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MpoBeaeHo cpaBHeHWe NpenernioB obHapyXeHUs U onpeaeneHnst aTOMHO-3MUCCUOHHBLIM CNeKTparbHbIM
aHanusoMm Meau, CBUHUA, Xenesa, KagMusa U LUMHKa B BbICOKOUYMCTOM OKCUAE antoMUHUSI MPWU MCMONb30Ba-
HUM rPagyupOBOYHBLIX 0BpasLOB Ha OCHOBE OKCMOOB M aueTurnauetoHaToB MeTannoB. CoenaH BblBOA O
BO3MOXHOCTMW 3aMeHbl OKCUAO0B aLeTunaleToHaTamu.

IIpu mpon3BOACTBE CUHTETHYECKOTO KOPYHAa OCHOBHBIM MCXOJHBIM MaTE€pPHAJIOM SIBJISIETCS BBICO-
KOUYHUCTBIH OKCHZ alOMUHHA. [IprCyTCTBHE MHUKpPONPHMECEH WM CIENHUANbHO BBEACHHBIX J00aBOK
U3MEHAET (U3MUECKHE TMapaMeTpbl BHIPAIIMBAEMBIX MOHOKpPHCTAIOB. [l ompeneneHus B
o-MoIu(UKALUU OKCHIA MUKPOIpPUMECEHl MOKHO BOCIOJIB30BaTbCA MAacC-CIIEKTPOMETPUUIECKUM,
PEHTIeHO(IYOPECIEHTHBIM MM 3MUCCHOHHBIM CIIEKTPalbHBIM aHanu3oM. [locnemHuii BciencTBue
JOCTaTOYHO BBICOKOH YyBCTBUTEIBHOCTH W MPOCTOTHI ANNApPaTypHOro o(OpMIICHHs NMPEACTABISIETCS
IPUBJIEKATEIbHBIM. B 3MUCCHOHHBIM CIIEKTPalIbHOM aHAJIM3€ B KaueCTBE IPadyHUpOBOYHBIX 00pa3LoB
TPaIUIIMOHHO HMCIIONB3YIOT OKCHIBI METAIIOB. B HacTosmiee BpeMsi B pa3iIHYHBIX METOJaX aHajIn3a
MIMPOKOE MPUMEHEHHUE MOyYMIIn [-AUKeTOHAThl MeTaiuioB [1-9]. LlenecooOpa3Ho M3y4nUTh BO3MOXK-
HOCTb ITPUMEHEHUS 3TUX BEILECTB IJIsl IPUTOTOBICHHS I'PalyHPOBOYHBIX 00Pa3LOB IPH IMUCCHOHHOM
aHaJln3e MPUMECHOTO COCTaBa O-MOAM(DHUKAIIMN OKCHIA ATIOMHUHUS.

B nacrosmeit padore npumensics crektporpad APC-8, ocHameHHbIH H3MEPUTETbHBIM KOMILIEK-
coM (hOTOINEKTPUUECKON pErucTpanyy 3MUCCHOHHBIX CIIEKTPOB, pa3paboTaHHBIM JlabopaTopueit
npukiagaoi crekrpomerpun PO HAH Ykpawnpl. OH COCTOUT W3 amnmapaTypHOH W MPOTpaMMHOI
yacreil. AnmapatypHas yacts (mpubop SM-CML6) ycranosnena Ha mecto oTorpaduyeckoil Kacce-
Thl. OHa cipoekTUpoBaHa Ha 0aze nuHEeWHbIX [13C hoTonprEMHUKOB, KaXKIBI U3 KOTOPHIX CONEPIKUT
3648 dorognonos pazmepom 8x200 mxm. Kaxneiii ¢poTonpuéMHUK mepeKpeiBaeT 29 MM CIEKTpa, U
JUISL pETUCTpallMU BCEro Iuama3oHa creKkTporpada ObUlo ycTaHOBIEHO 6 ceHcopoB. Kpome toro, B
COCTaB MPUOOpa BXOAAT CXEMbl CUHXPOHHM3ALUU U YNIPABJIEHUS, aHAIOro-1u(poBbie mpeodpaszoBare-
nu, MHTEp(EHCHBIE CXEMBI AJIS CBS3H C 0230BBIM KOMITBIOTEPOM.

Hcnonp3oBanu amekTpos! TpadUTOBEIe I criekTpanbHoro aHanmmza OCY 7-3 nuametpom 6 MM,
mumHON 50-60 MM. HikHUE 37EKTPOasI UMETH KpaTep TUaMeTpOM M TIIyOMHOU 4 MM, BEpXHHUE dJICK-
TPOJBI CTAUYUBAIH JI0 3.6 MM C AMaMETPOM U TIIyOuHOMN 5.0 MM U BBICBEPIUBAIN B HUX KaHAI JHAMET-
poMm 1.9 MM, rny6uHO# 5 MM. @oTorutactunsl ciekrporpadudyeckue MOC-01 obnaganu cBeTOUyBCT-
BUTEJBHOCTBIO 6 equHUL U pa3mepoM 13 Ha 18 cm.

Ycnosus portorpadupoBaHus CICKTPOB OBLIM CICAYIOUUMHE: CHJIa IEPEMEHHOIO TOKa IyTH 16 A,
¢baza mompkura 60°, yacTora MOMKUTAIONIMX MMITYJIbcOB 100 paspsmoB B CEKyHIY, aHATHTHICCKHUN
mpoMexkyTok 2 MM, mupuHa menna 0.015 M, sxcozunus 60 c. s kakaoro rpaxyupoBOYHOTO 00-
pasma (I'O) dortorpadupoBanu o Tpu criekrpa. DOTOIMIACTHHKH TIPOSBISLIIN, CYIIIIIA U (POTOMETPHU-
poBanu cieayoiue JuHuK B criektpax 'O, a Taxke (o Bozne Hux: Cu — 327.3; Fe — 248.3; Zn —
334.5; Pb—283.3; Cd — 326.1 um.

[TocemoBaTenbHBIM pa3daBieHreM okcuaoM amtoMuHus ['O Ne 1 roTOBHIIM CepHIo TpaTyHupoOBOY-
HBIX 00pasioB No 2-7. Jns pa3OaBiieHHs HCIIONB30BAIN OKCH TIOMUHUS O-MOAU(UKAIMHA C BO3-
MOKHO MEHBIIMM COJepXaHUeM IpHUMeced omperenseMbix 31eMeHToB. [lepen ucmnonb3oBaHHEM
OKCHJI allFOMUHUS IPOKATUBAIH B My (DeITbHOU MeYr B T€UeHHe TpeX Jacos mpu Temmepatype 1200 °C
U TIIATENHHO PacTHUPAIIH.

Macchl HaBeCOK alleTHIIAaLleTOHATOB (B mepecueTe Ha Mertamn) i npurortosieHus 'O Ne 1 co-
crassum 0.0978, 0.1382, 0.2015, 0.3164 u 0.2061 r mgna Pb, Cd, Zn, Fe(Ill) u Cu(Il), cooTBeTCTBEH-
HO, Macca HaBecku Al,Oz paBastach 4.0400 T.

Macchl HaBecOK OKCHI0B METAJIOB (B mepecdere Ha MeTaiut) ajs npurotosiaeHus 'O Ne 1 coctas-
i 0.0539, 0.0571, 0.0622, 0.0715 u 0.0626 r ans Pb, Cd, Zn, Fe(Ill) u Cu(Il), cooTBEeTCTBEHHO,
Macca HaBeckud Al,O; — 4.6927 1.
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Jus npurotosnenus 'O Ne 1 nmpumepro monoBuHy HaBecku Al,O; m paccuMTaHHBIE HABECKH
[-IMKEeTOHAaTOB MM OKCHUIOB METAIJIOB IMOMEIIAIN B CTYNKY M3 JeiKkocandupa, 100aBIsiIN 0CTaTOK
HaBecku Al,Oz 1 ATaHOIN (~5 MII.) M pacTUPAId CMECh B TEUCHUE NBYX YACOB. 3aTEM CMECh BBICYIIIH-
Baim o MK-nammoii (100 °C) u mpomomkany nepeMeriianue B Tedenre 30 MuH.

T'O Ne 2-7 ¢ maccoBeiMu gossimu (C, %) MeTanioB 0.1-1-10% roroBmmM MOCJIEA0BATEIbHBIM pa3-
Oasnenuem ['O Nel (tabn. 1). Ins npuroroBiieHus: 00pa3oB CMeCH TIIATEIbHO PAaCTUPAIU B MPUCYT-
CTBHH 3TaHoNa (~5 MJI) B TeUEHHE ABYX 4acoB, BbicymmBanu nojx MK-nammoit (100 °C) u nepememnu-
BaJH B TeueHre 30 MUH.

Paboune rpagynpoBouHbie 00pa3ipl TOTOBMIIM CMELIMBAHUEM B CTYIKE M3 OPICTEKJa B TEUCHUE
gaca Kaxa0ro u3 ['O ¢ yroJibHBIM MTOPOITKOM B MaCCOBOM OTHOIIICHHH 2:1.

[Tony4yeHHble 3Ha4eHHS MOYEPHEHUHN aHAINTHYECKUX JTUHUI MepeBOANIN B MHTEHCHUBHOCTH, UC-
MOJIB3YSl XapaKTEPUCTUUECKUE KpHUBbIe (oTomIacTHHOK. KpuBble cTponin no pesynsraraM GOoToMeT-
PHUpPOBaHHUS CIEKTPOB >Keisie3a, coTorpadupoBaHHBIX Ha MJIACTUHKU Yepe3 JIeBATHCTYIEHYATHIA OcC-
naduTenb.

dakTHYECKOE COJCpKaHUE DIIEMEHTa B I'PaIyMPOBOYHBIX 00paslax pacCUUTHIBAIN KaK CyMMY
HA4aJIbHOTO COAEPKaHMS U J0OABOK.

[To pesynbratam oromerpupoBanusi 'O i KaXKI0T0 3JEMEHTA TPHKABI MApaIeIbHO U3MEpS-
JI¥ aHAJIMTUYECKUE CUTHANIBI — PA3HOCTH NMOYEpHEHUs JTUHUU U QoHa (AS = §; - Sy), HaXoIUIH cpel-
HHe 3HaueHus AS., U cTpoun 3aBucumoctu ASg, ot 1g C. [lnsg Meau, CBUHLA U 5Kelle3a 3aBUCUMOCTH
AS,p, o1 Ig C 61u3KH K TMHEHHBIM 1py 3HaYeHUsX C B UHTEpBale 1-10'4—0.1%, 19 KaaAMUSA U [IUHKA —
B unrepsane 1-10°-0.1%. Ha puc., B KauecTBe mpUMepa, NPHBEICHA 3aBUCHMOCTD ASe, ot Ig C nns
Meu.

Tabauna 1. [IpurotosieHue rpafyupoBoYHbIX 00pa3noB Ne 2-7

Macca I[O6aBJ1$IeMOF0 Macca I[OGaBJ'IHeMOFO
0 0 )
NeTO C, % Ne nob6asnsemoro I'O 'O Nel, ALOs, T
2 1-107 1 0.50 4.50
3 1-10° 2 0.50 4.50
4 3107 3 1.66 3.34
5 1-107 3 0.80 7.20
6 5107 5 2.50 2.50
7 1-10* 5 0.50 4.50
AS
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Puc. 3aBucumocts AS,, ot norapudma maccosoii gomu Cu. 1 — 'O ¢ no6aBkamu OKcuaa Meau;
2 —T'O ¢ nobaBkaMu aneTUiIANeTOHATa MEH; ¥ — KOO (OULIMEHT KOPPEISIUT
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Jli1s BceX 3NEMEHTOB aHAIMTUYECKHE CUTHANBI, TIOMYyYeHHBIE C HCIIOb30BaHUEM JO0ABOK aIleTHII-
aIleTOHAaTOB METAJIJIOB, BBIIIE, YEM MIPH UCIIOIB30BAaHUH OKCHIIOB, IPUYEM B MOJIABIISIONIEM OOJIBIINH-
CTBE CIIy4aeB JOBEpUTENbHbIE MHTEpBabl AS,,, HaiJeHHbIE Ul JBYyX TUIIOB J00aBOK, HE NepeceKa-
10TCs (TUITMYHBIN IPUMep TIPUBEJIEH B Ta0II. 2).

BaxHBIMH METPOJIOTHYECKHMH XapaKTePUCTHKAMH METOAWK aHaIHW3a SBJSIOTCS Ipenen oOHapy-
xenust (LOD) u npenen onpenenenns (LOQ) aHanuTa — HAMMEHBIINE COJIEPYKAHMSI aHATHUTA, KOTOPHIE
MOTYT OBITh OOHApPY)KEHBI W KOJWYECTBEHHO OMpPEIENIEHBl C MOMOINBI0 JaHHONW METOAMKH aHalIHu3a
BellecTBa, coOoTBETCTBEHHO [10]. Ecnu U3 3HaueHus aHaJIMTHYECKOIO CHUTHANA pPe3yJbTaT XOJOCTOro
ombITa ((hoHA) y’Ke BBIUTEH, MPEEIOM OOHApPYKEHUS CUNTAIOT 3HAUYEHUE CTaHIAPTHOTO OTKIOHEHHS
XOJIOCTOT'O OIBITA (Sgon), YMHOKEHHOE HA k = 3 [10, 11], a mpu pacdere npenena onpeneacHus NpH-
nuMatoT k = 10 [11]. Haiinennsie no 30 nmapajuienbHbIM M3MEPEHHAM 3HAYEHUS Sgoq U COOTBETCTBYIO-
e 3HAYSHHs TIPeIeioB OOHAPYKEHUS U OIIPe/IeIeHUs IPUBEICHBI B Ta0I. 3.

Io rpamynpOoBOYHBIM 3aBUCUMOCTSIM

ASpy=a+blgC

3HAYEHHs TIPEAETIOB OOHAPYKEHHSI ¥ OMpPEEeNICHUS MEePecYnTald B KOHIEHTPAMOHHYIO IIKAITy
(tabmn. 4). Jlerko BUIETH, YTO MPH CO3JAHUU TPaTlyHPOBOYHBIX 00pa3lOB Ha OCHOBE aleTHJIALCTOHA-
TOB JIs1 OOJBIIMHCTBA M3YYEHHBIX METAIIOB MpEAeNbl OOHAPYKEHUS W ONpeAeNeHHs CYIIECTBEHHO
HWXE, YeM B CITydae IPUMEHEeHHs OKCHIOB, U JIUIIb B CIIy4ae KaJMUs 3TH XapaKTePUCTUKU MTpaKTHIe-
CKHM coBIaiatoT. TakuM oOpa3oMm, 3aMeHa OKCHIIOB [-AMKETOHATAMH METAJUIOB MPU MPUTOTOBICHUS
IPagyHpOBOYHBIX 00Pa3LOB AJISI SMHCCHOHHOTO CHEKTPAILHOTO ONpEACIeHUs] MUKPOKOJIMUYECTB Me-
TaJIJIOB B OKCHUJIE ATFOMIHHUS MTPECTABIISETCS IIeTIeCO00pa3HOM.

Tabanua 3. 3HaUEHUS Sgon, TPEETIOB OOHAPYKEHUS U OTIPEIETCHNUS
(B egMHMIIAX M3MEPEHUsI AHAIMTHUECKOTO CUrHajIa)

DieMeHT Sepou LOD LOQ
Cu 3.2 10 32
Pb 4.7 14 47
Fe 1.7 5 17
Cd 2.2 7 22
Zn 1.4 4 14

Ta6auua 4. [Ipenensr oOHapyKeHHS U ONpeAeNeHus pu u3rotosieHnu 'O
¢ nobaskamu okcuioB (I) m anernnaneronaros (I1) MeTaoB

I 11

dnement LOD, % LOQ, % LOD, % LOQ, %
Cu 4.10° 1-10* 2:10° 6-107
Pb 1-10° 2:10* 7.10°° 1-10*
Fe 4-10° 3-10* 2:10° 5107
cd 5.10* 2:10° 6-10™ 2:10°
Zn 5.10* 2:102 2:10* 3107
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Detailed comparison of the limits of detection and determination of copper, lead, iron, cadmium and zinc in
highly pure aluminium oxide by means of atomic emission spectroscopy with samples on the base of metal oxides
and metal acetylacetonates was performed. The conclusion is that oxides may be substituted by acetylaceto-
nates.
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Tadauua 2. Pe3ynbTarsl MapauiebHbIX H3MEPEHHUN U JOBEPUTEIIbHBIC HHTEPBAIIbI BEIMYMH aHATMTUYECKUX CUTHAIIOB IPayUPOBOYHBIX 00pa3IoB
¢ nobaBkamu aneTuialeTonara u okcuaa meau (11).
NTO _ CuO _ Cu(CsH;0,),

AS AS. ) JloBepuTenbHbIi HHTEpBAT AS AS AS.p 0 JloBepurenpHBINH HHTEpBAT AS
29 44

1 32 31 43 27-35 47 45 3.8 41-49
32 45
64 76

2 68 68 7.9 60-76 78 79 9.0 70-88
72 83
86 100

3 85 86 1.4 85-87 98 101 9.0 92-110
86 105
117 136

4 119 118 2.5 116-121 130 132 8.6 123-141
118 130
136 150

5 138 136 5.0 131-141 154 151 6.6 144-158
134 149

3 =y

i=1

1
-
i (AS, —AS,) |2

n-(n-1)

HOH BepositHocTH 0.95 1 uncina crenenet ceodoasl f = n-1.

X t0-95,f — HOJIyHIMPpUHA JOBEPUTCIIBHOTO MHTEPBAJIA, n — YUCJIO IMapalyICJIbHbIX U3MEPCHUH, t0’95’f— KOS(l)(i)I/IHI/IeHT CTIO,H@HT& JJI JOBEPUTEIIb-




