uoB PLS-rpagynpoBku
no3eonsitoT npoBoanTb CP-onpeneneHne KOMMNOHEH-
TOB B KaTanuaaTopax C TOYHOCTbIO, He YCTynatoLLen
metogy ASC-UCTT.

B tabn. 5 npuBeaeHbl MeTPONOrMyeckmne xapak-
TEPUCTUKM NPeaSIoKEeHHbIX CNEKTPOOTOMETPUUECKUX
MEeTOAMK onpeaeneHns MeTannos B nannagui-ranmnu-
€BblX KaTanusaTopax. [JaHHble MeTOANKN XapaKTepu-
3YHOTCS BENTMYUHON OTHOCUTENBbHOM NOrPELUHOCTY Ha
ypoBHe 5 % OTH. M OTHOCUTESbHBIM CTaH4APTHBIM OT-
KrnoHeHneMm S, He npesbiwatomm 0.06.

AHanu3s cyxol modesibHOU cMmecu. ViHTepec-
HO ObIN0 OLEHNTb BO3MOXXHOCTb CMEKTPOGOTOMETPUM
B codeTaHun ¢ Metogom PLS ans aHanvsa o6pasuoB
Gornee CNoXHOro cocTaea, Unv Koraa, Hanpumep, Tpe-
OyeTcsa onpefensaTb Kak akTUBHbIE KOMMOHEHTHI, TaK 1
KOMMOHEHTBI, BXOASLLME B OCHOBY KaTanuaartopa. [ns
3TOro 6bina ncnonb3oBaHa cneumnansbHO NPUroTOBIEH-
Hasi MoZernbHasa CMeCb, UMUTMPYIOLLAS COCTaB Nanna-
OUN-peHneBoro kaTanuaaTtopa. Ha puc. 2 npuBeaeHsl
CNEeKTpbl paCTBOPOB peHUs (B BUAE NEppPeHaT-uoHa) n
KOMMJIEKCOB UccrneaoBaHHbIX MeTannos ¢ [NMAP B cpe-
4e auetatHoro bydepHoro pacteopa. KoHueHTpauun
BCEX MOHOB COOTBETCTBYIOT X COAEPXKAHUIO B MOZESb-

Tabnuua 5
MeTponornyeckne xapakTepucTUkM npeanoxeHHbix CO-MeToaMK aHanns3a nannaavn-rannmMeBbiX KaTanns3aTtopos
Yucno BapuaHTt nanasoH coaep-
Tun kaTtanusaTopa P Me A - Aep 0, % S
aHanuToB CnekTpodoTOMeTpUM XaHuii, % mac. '
Pd/AlLO, Pd 0.70-1.50 1.8 | 0.06
GalAl,0 OarosonHoBas, G 0.22-0.47 1.8 | 0.05
273 1 pacyeT no rpagynpoBOYHOMY a . : . .
Pd/cubyHut rpachuky Pd 0.20-1.20 1.9 0.05
Ga/cnbyHut Ga 0.12-0.57 5.7 0.01
Pd 0.70-1.40 2.6 0.05
- M )
Pd-GalAl,0, , e Ga 0.21-0.47 3.3 | 0.06
o4 GaleuBvr pacaermo FLs- Pd 0.60-1.50 50 | 004
y rpanyvpoBkam Ga 0.22-0.55 70 | 0.05
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Tabnuua 6
Ycnosust noctpoeHus PLS-rpagynpoBoOK Anst KaXX4oro KOMnoHeHTa u 3HadeHms RMSEP
KomnoHeHT [nanasoH KoHUEeHTpauun B pac- CnekTpanbHbin gua- Yucno MK RMSEP,
TBOpax, 105 monb/gm? nasoH, HM 10° monb/gm?®
Zr 10.00 + 15.50 300-500 8 0.55
Al 0.65+ 1.30 300-500 5 0.1
Pd 010+ 0.25 450-550 7 0.01
Re 013+ 0.55 235-500 8 0.02
Tabnuua 7
Pesynbrathl aHanmaa cyxon MoaernbsHon cmecu coctasa PdO-Re,O, / ZrO, -Al,0,-Na,SO, metogamu CO-PLS
n ASC-ACI
Komno- HanpgeHo komnoHeHTa, OTHOCUTENbHAA NOrPELUHOCTb,
F. .. =19.0 toon=278
HEHT % mac. (n =3, P =0,95) % raen raen
Co-PLS A3C-UCI Co-PLS AB3C-UCn F.. L.
ALO, 2.41+0.16 242 +£0.33 -3.8 -3.5 4.3 0.18
Pd 1.04 + 017 0.94 +0.04 3.9 -5.5 18.1 0.04
Re 4.82+1.21 4,90 £ 0.54 -3.6 -2.1 5.0 0.06
ZrO, 84.0+94 82.5+3.6 -0.9 2.7 6.9 0.57

Hou cmecu. Kak BUOHO, 0COBEHHOCTL UccneayemMon
CMECHU 3aKIo4vaeTcs, BO-NepBbIX, B TOM, YTO CNEKTPbI
KOMMEKCOB METarsnoB HE TONbKO CUIbHO NepeKkpbIBa-
I0TCS, HO U ABNAOTCA NogoOHbIMK B 06nactn 400-600
HM. Bo-BTOpbIX, BKNag oTAeNbHbIX KOMNOHEHTOB B 00-
LLie€ MOrJOLLEHNE CMECH CUITbHO pasnuyaeTcs, B HEN
NPUCYTCTBYIOT MUKpOKOMMNOHeHTbI Pd 1 Re, ye Bknag
B OMTMYECKYIO NNOTHOCTb MUHUMAIIEH, U MAKPOKOM-
NOHeHT Zr, ero Bknaa B obLiiee NornoLeHne cmecu
oKa3sblBaeTCa HaMbOMNbLUMM, TaK Kak KOHLEeHTpauus Zr
Ha OOWH-ABa Nopsiaka Bbllle KOHLEHTpauuin octanb-
HbIX KOMMOHEHTOB. PaHee MeTogoM MHOroOBOSIHOBOM
CneKkTpodOTOMETPUN B COMETAHMM C anroputmom PLS
2 Mbl peLuany aHanornyHble 3agadn, Ho OTAeNbLHO Ans
CMecen BeLLEeCTB, B KOTOPbIX IMOO npucyTCcTBOBaNm
MaKpO- N MUKPOKOMMOHEHTbI [23], TGO KOMMOHEHTHI
nmernu nogobHble CNEKTPbl, HO UX BKNagbl B NOro-
LLleHWe cmecH Obiny conocTaBumebl [24]. B naHHom criy-
Yae nNpeacTosno pewntb 6onee CNOXHY aHanMTu-
YecKylo 3aady, a MMEHHO, NpoaHanu3npoBaTb CMEChH,

A
1

0,8
0,6
0,4

0,2

Puc. 2. CnekTpbl nornowenusi Re(VIl) n komnnekcos Me—
MAP: 1 -Re(VIl), 2 - Pd-NAP, 3 - AI-NAP, 4 -Zr-NMAP.C__.,.
= 0.6 -10-°monb/am®, C, = 0.8-10-° mons/am®, C,, = 0.2:10°°
monb/am?, C, = 12.0-10°monb/am®

roe oTmevaeTcs kak nogobue CnekTpos, Tak U npu-
CyTCTBME MaKpPO- U MUKPOKOMMOHEHTOB.

Mpu noctpoeHumn PLS-rpagynpoBok BapbnpoBa-
nm o6bem obyuyatoLen BbiGopku 1 ynucno MK. BHava-
ne oby4aroLas BbIOOPKa, COrMacHoO pekoMeHaaumsam
no aHanuay CMecen BeLecTB ¢ Nogo0HbIMM cnekTpa-
Mu [24], 6bina cdhopmmnpoBaHa ns 19 cmecei. MNMoctpo-
€HHag rpagynpoBoyvHas mogenb npwu yucne MK = 11
no3Borsaa onpefensTb C NOrpeLHocTaMu He 6onee
5 % OTH. TonbKo ABa koMmnoHeHTa — Zr nAl. YTto kaca-
etcs Re v Pd, To norpelHoCTv nx onpeaeneHns oka-
3anuce 6onee 20 % oTH. [NpucyTCTBNE MUKPOKOMMO-
HEHTOB Hapsay ¢ nogobuem cnekTpoB notTpeboBano
yBenuyeHns oobema oby4atoLLer BbIGOPKU, TOYHOCTb
onpegeneHns Re n Pd yganock NoBbICUTb, UCNOSb-
3ys BbIOOPKY U3 24 cmecei. [py aTOM 4ONONHUTENb-
HO AN Kaxgoro Metanna 6bin nogobpaH cnekTparnbs-
HbIN Anana3oH u 4Yucno MNK. Ycnosusa noctpoeHus
PLS-rpagyupoBok, npu KOTOpbIX yaaeTca onpee-
NSITb KOMMOHEHTBI B MOAENbHBLIX pacTBOpPax cMecen
C HaMeHbLUUMK 3HaYeHusamn RMSEP, npenctaene-
Hbl B Tabn. 6. Onpegenenune Alu Zr MOXXHO NPOBOAUTb
B O[JHOM CMeKTpanbHOM auanasoHe, Ho yncno MK gns
Ka)kgoro komnoHeHTa Tpebyetca pasHoe. [nsa onpe-
penenunsa Pd n Re Heobxogmmo ncnonb3oBaTb bonee
Y3KYH CreKTparnbHyt 06nacTb, COOTBETCTBYHOLLYHO NX
MaKCMMarbHOMY MornoLeHuto. NpoBepka NOCTPOEH-
HblX PLS-rpagyvnpoBOK C MOMOLLIbIO TECTOBbLIX pacTBO-
poOB CMecen nokasana, YTo BCe KOMMOHEHThI yaaeT-
Cs1 onpeaensaTb C NOrpeLHOCTbI0, HE NPeBbILaloLLEen
6 % OTH., YTO CONOCTaABMMO C pe3ynbTaTamu aHanu-
3a Tex xe pactBopoB metogom ASC-UCI1.

3aTtem no nocTpoeHHbIM PLS-rpagynposkam
ObIN BLINOSIHEH @aHaNM3 PacTBOPOB, MOJYyYEHHbIX MO-
Cne pasnoxeHnsi Cyxon moaensHon cMecu. [ins cpas-
HEeHUs Te e pacTBOpbI ObINM NPOaHanNM3npoBaHbl Me-
TogoMm ASC-UCTI. Mony4yeHHble faHHbIe (B NepecyeTe
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Ha CyXyto CMecCb) NpvBeAeHbI B Tabn. 7. Kak BugHo, oba
MeToAa No3BOMNAT NPUMEPHO C OAMHAKOBOW TOYHO-
CTbl0 NPOBOAWTL @aHanM3 MoaenbHon cmecu. CnekTpo-
doToMeTpuieckuin aHanna nocne noctpoexnst PLS-
rpafyvMpoBKMN OKa3blBAeTCA 4OCTATOYHO MPOCTLIM 1
ObICTPbIM, NPM 3TOM OAHOBPEMEHHO MOXHO onpeje-
NSATb COAEPXKaHMS Kak Makpo-, Tak 1 MUKPOKOMMOHEHTOB.

3aknroyeHue

CnekTpooTOMETPUYECKNI METO MOXET ObIThb
yCMeLHO NPMMEHEH B aHanu3e katannsaTtopos. B 3a-
BMCMMOCTW OT COCTaBa KaTanv3aTopoB M NOCTaBIIEH-
HbIX 3a[a4 MOXXHO MPUMEHATb OAHOBOJTHOBYHO CMEK-
TPOPOTOMETPUIO UM MHOTOBOJTHOBYHO, B COMETAHUU
c metogom PLS 2. Btopoli BapmMaHT MeToda MOXeET
ObITb NCNONBb30BaH Kak A5l ONpeAeneHnst akTUBHbIX
KOMMOHEHTOB, TaK Y METAIIOB, BXOAALMX B OCHOBY
Kkatanusartopa. B 3aBucMmocTu ot uncna onpegense-
MbIX KOMMNOHeHTOB, PLS- rpagynpoBku MoryT ObITb Mo-
CTpPOEHbIl 3a 0AuH-ABa paboynx AOHA. 3aTeM UX MOX-
HO MCNONb30BaTb B TEYEHNE ANMTENBHOIO BPEMEHU
B PYTUHHOM aHanun3e 0gHOTUMHbLIX 00pa3uoB, TeM ca-
MbIM COKpaLlas CTOMMOCTb €4AMHWYHOIO aHanns3a Ha
aTane n3MepeHnsi aHanMTUYECKOro curHana, 4to sie-
nsetcsa ansrepHatneon metogy ASC-UCII. Ho, kak
1 nobyo Apyryto rpagynpoBKy B CnekTpodoToMeTpu-
YeckoM aHanuse, Ans obpasuoB MHOro cocTaBa Hago
OyneT cTpoutb HoByto PLS-rpagyvpoBky.
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