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Hccnenosana BO3MOMKHOCTb aTOMHO-IMUCCHOHHOTO OIPEIeSIeHHs OCHOBHBIX KOMIIOHEHTOB B
IIOPOIIKO0OPasHbIX MPobax ¢ BO30Y:KIEHUEM CIIEKTPOB B [Iyre IepPeMeHHOro Toka. J[yroeoi
WCTOYHUEK BO30YKIEHUS JIS OIPee/IeHIs OCHOBHBIX KOMIIOHEHTOB (DAKTHIECKU IIPUMEHTIOT
TOJBKO IPHU TPOBEIEHUH MPUOIMKEHHO-KOIUIECTBEHHOTO SMUCCHOHHOTO CIEKTPAIBLHOTO
aHaAIM3a TeOJOTHYECKUX OOBEKTOB. 3a/1a4a WCCIEOBAHUS COCTOSIA B CHIKEHUM IIOTPEIl-
HOCTH OIPE/ieIeHnsT MaKPOKOMIIOHEHTOB Mpo6 ykaszaHHbIM MertomoM. OOBEKT wmccienoBa-
HUSL — [UHK-QJTIOMOMEIHbIH KaTanu3aTop. CIeKTphl pEriCTPUPOBAIIM C UCIOIb30BAHNEM aB-
TOMATH3UPOBAHHOTO aTOMHO-3MHccHOHHOTO criekrpomerpa [l PC-458C, B kauecTBe IpHeMHH-
Ka M3JIy4eHus CIy:Kmia oroanexrpornas nprucraska PAI1-454 ¢ T13C-muneiikamu Toshiba.
Ocuosnoe ornmyane PIT1-454 oT aHATOTMIHBIX (POTOITEKTPUIECKUX aHATU3ATOPOB 3aK/II09a-
ercsl B HAJIMYUU CUCTEMbI JUHAMWYECKOTO HAKOILIEHWS, O3BOJIAIONIeH 6osee 9dhheKTUBHO
MIPOBOAAUTH OJHOBPEMEHHOE OIpE/ielIeHre MPHMecel W KOMIIOHEHTOB OCHOBBI IpO6bI. [l s
OIpeJIeJIeHNs MATPUIHBIX JIEMEHTOB B PEATBHBIX 00BEKTaX IOCTPOEHA IPALyUPOBOYHAS Xa-
PAKTEPUCTHEKA C UCIIOIBb30BAHUEM MOJIEIHHBIX CMECEH. ¥ CTAHOBJIEHO, YTO B3AUMHOE BIIUSIHUE
OIpeIeIIeMbIX 3JIEMEHTOB MATPHUIIHI B JyTOBOM Paspsje MPAKTHYECKH TOJHOCTHI0 HUBEJIH-
pyercs pasbasieHueM Ipob crekTporpadguaeckum Oydepom He MeHee ueM B 16 pas. IIpose-
JIEHHBIE WCCJIEIOBAHUS CBUETENLCTBYIOT O BO3MOKHOCTH WCIIOJNB30BAHMS JyTOBOTO ATOM-
HO-5MHCCAOHHOTO aHAJIM3A JIJIS OIIPEIeIeHNs B TIOPOIITKOBBIX IIPO0ax He TOIBKO MAUKPO-, HO U
MAKPOKOMIIOHEHTOB C YIOBIETBOPUTEIHHOU IOTPEITHOCTHIO.
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WITH A PHOTOELECTRIC SPECTRUM ANALYZER
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The possibility of atomic-emission determination of the main components in powder samples with
spectra excitation in an AC arc is studied. An arc source of excitation is actually used mainly in approxi-
mate-quantitative emission spectral analysis of geological objects for determination of the main compo-
nents. The goal of the study is to reduce the error of determination of the macro components of the
samples when using the aforementioned procedure. The object of the study is a zinc-aluminum-copper
catalyst. The spectra are recorded on a DFS-458C automated atomic-emission spectrometer. A photo-
electron attachment FEP-454 with a CCD-array (Toshiba) is used as a radiation detector in the spec-
trometer. FEP-454 boasts a system of dynamic accumulation which provides more efficient simulta-
neous determination of the impurity and sample base components. A calibration curve was constructed
using model mixtures for quantitative determination of the matrix elements in real samples. It is
shown that the mutual impact of the matrix elements in the arc discharge is almost completely leveled
by 16-fold dilution of the samples with a spectrographic buffer. The results of the study prove the possi-
bility of using arc atomic emission analysis for determination both micro- and macro-components in
powder samples with a satisfactory accuracy.

Keywords: atomic emission spectral analysis; photoelectric spectra analyzer; powder samples; cata-
lysts; macrocomponents.
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MHOros/1eMEeHTHBIN aHAIU3 TPYAHO pPasiaraeMbIx
00pasIoB, TAKUX KaK KaTAIU3aTOPhI PAZIUIHOTO CO-
CTaBa, MOYBBI, TOPHBIE TIOPOABL, PYAbl, MUHEPATIHI U
IIp., ABIAETCA aKTyaJlbHOU 3ajadyel, IpudeM Hapany
C MHKPOKOMIIOHEHTAMH HEOOXOAMMO OIpPEeIensaTh
¥ MaKpOKOMIIOHEHTHI B COCTaBE 3THX OOBEKTOB
[1-3]. Kax mpaBuiio, manuyio mpobiieMy peramT
IIyTeéM HCIIOJIb3OBAHUSA TaKHUX COBPEMEHHBIX METO-
mos amammsa, kak MCII-A9C u HCII-MC [4 - 6].
UcnonpsyioT Takxke Tiemomnui paspan mo ['pummy
[7, 8]. JlyroBoit uCTOUHUK BO30Y:KIEHUSA [JIA OIpe-
JAeJeHHUs OCHOBHBIX KOMIIOHEHTOB d)aRTI/I“IeCKI/I IIpu-
MEHSIOT TOJBKO IIPU MPOBEIEHUN MIPUOIKEHHO-KO-
JINYECTBEHHOTO 3MUCCHOHHOTO CIIEKTPAIHHOTO aHa-
mmusa (ITKACA) reomormuyecknx o6bexTos [1, 9]. Ao
CBA3AHO C HUBKOM TOYHOCTHIO CIIEKTPATBLHOTO aHa-
av3a Jajke TPU BBEJEHWH B HPOOy BHYTPEHHETO
cTaHaapTa, 0COOEHHO IIPU PETUCTPAIIAU CIIEKTPA Y-
roBoro paspsama (OoTOrpaUIecKuM  MEeTOIOM
(8-12 % ortu.) [10, 11]. Ogzako Ipu HCIIOIbB30BA-
HU¥M (POTOSIEKTPUIECKUX IIPUCTABOK A CIEKTPO-
rpadoB yaaerca AOOUTHCA 3HAYUTETHLHOTO CHHKE-
HUA IOTPEITHOCTeH ayroBoro Mmerona [1, 12].

ITens HacrosIeil paboThl — HMCCIETOBAHUE BO3-
MOMKHOCTH oIIpenejqeHUusA OCHOBHBIX KOMIIOHEHTOB B
MTOPOIITKO0OPA3HBIX HP00axX CHEeKTPAIBHBIM aTOM-
HO-OMHUCCHOHHBIM METOJIOM C BO30Y:KIE€HWEM CIIeK-
TPOB B Jiyre IEPEMEHHOr0 TOKa. B kauecTBe 00beKTa
KCCIEIOBAHMS  BBIOMpPAIH  I[UHK-AJIIOMOMEIHBIN
(ZnO - CuO - Al,O;) xaranguszarop, TPUMEHIEMbIH
1A cuHTe3a Meranoja. CIeKTphl PeruCTPUPOBAIIH C
KCIIOJIb30BAHWEM AaBTOMATH3UPOBAHHOTO ATOMHO-
amuccuonuoro cuekrpomerpa JPC-458C (HIIO
«Ceranm», r.Kaszaup, Poccusa) c¢ yHuBepcanbHBIM
SJIEKTPOHHBIM reHeparopom ¥I1'9-4. B xauecrse
MIPUEMHUKA U3JIyIeHUs B CIIEKTPOMETPE CIIYKUT (PO-
Tosnmexrponnas mpucraska PII1-454 ¢ I[13C-nunei-
xamu Toshiba, nmeronuMu pasmep sIeMeHTAPHOH
qyBCTBUTENbHOU guedku 8 X 200 MKM, YTO m[O3-
BOJISIET IIOJHOCTBI0 HCIIOAb30BATh ONTHYECKOE pas-
perienne coekrporpada. IIpoBemenue kadecTBeH-
HOTO ¥ KOJIMYECTBEHHOTO aHajam3a u 00paboTKa
W3MEPUTETBLHON HH(POPMAIMH  OCYIIECTBIAINCD
AHAIUTHIECKON mporpammol «Spectr», KoTopas
TaKKe yIpaBiIsgeT MCTOYHUKOM BO30OYIKIEHUS CIIEeK-
TPOB U TIPOBOJUT CMEHY JU(PPAKIIHIOHHBIX PEIIIETOK.
OcuoBubie orauyusa PIT[-454 or aHATOTHYHBIX
(hoTosmEeKTPHUECKUX AaHATHU3ATOPOB 3aKII0YAIOTCS
B HAJINWYHHN CHCTEMbl TUHAMHWYECKOI'O HAKOILJIEHHI
¥ BO3MOKHOCTH COXPAHEHUA IOIYyYEHHOTO CUTHAJIA
B dopmare EXCEL, yTo 1mo3BoideT IpOBOAUTH I0-
MIOTHUTEIFHYI0 MaTeMaTHYeCKyI0 06paboTKy C IIo-
MOIIIBIO Pa3/IMYHBIX IIPOTrPaMM. CI/ICTeMa AUHaAMHU4Ye-
cxkoro Hakormenus (CJ[H) mosBossier skcmomwmpo-
BaThb CUTHAJ KaKI0ro IpueMHHUKa CO CBOUM UHIWBU-
IyalbHBIM BpeMeHeM HAKOILJICHWs, T.e. MOKHO 3a-

IaBaTh PAa3HYI0 YyBCTBUTEIBHOCTH A KAKIOTO U3
IIPUEMHHUKOB. BTO II03BOJIIET KaK PaClIupPUTbh JTUHAaA-
MUYECKUH [MAlla30H OIpefenseMbIX KOHIEHTPa-
[WH, TaK ¥ aHAJIU3UPOBATDH IPOOBI, B CIEKTPE KOTO-
PBIX OHOBPEMEHHO MPUCYTCTBYIOT aHAIUTHYECKHE
JIUHUYA MaJIod ¥ OONBIIION WHTEHCUBHOCTH, HAIIPH-
Mep, Py OTHOBPEMEHHOM OIpEeNeIeHUN IpUMecei
U KOMIIOHEHTOB OCHOBBI HpO6bI.

CroekTpbl PErHCTPUPOBAIM IIPH  CIIEAYIOLIHUX
YCIOBHUAX: IIEPEMEHHBIH TOK — 7 A; BpeMd 3KCHO-
surnua — 30 ¢; aHATUTHYECKUH IIPOMEIKYTOK —
2,5 MM; mpoMesxyTouHas muadgparmMa — KpyIJiasd;
mens croexrpomerpa — 0,017 mv; gudppakIimoH-
Has pemrerka — 1800 mTp/MM; CIIeKTPATBHBIH 1a-
ma3zoHn — 230 - 350 um. Hcmonb3oBanmu yToJbHBIE
BJEKTPOAbI 0c4 — 7 —2: HIWKHHUH — C KpaTepoM
5 X 3,5 MM; BepXHHUH — 3aTOYeH HaA KOHYyC C ILJIO-
mankoir 2 Mm?. ComepiaHuA OIpeneIaeMbIX 3Je-
MEHTOB PAaCCUUTHIBAIU TI0 TPAAyUPOBOYHOMY Ipa-
¢uky, mocrpoennomy B Koopmunarax lgCy, — lgl,
rae Cy. — MaccoBasi 0JIs OIPeeIgIeMoro 3JIeMeHTa
B o0pasiie, ] — MHTEHCHBHOCTDH aHAIUTUYECKOMH JIH-
uuu. Ilepecuer comep:raHuA METAIOB B OKCHIHYIO
(hopMy TIPOBOJUIH C KCIIONB30BAHUEM TPOrPAMMHO-
ro obecneyenus «Spectr». [lna momydenus: rpamyu-
POBOYHOI XapaKTEPUCTHKU TOTOBUJIU WCKYCCTBEH-
HbIEe CMECH OKCHIOB 3ieMeHTOB. [y aToro mcxon-
HOe KOJIMYECTBO OKCUI0B InHKa, Menu (II) u axomu-
HHUS II0CIEIOBATENHHO pPa30aBIain TPaUTOBBIM
ropoinkoM B 4, 8 16, 32 u 64 pasa. Kak rpagyupo-
BOYHBIE, TAK ¥ AHAIU3UPYEMbIe CMECH MOPOIIKOB
TOTOBHJIM PACTHPAHKEM 00pA3I[0B B AIIMOBOM CTYII-
ke B Tedenue 30 muH. BHyTpeHHIOI0 cTaHmapTH3a-
U0 P06 He MPOBOUIH.

CorstacHO JUTEPATYPHBIM JAHHBIM HCCIIENY-
eMbIil o0paser] /OKEH YAOBIETBOPATH CIEMY-
oM TpedoBanuaM 1o cocraBy: CuO — 50 — 70 %,
ZnO — 20 - 30 %, Al,053 — 5 - 15 % [13]. IlosToMy
IPaJyUupPOBOYHYI0 XapaKTEPUCTHUKY [ OIpeiee-
HUS DIIEMEHTOB B PealbHbBIX 06pa3Iax CTPOUIIH C HC-
MOTb30BaHUEM 00pasila CpaBHEHHWsd, COAEeP:Kallero
60 % CuO, 25 % ZnO u 10 % Al,Os.

YpaBHEHUS TpPaIyHPOBOYHBIX XaPAKTEPUCTHK
IIJIS OTIpeJie/IeHN MaKPOKOIMIECTB METAITIOB B TPpa-
¢uroBoii ocHoBe mpuBedeHbl B Taba. 1. CpaBHH-
TEIbHO HUBKUH KOIPPUIMEHT KOPPEeIANNH I
QIIOMUHUS, BEPOATHO, CBUAETEIbCTBYET O HEI0CTa-
TOYHOM YHCJIe APaIeIbHbIX OIPeIeIeHUH.

[Tpu ananuse peanrbHBIX TPOO HEOOXOAWMO yUHU-
THIBATh B3AMMHOE BIHSHHUE OIPEIeIieMbIX DJIeMeH-
TOB MaTPHIIbI B AyroBoM paspsaze. Hada ycraHosie-
HHS MIPEIeioB dTOTO BIUAHUS AHAIU3UPOBAIHU pPe-
aJbHBIE 06Pa3ILI ITUHK-ATIOMOMEIHOTO KaTaIn3aTo-
pa (tabu. 2). M3 Tabm. 2 crnemyer, uto mobaBieHue
crekTporpadguueckoro 0ygepa mpakTU4ecKy MOIHO-
CTBhIO HUBEJ/IUPYET B3aUMHO€ BJINIAHNE KOMIIOHEHTOB
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Ta6auna 1. YpaBHeHUs rpaynpPOBOIHBIX XapAKTEPUCTHUE JJIS OIPEAEIEeHIUI MAKPOKOINIECTB METAIIOB B TPA(UTOBON OCHOBE

(n=23)
OmnpenenseMbrit Chter % CrexrpanpHasn YpasHenue perpeccii Koadpunment
DIIEMEHT JIVHUS, HM KOPPesAnun
Cu 60 288,293 lgCp, = 1,064lgI - 1,951 0,9997
Al 10 265,243 lgCy = 1,2421g1 - 3,039 0,9968
Zn 25 301,835 lgC,, = 1,3531g1 - 2,492 0,9999

Ta6JII/IIIa 2. PeBy.TII:TaTI:I aHanda3a o6pa3u03 OUHK-QJIIOMOMEIHOT0 KaTajau3aTropa IIpu ux paSﬁaBJIeHI/II/I CIIEKTPOCKOIIUNYEeCKHUM

6ydepom (rpaduTOBBIM HOPOIITKOM)

Haiineno, % Cymma

Pas6asnenune
7n0 ALO, Cu KOMIIOHEHTOB, %

4 paza 33,0 £ 1,9 85+1,1 42,2 + 3,2 83,7
8 pas 28,56 = 4,1 13,7 = 0,2 46,9 = 0,6 89,1
16 pa3 28,0 = 0,3 14,9 = 0,3 54,7 = 0,5 97,6
32 pasa 27,6 £ 0,8 17,4 = 0,1 56,6 = 0,1 101,6
CraHuPYOMNH IeKTPOHHBIN 43,4 + 3,0 16,9 + 0,4 38,4 £ 5,7 98,7

mugpockon (Hitachi S-3400 N)

OCHOBBI IIPOOBI Ipu ee paszbaBiieHuH TPaUTOBBIM
IIOPOIIKOM B 16 pa3 m OKOHUATEeIbHO — B 32 pasa.
B cBs3u ¢ orcyTrcTBHEM CTAHIAPTHBIX 00pasIoB
MPABUJILHOCTh OIPENENIeHNs OIEHUBAJU II0 COOT-
BETCTBUIO PErJIaMEHTHPYEMOMY HWHTEPBAIY KOM-
ITOHEHTOB, & TaKkKe [0 CyMMApPHOMY COMEP:KAHUIO
okcumoB ZnO, AlL,O; u wmeramaInyeckoi Menw,
MIOCKOJIBKY TOCTIETHAS HAXOIUTCA B KATAIU3aTOPE
B BoccraHoBieHHOM cocrosuuu [13]. Ha pesynbra-
TBI OTIPEIeNIeHUsA (POPMAa HIEMEHTa TPAKTUIECKH He
BIMSET, TAK KaK [PU TeMIeparype AyTH B rpadu-
TOBOM OCHOBE IIPOMCXOIUT BOCCTAHOBJIEHHE OKCHIA
Menu 10 MeTtamia. MecxoqHbli cocTaB KaTaausaTropa
OBLI MCCIETOBAH IIPHU MIOMOIIK CKAHUPYIOIIETO SIIEeK-
tpouHoro murpockorna «Hitachi S-3400 N» ¢ muk-
poanamuzaropom BIIC Bruker XSense. Pasmuuue
B TOJIyYeHHBIX MAHHBIX (cM. Tabia. 2) CcBsA3aHO,
OYEBHJIHO, C HEIOCTATOYHON OIHOPOIHOCTHIO COCTa-
Ba Kartaimusaropa. HeomHOpomHOCTH TPOGBI OYEHB
CHUJILHO BJIWSIET HA Pe3yJbTaThl OMpPeNeIeHUs CO-
craBa 00pasiia MUKPOAHATUTUYIECKON CHCTEMOU U
MPAKTUYECKH HEe CKA3bIBAETCS HA aTOMHO-dMHUCCHOH-
HOM OIIPEJIEIEHUH BCJIEACTBHE BBICOKOTEMIIEPATYP-
HOI T'OMOTEHU3AIHH.

Takum 06pasoM, HPOBEJEHHbIE HCCIETOBAHUS
CBUIIETEIHLCTBYIOT O BO3MOYKHOCTH WCITONH30BAHUS
JIyTOBOTO QTOMHO-3MUCCHOHHOTO aHAIN3a JIJIS OIpe-
JleJIeHus B MOPOIIKOBBIX TPO6ax He TOIBKO MHKPO-,
HO ¥ MaKpPOKOMITOHEHTOB.
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