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BBEAEHHUE

B coBpeMeHHOM Mupe mpoOJIEMBl BTOPUYHOTO METAJUICOACPIKAIIETO CHIPhS
(BMC) umerot riobanpHbIi xapaktep. Ocoboe 3HaueHHE U MaciiTaldbl 3Ta mpodsiemMa
npuobpena B Poccun — ctpane ¢ OONbIION TeppUTOpUEH, Pa3BUTON METaILITyprUuecKoi
MIPOMBITTUICHHOCTHIO, MAaCIITAOHBIM MTPOU3BOCTBOM METAILICOIECPKAIICH MPOIYKIINHA U
HE MEHEE MacCIITaOHBIM NOTPEOICHUEM.

JloGplua MeTayuICOAEpKAILIET0 MHUHEPAIBbHOTO ChIpbsA, €ro oOorameHue u
U3BJICUCHUE IIEHHBIX KOMIIOHEHTOB, METAJLTYPrUYECKOE MPOU3BOCTBO, UCIOJIb30BAHUE
METaJIOB B MAIIMHOCTPOCHUM U JIPYTUX OTPACISAX MPOMBIIIIIEHHOCTH, B CTPOUTEIHCTBE
U JKU3HEOOECIIeUeHUN COIMPOBOXKIAETCS 00pa30BaHHEM METAJLICOJEPKALIUX OTXOJIOB.
Takue oTxoabl 00pa3yrOTCS HA Ka)KIOM ATare MPOU3BOACTBA — OT JOOBIYM IMOJIE3HBIX
HMCKOMAEMbIX JI0 TMOJYy4YEeHUsI TOTOBOW METAIUICOACpIKAIIECH MNPOAYKIMH: MAIlKH,
MEXaHM3MOB, MaTEpUalOB Pa3JIMYHOIO HA3HAYEHHS C TMOCIEAYIOWEH YTUIn3aluen
OTpaOOTaHHBIX MaTEPHUATIOB U TEXHUKH. DTH OTXOJbl CKAIUIMBAIOTCS B BHUJIE OTBAJIOB,
HaHOCS 3HAYUTEIbHBIN BpeJl OKpPY-Kalolllel cpeie.

C npyroit croponbl, BMC — BaxHEWIIMN UCTOYHUK YEPHBIX, IIBETHBIX, PEIKUX U
OsmaroponHbix MeTtamwioB. ColiepKaHHWE LEHHBIX KOMIIOHEHTOB B HEM MHOTOKPATHO
NPEBBINIAET TAaKOBOE B MHHEpaTIbHOM Chipbe. (OcobOoe 3Ha4YeHHE MPUIACTCS
0JIarOpoIHBIM METaJlJIaM.

OnHuUM U3 caMbIX PacpOCTPAHEHHBIX BUIOB BTOPUYHOIO CHIPbSl MIATHHOBBIX
metaiioB (ITM), Takux kak (Pt, Pd u Rh), sBiustorcs oTpaboTaHHbIE aBTOMOOHIIBHBIC
karaiu3aTopsl (OAK).

[TockonpKy aBTOKATAJIM3aTOP BBIMOJHSET (PUIBTpyIONTUE (PYHKIUHU, a, 3HAYMT,
npoucxoaut xumuueckoe orpasiienne OAK BemiecTBaMu, NPUCYTCTBYIOIIMMHU B BUJIE
nmpuMeceii B TOIUIMBE, TpeOyeTcs 3aMEeHSATh aBTOMOOWIIBHBIE —KaTaau3aTopbl
npubIM3uTeNnbpHO uepe3 Kaxasie 100 Toic. kM mpodera [1]. YuutsiBas Gombiioli 00bem
obpaszyromnuxcsi OAK u comepxkanus B HUX IUIaTHHOBBIX MeramioB, OAK crenyer
paccMaTpuBaTh Kak BaXHOE BTOPUYHOE CBIPbE [IJIsi MPOM3BOJCTBA IJIATUHOBBIX

MCTaJIJIOB.
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B Poccuiickonn ®@enepanuu CyLUIECTBYET JIMIIb HECKOJBKO MPOU3BOJICTB, TIIE
nepepabateiBaeTcs He Oonee 10 % OAK, Haxonsmuxcs B 3kciutyaTanuu. OCHOBHasI
9acTh OTPAOOTAHHBIX aBTOKATAM3aTOPOB OTHPABIIIETCS Ha mepepaboTKy 3a pyoex [2].
Opgnako 18 TOTO, YTOOBI OCYHIECTBIISITH TpaHcrpaHuuHble TmepeBo3kun OAK,
cornacHo [3,4] TpeOyercs mpemnocTaBUTh WHPOPMAIMIO O COJACPXKAHUHU HE TOJBKO
OyaropoHBIX, HO B TOKCHIHBIX emMeHToB (AS, Bi, Cd, Pb, Sh, Se, Te) 8 OAK.

B kadectBe 0o0BeKTa aHaiM3a OTPAOOTAHHBIE ABTOMOOWJIBHBIE KaTaIU3aTOPHI
MPEICTABIISIIOT COOOW CIOXKHYIO 3a7ady, OTJIMYUTEILHBIMU OCOOCHHOCTSAMH KOTOPOH
SIBJIIFOTCSI: MHOTOKOMIIOHEHTHBIM M HECTEPEOTUITHBINA COCTaB, HEOTHOPOJHOCTh MPOO, a
TaK)Ke€ OTCYTCTBHE aJIEKBATHBIX CTaHIAAPTHBIX 00PA3LOB COCTaBa. 3ajadya OnpeneseHus
[IM ¥ TOKCHYHBIX O3JIEMEHTOB B HIMPOKOM [MAna3oHe uXx comepxanumit (ot 10°
10 10! maccoBeix momeit %) B OTPaOOTAaHHBIX ABTOMOOWIIBHBIX —KaTalUu3aTopax
MPUBOJUT K HEOOXOAMMOCTH TPUMEHEHHUS BBICOKOUYBCTBUTEIHHBIX, CEJICKTUBHBIX U
BBHICOKOTOYHBIX METOJIOB aHaiM3a KAaK HWHCTPYMEHTAIBHBIX, TaK W JOMOJHEHHBIX
[peBAPUTEIbHBIM XUMUUYECKUM OT/IEJIEHUEM U KOHIIEHTPUPOBAHUEM AHAJIUTOB.

B wHacrosmieir pabore g pemieHds JJaHHOW 3aJaud  BbIOpAaH aTOMHO-
aOCOpOLIMOHHBIA METOJl, O00JIaJalolMid HOBBIMH aNNapaTypHbIMH PEIICHUSIMU —
BBICOKMM Pa3peIIeHHeM W HENPEPHIBHBIM HCTOYHUKOM CIEKTPA, COBPEMEHHBIM
MpPOTpaMMHBIM ~ OOECIIeYeHUEM, a TakkKe HEOOXOJAMMBIMU  METPOJIOTHYECKUMU
XapaKTEpPUCTUKAMH, YJIOBJIETBOPSIIOUIMMU TpeOOBaHUSIM pabOThl € BO3BPATHBIM
METAJJICO/IepKaIIeM ChipbeM. OJHOBPEMEHHO C OINPEIEICHUEM IIEHHBIX KOMIIOHEHTOB
B OAK »3ToT MeToa TO3BOJSIET KOHTPOJIMPOBATH COAECPKAHUE TOKCHUYHBIX
KOMITOHEHTOB, MOTJIOUIEHHBIX KaTAJIM3aTOPOM B MPOLECCE IKCILTYaTAIINH.

Pabota HanpasiieHa Ha pa3pabOTKy 1 KOMOMHUPOBAaHUE ABYX BapHUAHTOB aTOMHO-
a0COpOIIMOHHOTO aHaJiM3a OTPA0OTaHHBIX aBTOKATAIM3aTOPOB — HHCTPYMEHTAJILHOTO U
XUMHKO-CIEKTPAILHOTO. !

Coueranue MeToJa aTOMHO-aOCOPOIIMOHHOM  CIEKTPOMETPUU  BBICOKOTO

pa3penieHus ¢ DIIEKTPOTEPMUYECKON aToMu3alell M HENpPepbIBHBIM HCTOYHUKOM

! TlonaTHE HHCTPYMEHTAIBHOTO aHAIM3A HE ABIAETCA KAHOHHYECKMM (CTaHIapTH30BaHHEIM). B naHHOl paboTe OHO
OTHOCHUTCS K aHAJIU3Y PACTBOPEHHOW NPOOBI O€3 CIIeIMaIbHON CTAINHA XUMUYECKOTO Pa3/IejCHUs M KOHIICHTPUPOBAHUSL.
[pu mprMeHEHUN XUMUYECKOTO Pa3/ICiCHUs] K KOHIICHTPUPOBAHUsI B pab0Te HCIIOIB30BAH TEPMUH — XUMHKO-
CIIEKTPAJIbHBIN aHAJIU3.
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criektpa (OTAAC-HUC) ¢ copOIIMOHHBIM OTAEICHUEM M KOHIICHTPUPOBAHUEM II€HHBIX
(Pd, Pt, Rh) u Tokcmunwix (ASs, Bi, Cd, Pb, Sb, Se, Te) smeMeHTOB MO3BOJHIIO
paspaborath komruiekc MeTtojoB OTAAC-HUC wu cop6rmumonnoro OTAAC-HUC
ananu3a OAK ¢ yiydlieHHBIMM METPOJIOTMUECKMMHU XapaKTEpUCTUKAMU B JUara3oHe
conepaxanmii 10° — 10 % macc.

Heanb padorbl — nccaegoBaHUE M pa3padOTKa MHCTPYMEHTAIBHOW M XHMHKO-
CHEKTPaJIbHOM METOJIUK aTOMHO-abcopOimonHoro a"aimza OAK ¢ ynmydiieHHbIMU
METPOJIOTUYECKUMU XapaKTePUCTUKAMH HAa OCHOBE HOBBIX METOJIMUECKUX MOIXO0B.

JUist  JOCTHKEHUSI TOCTABICHHOW eI HEOOXOAMMO PpEIIECHUE CIIETYIOUIUX
3aja4:

— U3YYUTh XapakTEepHble OCOOECHHOCTH OTPaOOTaHHBIX AaBTOKATAIU3ATOPOB
KakK 00bEKTa aHaJIn3a;

— MPEIOKUTh PA3NTMYHBIE METOJMYECKHE TIOJIXOJbI TPUMEHUTEIBHO K
aToMHO-a0copOrmonHomy aHanuzy OAK Ha copepkaHue IUIATHHOBBIX METAIJIOB U
JIETYYUX TOKCHYHBIX KOMIIOHEHTOB;

— MCCJIEIOBATh BIMSHUE MAaTPUYHBIX U COMYTCTBYIOMUX KOMIOHEHTOB OAK
Ha OMpeEJeeHUe MUIATUHOBLIX METAJUIOB U TOTJIOMICHHBIX B MPOIIECCE AKCILTyaTalluu
TOKCUYHBIX AJIEMEHTOB;

— paszpaboTtarth WHCTPYMEHTAJIbHbBIE CIIOCOOBI HUBEJIMPOBAHUS
uHTEPPEPUPYIONTUX BO3JACHCTBUN HA OMPEEISIEMbIC dJIEMEHTHI,

— UCCNIeI0OBaTh U pa3padoTaTh METO/Abl COPOLIMOHHOTO KOHIEHTPUPOBAHUS
TOKCUYHBIX AJIEMEHTOB JIJISl TOBBIIMICHUS YyBCTBUTEIBHOCTH MX OTIPEICICHUS;

— pa3paboTaTth U aTTECTOBATh MHCTPYMEHTAJIbHBIE U XUMHUKO-CIIEKTPaIbHbIE
METOJIMKH aTOMHO-a0COPOIIMOHHOTO aHain3a OTPabOTaHHBIX AaBTOKATaJIU3aTOPOB C
YIIYYIICHHBIMA METPOJIOTHUYECKUMU XapaKTePUCTUKAMU;

— BHEJIPUTH pa3paboTaHHbIE METOJIMKH B IPAKTUKY paboThl McnbiTarensHOTO
AHAJTMTUKO-CEPTU(PUKAITMOHHOTO IIEHTpa HHCTUTYTA [ upenmer.

Hay4ynasi HoBU3Ha

1. [Ipennoxxena u peanu3oBaHa KOMOHUHAIIMSL HOBBIX METOJUYECKUX

Ioaxoa0B C HCIIOJIB30BAHHUCM MCTOIa aTOMHO-a6COp6HHOHHOﬁ CIICKTPOMCTpHUHU C
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HenpepblBHBIM ucTouyHUKOM criektpa (OTAAC-HUC) npumenutensHo k OAK —
MHCTPYMEHTAJIbHBIN (IpsiMoil) aToMHO-abcopOmonHblii aHanu3z OAK Ha comepxaHue
Pd, Pt Rh u Pb wu copOnroHHO-aTOMHO-aOCOPOIIMOHHBIN aHaIu3 (XHMHKO-
CIEKTpalibHBIN) Ha cofeprxkanue As, Bi, Cd, Sh, Se u Te.

2. B pamkax manHONW KOMOWMHAIMKM OXapakTEepPU30BaHbI TOTCHIIMAIBHBIC
Bo3MoxkHOCTH Metoga DOTAAC-HUC, Bnepsble mpumeHeHHoro misg aHanuza OAK,
MPEJIOKEHBl HOBBIE CIOCOOBI TIPOOOMOATOTOBKH, OOOCHOBAaHBI W YCTAHOBJICHBI
TEMIIEpaTypHO-BPEMEHHBIC  YCIIOBHUSI ~ aHalu3a,  OICHEHBI  METPOJOTUYECKUE
XapaKTEPUCTHUKHU.

3. BblIsiBIIeHBI M OXapaKTepu30BaHbl MCTOYHUKH BIUSHUS Ha PE3yJbTaThl
WHCTPYMEHTAJILHOTO  aHalli3a — MATPUYHBIE ©  COIYTCTBYIOIIUE AJIEMECHTHI.
[IpensiokeHsl U peasin30BaHbl MyTH MUHUMHU3ALMK 3TUX BIUSHUU.

4, [Ipennoxen wu  pa3paboTaH cHnocod® TpPYNIOBOrO  BBIAEICHHUS U
KOHIIGHTPUPOBAHMS TOKCHUYHBIX AJIeMEHTOB M3 pacTtBopoB OAK c¢ wucnosb3oBaHuem
HOBOTI'O I'PaHyJUPOBAHHOTO S,N-conepxariero KOMILIEKCOOOPa3yroIIero
TETEPOIIEITHOTO MOJIMMEPHOTO COPOCHTA B KaU€CTBE MPEIBAPUTEIHHON CTAIUA XUMHUKO-
CIIEKTPAJILHOTO aHAJIH3a.

Teoperuyeckasi U NPaKTUYECKAS 3HAYUMOCTH PadoOThI

1. OxapakTepu30BaHbl  OCOOCHHOCTH  OTPAa0OTaHHBIX  aBTOMOOMIBHBIX
KaTaJlu3aTOPpOB KaKk OOBEKTOB AHAIMTUYECKOTO KOHTPOJIS, CHOPMYITHPOBAHBI
TpeOOBaHMSI K TIEPEUHIO OMPEAENSIEeMbIX DJEMEHTOB, JHUAMA30HY WX COJCP’KaHUM,
METPOJIOTUYECKHM XapaKTePUCTUKAM METOI0B aHAIH3a.

2. [IpoBeneHa KOMIUIEKCHAs OIEHKAa AHAJIWTHYECKHX  BO3MOKHOCTEH
BBIOPAHHOTO JJISl IOCTHIKEHUS TTIOCTABICHHOM 1IeJI aTOMHO-a0COPOIIMOHHOTO aHaIN3a C
HETMPEPHIBHBIM HUCTOYHHUKOM CIIEKTPa B MHCTPYMEHTAJILHOM M XHMHKO-CIIEKTPATHLHOM
BapUaHTaX HAa OCHOBAaHUM WCCIICIOBAHUN BO3MOXKHBIX TIEPCIIEKTUB, TIOMEX U
orpanudeHuii. Pa3zpaboTanbl CHnocoObl MPAKTUYECKOW peanu3aiul  pe3yIbTaTOB
HUCCIIEOBaHUH.

3. Pa3pabGoTtansl u arrecroBaHbl Ha 0a3e MPEJIOKEHHBIX MOIXO0B HOBBIE

METOAUKHU HHCTPYMCHTAJBHOTO u XUMHUKO-CIICKTPAJIbHOI'O OIpCACICHUA
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periiameHTupyembix  anemMeHToB OAK ¢ ydyylleHHBIMH  METPOJIOTHYECKUMU
XapaKTEPUCTUKAMHU.

IToJ10:keHNs1, BBIHOCUMbIE HA 3AIUTY

1. PesynbTaThl uccienoBanusi ocooeHnocteit OAK kak 00bekTa XMMHUYECKOTO
agaims3a © aHaaurudeckux Bo3MmoxkHocten ODTAAC-HUC B xoMOuMHAImm ¢
IPEMIOKEHHBIMA METOJUYECKUMH TMOAXOJAaMU B KadeCTBE YHHBEPCAJIBHOIO METOJA
onpeeeHus TUIATUHOBBIX METAJJIOB M TOKCUYHBIX 3JIEMEHTOB.

2. Pesynbratel uccnenoBaHus MaTpuyHOro 3(dQexta mpu OnpeneacHUH
IUIATUHOBBIX M TOKCHYHBIX 31eMeHTOB B OAK meromom DTAAC-HUC, a Ttakxke
CIOCOOBI X yY€Ta U MUHUMU3AIUH.

3. Pe3ynbTathl WCCJIEI0BAHHUS IpyHIoOBOro COpPOLIMOHHOTO
KOHUEHTPUPOBAHUS  TOKCHYHBIX  3JEMEHTOB HOBBIM TpaHylIUpoBaHHbIM  S,N-
COJIEpKalIIM  KOMILJIEKCOOOPA3yIOIMM Te€TEepPOLEHBIM IMOJUMEPHBIM THOPHUIIOM-
cop6entom DJIK-MTX.

4, Pa3paGoTanHbie W aTTECTOBAHHBIE METOJMKM HHCTPYMEHTAIBHOIO U
XUMHUKO-cnekTpajgbHoro anamuza OAK ¢ ydydlieHHBIMM — METPOJIOTrMYECKUMHU
XapaKTEPUCTUKAMHU.

CreneHb J0CTOBEPHOCTH M anpodanusi padoThI

JIOCTOBEPHOCTh PE3YJIbTATOB JIUCCEPTAMOHHOTO HMCCIEIOBAaHUS MOATBEPXKICHA
METOJI0JIOTHEN BBIMOJHAEMON pabOThl, B OCHOBE KOTOPOH JICKHUT METPOJOTHUYECKOE
000OCHOBaHHE U TMOATBEPXKJCHHWE TOYHOCTH IMOIYYaeMbIX pPe3yJbTaTOB IOCPEICTBOM
MEXMETOJHBIX CIMYEHUH C HCIOJb30BAHUEM AaTTECTOBAHHBIX METOAUK, METoJa
n00aBOK, METO/Ia BAPbUPOBAHUS HABECKU U CIIOCO0A «BBEJICHO-HAMIEHO» Il KOHTPOJIA
IPaBUJIbHOCTH.

OcCHOBHBIE pe3yJbTAaThl HUCCJIENOBAHUM JIOJOKEHBI Ha MeXIyHapoaHOM
cumnosuyme 20% International Symposium on Separation Sciences (ISSS 2014)
(r. Ilpara, 30 aBrycra — 2 cents6ps 2014 r.), IV Bcepoccuiickom cummnosmyme c
MEXIYHApOJHbIM ydacTHeM «Paz/ieieHue M KOHILIEHTPUPOBAHUE B AHAIMTUYECKON
xumun U paauoxumum» (r. Kpacnomap, 28 cenrsabps — 04 oxtsa6ps 2014 r1.),

MesxtyHapoHoii kordepentuu 18™ Annual Meeting of the Israel Analytical Chemistry
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Society Isranalytica 2015 (r. Tens-ABuB, 13-15 sBaps 2015 r.), MexayHapoaHOM

cumnosuyme 21% International Symposium on Separation Sciences (ISSS 2015)
(r. JIro6nsna, 30 wmions — 3 wmrons 2015 r.), Il Beepoccuiickoit  koHpepeHIMH 10
aHAJIMTUYECKOW CIEKTPOCKONMUU C MEXAyHapoJaHbiM yyactueM (r. KpacHonap,
27 centsa6psa — 03 oxra6psa 2015 r.), Mexaynapoanom cummnosuyme 17™ International
Symposium on Advances in Extraction Technologies (r. I'yanwkoy, 7-11 Hosi0ps
2015 r.), XXI MexayHnapoanoit YepHsieBCkol KOH(PEpEHITMN MO XUMHUU, aHATUTUKE U
TEXHOJIOTUM TUTATUHOBBIX MeTauioB (r. Bepxwss [lermma, 14 — 18 wosiOps 2016 T.),
EBponetickoit koHdepeniuu no ananutuueckoit xumuu EUROANALYSIS 2017 (r.
Crokronem, 28 aBrycra — 1centsaOps 2017 r1.), MeXayHapogHOM CHUMIIO3UYME
23 International Symposium on Separation Sciences (ISSS 2017) (r. Bena, 19 — 22
centsaops 2017 r.), Tperbem cbe3ae aHanmutukoB Poccuu (r. MockBa, 8 — 13 okTa0ps
2017 r.), Mexnaynapoanoii konpepenuun 7 Edition of International Conference and
Exhibition on Separation Techniques (r. bepnun, 05 - 07 utons 2018 1.).

Iyonukanuu. Ilo wMarepuamam paboThl omyOJuMKoBaHbI 4 cTaTbu B
pELIEH3UPYEMBIX KypHaiax, BXoJaiux B nepeueHb BAK, u nonyden 1 naTeHt:

1. Eskina V.V., Dalnova O.A., Baranovskaya V.B., Filichkina V.A. Analysis
of the incinerator waste emissions of the toxic elements by sorption atomic absorption
method with electrothermal atomization and continuum source // Journal of Analytical
Chemistry. — 2015. - V. 70.- No. 10. - pp. 1083-1086.

2. Vasilina V. Eskina, Olga A. Dalnova, Daria G. Filatova,
Vasilisa B. Baranovskaya, and Yuri A. Karpov. Separation and concentration of
platinum, palladium and rhodium from exhausted automobile catalysts solutions using
heterochain polymer S, N-containing sorbent with subsequent theirs determination by
high-resolution continuum source graphite furnace atomic absorption spectrometry //
Talanta. — 2016. — V. 159. — P. 103. DOI:10.1016/j.talanta.2016.06.003

3. AnekceeBa T.1O., KapnoB IO.A., MlamsnoBa O.A., Ecexkuna B.B.,
bapanoBckas B.b., T'op6atoBa JI.JI. CoBpemMeHHOE COCTOSIHUE U MPOOJIEMBI
AHATTUTHYECKOTO KOHTPOJISI OTPabOTaHHBIX aBTOMOOMIBHBIX KaTanmuzaTtopoB (O630p) //

3aBojckas taboparopus. Jluarnoctuka Mmarepuanon. — 2017.— T.83.— Ne 11.—- C. 5.
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4. Ermolin M.S., Fedotov P.S., Ivaneev A.l, Karandashev V.K,

Fedyunina N.N., Eskina V.V. lIsolation and quantitative analysis of road dust
nanoparticles // Journal of Analytical Chemistry. — 2017. - V. 72. - No. 5. - P. 520.
5. [Tatent 2660148 Poccuiickas @enepanus. 05.07.2018. Criocob nmomyyeHus
copOeHTa i U3BJIeUeHUs celeHa, teyurypa. Jlamsaoa O.A., Ecvkuna B.B., JlanbHOBa
10.C.,, Py6uoB B.H,, CKpUITHHKOB B.H., [IIeBueHKO E.B.
http://www1.fips.ru/wps/portal/IPS_Ru#1534164277832
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I''/TABA 1. OTPABOTAHHBIE ABTOMOBUJ/IBHBIE

KATAJIM3ATOPBI - BO3BPATHOE CBIPBE IINIATUHOBBIX METAJIVIOB.
OB30P JIMTEPATYPBI

1.1 OrpabGorannbie aBTOMOOWJIbHbIe KaTaau3atopsl (OAK) kak o0bekT

AHAJIUTHYICCKOI0O KOHTPOJIA

ABTOKaTaiau3aTop MNPEACTaBIsgeT CO00M METaUIMYeCKUd WIM KepaMUYeCKUil
010K (puc. 1), UMEIOIINKA MOPHUCTYIO COTONOA00HYIO CTPYKTYpY (pHC. 2), MOKPBITYIO
CBepXy ciioeM Te(doHa U OKCHUJIa aIFOMHHUS, HA KOTOPbIA HAHOCATCA KaTaIUTHYECKU
aktuBHble [IM — mnaruna (Pt), mammagumii (Pd) u poamit (Rh), yro mo3BosseT
MaKCUMAaJIbHO YBEJIMYUTH IJIOMIAh KOHTAKTa METajla ¢ Ta3aMu JJisi UHTEHCU(UKAITUU

MIPOIIECCOB PA3NIOKEHUSI aBTOMOOMIHHBIX BBIXJIOTIOB.

Kopnyc raramnWzaropa
M3 HEPEAFCOMENR CTANMN CnoR M3onauymH

OuMmeHHHE
BN ONHEE Taxu

TennoMsoNALHOHHEIR
aEpaH
MecTo nepeoro
KMONOPOAHOTD A3THHED

OcHornoN
ACTHEHHEN WaTepMan
IdTaAnNHIaropa

Heo4yHieHHEI2
BRIXAONMHBIE M3kl OcHOBHaA PEaKUH A
HC CO+12 02=C02

CO  Carbon Monouide AXTHEHLIA MaTEepHan
NOX  Marogen Oxido Karanuaaropa: Oude Celid
Crabunuzaropel:

PLPdRN (PlatnumPaladium Rhodum)

HAC23 CR=2C02+ 220
CO+NOK=COZ+NZ

Pucynok 1 — YcTpoiicTBO aBTOMOOMIBHOTO KaTajau3aTopa



Pucynok 2 — [lopucras cTpykTypa Karajiuzaropa

1.1.1 Poab INIATHHOBBIX METAJJIOB B OCYHIECTBJICHMH KATAJIMTHYECKOM

HelTpaaIu3auuu

CyIIHOCTh KaTaJMTHYECKON HEHTpaau3aluy 3aKJII0YaeTcs B XUMHUYCCKUX
peoOpa3oBaHUAX BPEIHBIX BEIIECTB B MPHUCYTCTBUU KAaTATMTUYECKH aKTUBHBIX [IM,
YCKOPSIOIINX TPOTEKAHUE XUMHYCCKUX PEaKIUi, BCICICTBHE KOTOPHIX 3TH BEIISCTBA
npeBpamiaroTcs B 0e3BpeHbIC IS YeJIOBEKa M OKpYKarolei cpeipl. Tak, BBIXJIOMHbIE
ra3el (OKCHIBI YTJIEpOJa M a30Ta) MPOXOIAT CHadala Yepe3 BOCCTAHOBUTEIBHBIN
KaTanu3artop. IToT mporecc ocymecTristor Ir, Rh u Pt. Tak, Rh BoccranaBmuBaet
okcunel azora (NO) no mosekyssspHoro aszora (Nz). 3atem, B Jeno BCTyHarT
OKHMCIUTEIbHbIE KaTanu3atopbl — Pt m Pd, mpousBojsiie OYMCTKY MOCTYIHBIINX
BemiecTB: okcuabl yriaepoga (CO) OKHCHSIOTCS 10 HETOKCHYHOTO YIJICKHCIIOTO
raza (COy) [5].

B kadectBe Osioka B aBTOMOOWJIBHBIX KaTaJlM3aTOpPax HCIOJL3YIOT Pa3IdYHbIC
BEIIECTBAa, YCTOWYMBBIE B YCJIOBHSIX KAaTaJUTHYECKOTO IPOIlecca, HAMpUMEpP, OKCHI
ATIOMHUHMS, CUJIMKAreib, CHIIMKAThl, aKTUBHBIC YT, KOPAUEPHUT. Peke HCTHOIB3yIOT
METaJUTbI (HEPIKaBEIOIME CTaM, aJlOMHUHUAEBBIC CIIaBBI U Ap.) ¢ go0aBineHueM Y u HF,
KOTOPBIE CIIOCOOCTBYIOT YJIYYIICHHIO KATAIUTUYCCKUX, DICKTPUUYECKUX CBOWCTB H

YBCIIMYNBAKOT CTOMKOCTh K CTApPCHUIO.
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Ha mnoBepxHOCTh 0JI0KA HAHOCUTCS NPOMEXKYTOUHBIM CIIO aKTUBATOPOB,
COCTOAIIMUA M3 OKCHAOB AJIOMHUHMS, OKCHUJOB MarHus M CHJIMKATOB. 3aTeM IIyTeM
KOHJICHCAIIMW HAHOCAT Karajautudeckuid marepuas — Pt wim Pd u Rh. CootHomienne Pt
u Rh cocraBaser 5 : 1. C nHawyama 90-x rogoB Mporpecc B TEXHOJIOTHMH HAHCCCHHMS
MOKPBITUI IMO3BOJIMII MCTONB30BaTh Takxke cooTHomenus Pd:Rh ot 5:1 mo 9:1 m
TpuMmetaunueckue karaiauzatopsl (Pt:Pd:Rh ot 1:14:1 no 1:28:1). B 3aBucumoctu ot
pa3Mepa KaTanusaropa ucnoisdyercs 3-7 r Pt, 1,5-5,0 r Pd u 0,8-1,5 r Rh.

Ho 1995 roma Ha aBTOTPAHCHOPTE MCHOJB30BAIACH IPEUMYIIECTBEHHO
IJIATUHOBBIE KaTalu3aTopbl. B nanpHelieM B KaTaau3aTopax IW3eNIbHBIX JABUTaTeNeh
JIOPOTOCTOSIIIYIO IJIATUHY YaCTUYHO YIAJIOCh 3aMEHUTh Ha Ooyiee JEHIeBbId 3JIEMEHT
IUIATUHOBOW IPYIIIBI — Najutaaui [2].

[MannanueBble aBTOMOOWJIBHBIE KAaTaIM3aTOPhl XapaKTEPU3YIOTCS MEHbBIIEH
3¢ (HEKTUBHOCTHIO 10 CPABHEHMIO C IJIATMHOBBIMH aHAJIOTaMU B PEAKIMSIX OKHUCICHHS
IPOAYKTOB HEMOJIHOIO CrOpaHusi, OJHAKO MM CBOMCTBEHHA M MEHbIIas aKTUBHOCTh B
peakiuu okuciaeHus auokcuaa cepol (SO2) mo cepuoro anruapuga (SOsz). To ecthb
JU3ebHbIE aBTOMOOWJIM C YCTAaHOBJICHHBIMU Ha HUX IUIATUHOBBIMU KaTaau3aTOpaMu
JOJDKHBI pab0TaTh HA JOPOTHX COPTAX IU3EJbHOIO TOIJIMBA C HU3KUM COJIEpKaHHEM S.
B cBi3su ¢ oOSTUM TOpH  COOTBETCTBYIOLIEH J0pabOTKe MasulaJueBble WU
KOMOMHHMPOBAHHBIC IUIATUHO-TIAJUIAJUEBbIE KAaTalU3aTOPbl 3aMEHSIOT TPaTUIMOHHO

NPUMEHSIEMbIE IJIATHHOBBIC KaTaIn3aTophl [6].

1.1.2 OtpaGoTaHHble ABTOMOOMJIbHBIE KATAJAN3aTOPbl KAaK BTOPHYHOE

chIpbe IVIATHHOBBIX MeTasl10B (ITM)

N3-3a 0coOeHHOCTEH XMMHYECKOIO COCTaBa TOIUIMBA M IPOLIECCA €r0 TOPEHMs
KaTaJM3aTophl AJIsi OCH3MHOBBIX JBUTaTeNel Oazupyrorcs Ha cucreme Pt — Pd — Rh,
npudeM kojmdectBo Rh B oOmieit 3arpy3ke [IM 1o Mepe COBEpUICHCTBOBaHHUSI
KOHCTPYKIIMU JBHTaTeNeH monmkaerces ¢ (17 — 20) % mo (9 — 11) %. [6, 7].

B Ttabmuue 1 npuseneno coaepxkanue [IM B kaTamuzatopax ajisi HEKOTOPBIX

Mapok aBTomoOuIeH [8].
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Tabmuna 1 — Coaeprkanune [IM B karaauzaTopax HEKOTOPHIX MapoK aBToMoOuiei [8]

Mapka aBTOMOOMIIS Maccosas gois [IM, %

Pt Pd Rh
Mercedes-Benz 0,12 - 0,008
Volvo - 0,08 0,006
Honda 0,04 0,06 0,007

B tabnuue 2 npuBeneHo copepkaHue MIaTUHbBI U NaJIans B HEKOTOPBIX MapKax
OJIHOKOMIIOHEHTHBIX aBTOMOOMJIbHBIX KaTallu3aTopoB, BbimyckaeMmbix B Poccun (LLITIK)

1 Bo @pannmu pupmoit «Por-ITynenxy (IO u [TJIAD) [9].

Tabmuna 2 - Copepxanne IIM B HEKOTOpPBIX MapKax OJHOKOMIIOHEHTHBIX

aBTOMOOMJIbHBIX KaTanu3aTopos [9]

Mapka  aBTOMOOMJIBHOTO | AKTUBHBIN komnoHeHT | MaccoBas noist [IM, %
KaTaau3aropa aBTOMOOMILHOTO

karanm3aropa (11IM)

[IIK-1 Pt 0,1
[IITK-2 Pt 0,2
1II1K-0,5 Pd 0,5
1o Pt 0,1
TUIAD Pd 0,1

Conepxxanue [IM B aBTOMOOMJIBHBIX KaTalM3aTOpax CUJIBHO pa3ivyaeTcs s
pa3HbIX TpousBoautTeneii. B cpemHeM copepkanune Pt B Onokax KaTajam3aToOpoOB
Haxoautcs B auarazone (300 — 1000) r/T mis HOBBIX KaTanuszatopoB. Coxepixanue Pd
Bapeupyetcst ot 200 mo 800 r/r. Conmepkanne Rh B karanmmzatopax Ooljiee HHU3KOE H
HaxoauTcs B quana3one ot 50 mo 100 r/t. [10].

Exxerognass MupoBas A00bl4a TUIATMHOBBIX METAJIOB cocTaBisieT okoio 300
TOHH. 13 HUX Ha miatuHy npuxoautcs 180 ToHH, a Ha ponuii Bcero 15 TonH. [lnomans

IMOBCPXHOCTH KaTaJIn3aTOPOB AOCTUIa€T HCCKOJIBKMX COTCH KBAaJApPaTHLBIX MCTPOB IIPH
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TOJIIIIMHE CJIOSl KATAIUTUYECKH aKTHBHBIX METAJIJIOB HECKOJIbKO MUKpoH. OO0Iias Macca
[IM cocrtaBnsieT 0KoJIO 2 TpaMM, a KOHIEHTPAIUs 1O OTHOLICHUIO K Macce HOCHUTEIS
cocraBisier ot 0,09 no 0,13 maccoBeix moneir % [11]. Hpyrumu cnoBamu, B 1 kr
aBTOKATAJIN3aTOPa COACPIKUTCS IIPUMEPHO 2 T riaTuHOU 0B [12].

Dkosornueckre TpeOOBaHUS, TPEIBIBIICMbIE K aBTOMOOWISAM, NPHBEIH K
MacCOBOMY OCHAIIIEHUIO KaTaau3aTopaMd  BBIXJIONHBIX Ta30B, COACPKAIUMU
3HAYUTEIIBHOE KOJIMUecTBO (1o 2 — 5 kr/t) Gmaropoanbix meramioB (Pt, Pd, Rh) [13],
yTo BbIBeNI0 OAK B paHr BTOPUYHOTO CHIPhS TUIATHHOBBIX METAJJIOB. Y TUIM3AlUS U
nepepaboTka OTpPabOTaBIIMX CBOM pecypc aBTOMOOMJIBHBIX KaTajlu3aTOPOB CTaJIH
aKTyaJbHOU YKOHOMHUYECKOW U AKOJOTUYECKOM MpoOIeMoil. A MOCKOJbKY IJIATHHOBBIC
METaJUTbl MMEIOT  BBICOKYIO CTOMMOCTh, TPUMEHUTEIBHO K OTPaOOTaHHBIM
aBTOKaTaM3aTopaM 00s3aTeIbHO TpeOyeTcss 3aMKHYTBIH IHMKJI «IIPOU3BOJICTBO-

yTHIIA3AIUSA-TIepepadoTKay.

1.1.3 OtpaGoTaHHbIi ABTOMOOMWJIBHBIN KATAIHM3ATOP KAaK KOJJIEKTOP

TOKCHYHBIX 3j1eMeHTOoB (TJ)

BBuay TOro, 4To KaTaaUTUYECKH aKTUBHBIE METAJUIbl HE BCTYNAIOT B XUMUYECKHE
pEeaKIuu, OHU MPAKTUYECKHU HE PACXOYIOTCS B MPOLECCE SKCILTyaTallid TPAHCIIOPTHBIX
cpeactB. OaHako B pe3yJbTaTe€ MHOTOYMCICHHBIX XUMHUYECKUX U (U3UYECKHUX
BO3JICICTBUI, KOTOPHIM MOJIBEPTratOTCA KAaTaJIM3aTOPhl B YCJIOBHUAX JKCILTyaTallUH,
MIPOUCXOJIUT Pa3pyLICHUE MOCICIHUX OT MEXaHUYECKUX HArpy30K, a aKTUBHBIN CIIOHN U3
0JIarOpPOJIHBIX METAILJIOB JI€3aKTUBUPYETCS B Pe3yJIbTaTe HAYIJIEPOKUBAHUS, JIEUCTBUS
KaTaJIMTHYECKUX SIOB (HarmpuMep, coenuHeHuss S u AS), cojeprkaiiuxcs B OCH3UHE U
MPOJYKTaxX €ro cropaHus, B pe3ysibrate yero [IM moryT nepexoauts B Apyrue GopMbl
U 00pa3oBbIBaTh TPYAHO pasznaraembie coeauHenus [14]. Kpome rerupyromumx
KOMIIOHEHTOB — OKCHJOB peako3eMeabHbix MetamwioB (Ce, Zr, La), moBsImaromumx
MIPOYHOCTh OCHOBHOTO KapKaca KaTaju3aTropa W IUIOIIaJlb €r0 aKTUBHON PEaKIIMOHHOM
30HbI [15], B cBoeM cocTaBe OTpabOTaHHBIC ABTOMOOMJIBHBIC KaTaaU3aTOPbl MOTYT

TaK)Ke COJIepKaTh Pa3IMYHbBIC 3arps3HAIONIME MpUMecH, Takue kKak okcuasl Mg, Cr,
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Ni [16 — 18], Pb, Mn, C, S, P u apyrue, KoTopbie MMOMaaaT U3 OCH3MHA U MACIISIHBIX
n00aBOK B IPOIECCE IKCILTyaTauu aBroMooms [19].

Ha ocHOBaHWM BBINICU3TIOKEHHOTO MOXHO OTMETHTh, 4YTO OTpabOTaHHBIC
aBTOMOOWIIbHBIC  KATaJIM3aTOPbl  SIBISIOTCS BAXKHBIM H  CIOXKHBIM  OOBEKTOM
WCCJICIOBAHMUSI.

K wMeTomamM aHamTUTHYECKOTO KOHTPOJS OTPaOOTaHHBIX aBTOMOOMIIBHBIX
KaTaJn3aTOPOB MPEAbSBIIAIOT BHICOKHE TPEOOBAHMSI IO TOUHOCTH OTIPEICIICHUS IIEHHBIX
KOMITOHEHTOB, YYBCTBUTEIHHOCTH, HEOOXOJMMOCTH aHaju3a MHOTOKOMITOHEHTHBIX
KOMIIO3UIIMHA, T/A€ KaXKIbIA M3 ITHX KOMIIOHEHTOB OKa3bIBa€T CBOE BIHWSHUE Ha
AHAIMTUYECKUI CHUTHAII; HEOOXOJMMOCTH Yy4eTa HEOJHOPOIHOCTH MaTepuaia MyTeM
COBEPIIIEHCTBOBAHMS TpoIeayp MpoOooTOOpa W MPOOOMOATOTOBKH, a TaKXKe K

9KCIIPECCHOCTH aHalinu3a.

1.2 MeToabl aHAJTUTHYECKOT0 KOHTPOJSI OTPA0OTAHHBIX ABTOMOOMJIbHBIX

KaTajau3aTopoB

B  Hacrosmiee BpeMst g aHaimM3a  OTpPaOOTAHHBIX ~ ABTOMOOMJIBHBIX
Karanmu3aTtopoB  Ha  coxepxkanue [IM  mpumenstor  Takue  d(h(PEKTUBHBIE
WHCTPYMEHTAJIHBIE METOJbI, KaK aTOMHO-dMUCCHUOHHBIM C WHAYKTHUBHO CBSI3aHHOU
miasmot  (ADC-UCII) [20-29], aTtomMHO-aOCOpOIMOHHBIH B 00€UX BapUalMIX:
miamennot  (ITAAC) [27, 30-31] u ¢ D2JEKTpOTepPMUYECKON aToMM3aIuen
(OTAACQ) [26, 32-37], peutrenoduyopectieaTHbIi (PDA) [38-40], Macc-crieKTpaabHbIH
¢ uHAYKTHBHO cBsizaHHOU rmasmor (MC-UCII) [30, 41-50] u mMacc-creKTpalbHbBIN C
TierommM paspsaom [51-53], a takxke nazepHBI M UCKPOBOW CHeKTpanbHbIA [91] u
Y®-cnektpodoromerpruueckuii [54-55].

Meronapl, mNpUMEHsieMble JJIS aHajdu3a aBTOMOOWJIBHBIX  KaTalu3aTOPOB,
o0NagaroT KaKk 3HAYUTEIbHBIMH  AQHAIIMTUYECKMMH  BO3MOXKHOCTSMH, TaK U
WHUBUTYyAIbHBIMA OTpPaHUYCHHSIMU. KOMIUIEKCHOE WCITOJIb30BAaHUE JTHX METOJIOB

MO3BOJISIET OXBATUTh MIMPOKUKA MHTEPBAJ ONPEACISIEMBIX KOHLIEHTPALHUMU MPU aHAIN3E
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06’I>CKTa, d TAKXKC ITOBBICUTL TOYHOCTHL OIIPCACIICHUA LCHHBIX KOMIIOHCHTOB 3a CYCT
HCIIOJBb30BaHUs MPCUMYIICCTB KaXKA0Iro u3 MCTOJ0B.
PaCCMOTpI/IM IIPUMCHSICMBIC JJIsI aHaJIM3a ABTOMOOMJILHBIX KaTaJin3aTtopoB

MeTO/IbI O0JIee TOAPOOHO.

1.2.1  PentresHoduiyopecueHTHbId  MeTOA  aHAAM3a  OTPadOTAHHBIX

ABTOKATAJIM3ATOPOB 0€3 pacTBOPEHHUSA NMPOOBI

OOBIYHO ~ KOJMYECTBEHHOMY  OMNPEICICHHI0  33aJaHHbIX  KOMIIOHEHTOB
MPEAIIECTBYET PEHTTeHO(MITyOPECIEHTHBIN aHaIu3 B SKCIPECCHOM BapUaHTE, JAIOIIUN
0030pHOE TIpeNCTaBlIeHHEe O XUMHYECKOM coctaBe mpooOsl [40]. B TpaaumuoHHOM
BapuaHTe mMeToJl POA wucnonb3yercs A aHadu3a TBEPABIX 00pa3loB, XOTS AKTUBHO
pa3BUBAETCA U MOIXOJ K KUAKODA3HOMY aHaIu3y ITUM MeTojgoM. PDA umeer psin
npeumymiectB [40]: OOIMHOCT, METOAOJIOTHU W TIOCIICIOBATEIHHOCTH TPOIEIYP
ananuza s Beex [IM (eguHas cxema aHanu3a); OTCYTCTBHE HEOOXOAMMOCTH MepeBo/ia
TBEPJOM TIPOOBI B PACTBOP; BO3MOXKHOCTh JOCTH)KCHHSI YyYBCTBUTEIPHOCTA HA YPOBHE
TBICSYHBIX TMpOIEHTOB jojei. IloaroroBka mpo0 K aHaIM3y 3aKiIr04yaeTcs
MPEUMYIIIECTBEHHO B U3MEIBUYCHUH U MpeccoBaHuu obpasia. [Ipu 3ToM 3HaunMTEIbHOE
BHUMAaHHE YJEISIETCS BBIOOPY CBSI3yIOIIEro Marepuaina. Tak, Hampumep, C IEIbi0
onpeneneHus [IM B aHanuMTUUYECKOM NPAKTUKE NMPUMEHSIOT B KayeCTBE CBA3YIOLIETO
MaTepuana 1emnono3y [38], momnoxky u3 OopHoi kucinotsl [40], MOJUBUHMIOBHIN
ciupt B pactBope 3 % [30], cunteTnueckuii Bock [56].

OcHoBHoOI nipobsiemoit B POA saBisieTcs moaxo K rpaayupoBaHuio. B cBs3u ¢
MPAKTUYECKUM OTCYTCTBHEM CTaHJIAPTHBIX OOpaslloB coOcCTaBa [JIsi TOCTPOCHUS
IpalydpoOBOYHOTO TpadyKa 3a4acTy0 HCIOJB3YIOTCS MPOAHAIM3UPOBAHHBIE JIPYTUM
METOJIOM TPOOBI WU TPUTOTOBIICHHBIE MOJIETbHBIE OOpa3Ibl HAa OCHOBE OKCHIA
ATIOMUHUA C J00aBIICHUEM COJIEW TUIATUHOBBLIX 3JeMeHTOB [38]. MarpuuHblii cOCTaB
npo0 OTpabOTaHHBIX ABTOKATAIU3aTOPOB MEHSETCS OT MapTUH K MapTHUU, YTO MOXKET
CYIIECTBEHHO BIHUATh Ha BEIMYMHY aHanuTudeckoro curHana [40]. Ilpumenenue

crocoba jpo6aBok npu POA omnpenenenun Pt 1 Rh B 0TpaboTaHHBIX aBTOMOOMIIBLHBIX
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KaTaJn3aTopax Ha OCHOBE KOpJUEpPHUTa C MEPEBOJAOM MPOO B MOPOIIOK (pa3Mep YaCTHIl
Menee 200 MKM) MO3BOJISIET HUBEIMPOBATh JAHHYIO MPOOJIEMYy M PEIIUTh 3ajady
AHATMTHYECKOTO KOHTPOJISI COCTaBa OTPaOOTAaHHBIX ABTOMOOWIIBLHBIX KaTaJIM3aTOPOB,
JOCTUTasl  CIEAYIOIIUX  METPOJOTUUECKUX  XapaKTepUCTUK: TPU  COJCPKAHUU
Pt 0,01 - 0,20 u Rh 0,005 — 0,06 % macc., OTHOCHTEIIbHBIC CTAaHAAPTHBIC OTKIOHCHUS
cocraBuiu 6-11 % [40].

Takum oOpa3zoM, aHaiau3 OTPaOOTAHHBIX AaBTOKATAIMW3aTOPOB MeETOJ0M PDOA
obecrieunBaeT MpeaeabHO MPOCTYI0 MPOOOMOATOTOBKY M BBICOKYIO ASKCIPECCHOCTH
aHanuza npo06. TemM He MeHee CYIIECTBYIOT M HEJOCTaTKM — 3TO OTCYTCTBHE
aJIeKBaTHBIX CTaHJApPTHBIX OOpa3lOB COCTaBa OTPa0OTaHHBIX aBTOMOOHMJIBHBIX
KaTtaau3aTopoB. VX HamuuMe TMO3BOJWIO OBl KapAWHAIBLHO TOBBICUTH TOYHOCTH

aHanuza. B cBs3u ¢ atuMm POA B OCHOBHOM HcCTONb3yeTcs s uaeHtudukanun OAK.

1.2.2 HHcTpyMeHTAIbHbIE ATOMHO-CIIEKTPAJbHbIE METOAbI AHAJIU3A

0TpPa00TAaHHBIX ABTOKATAJIN3AaTOPOB

B  nacrosimee BpeMss g aHaiM3a  OTpPaOOTAHHBIX  ABTOMOOMJIBHBIX
KaTtanm3aTopoB Ha cojepxkanue [IM ¢ mepeBogom mpoO B pacTBOp dHalle BCETO
OPUMEHSIOT TaKWe METOJbl KaK aTOMHO-a0COpOIMOHHAs  CIIEKTPOMETPHUS C
ANEKTPOTEPMUYCCKONH  aTOMHU3AIMECH, AaTOMHO-DMHCCHOHHAs  CICKTPOMETpUS  C
WHIYKTUBHO CBSI3aHHOW Tu1a3Moi. OOIUM JTOCTOMHCTBOM OSTHUX METOJOB SIBIISIETCS
BO3MOYKHOCTh HCIIOJB30BaHMS JIJII TIOCTPOCHHS TPaAyHPOBOYHBIX 3aBUCHMOCTEH
PacTBOPOB YHCTHIX AIIEMEHTOB.

[Ipu BBIOOpE cmocoba XUMHUYECKOHW TMOATOTOBKH TMPoO  OTpabOTaHHBIX
aBTOMOOMJILHBIX KaTaJM3aTOPOB JJIsI yKa3aHHBIX METOJOB HEOOXOIWMO YYUTHIBAThH
0COOEHHOCTH TIOCIIEIYIOIIETO WHCTPYMEHTAILHOTO aHallM3a M UCKIIOYUTh HETaTUBHOE
BIIUSIHAE MCIOJIb3yeMbIX PEAKTHBOB HAa YHCTOTY AHATUTUYECKOTO CHUTHAJIA MCKOMBIX
KOMITOHEHTOB.  Jlydmme  METpOJOTHYECKHe  XapaKTEPUCTUKH  (OTHOCHTEIIBHOE
CTaHJApTHOE OTKJIOHEHHUE PE3ylbTaTOB aHAM3a MO pa3padOTaHHBIM METOJUKAM

coctaBisieT 11 — 9 % npu conepkanusax Pt, Pd u Rh or 0,01 g0 0,3 %) u MeHbIme
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MaTpUYHbIE BJIUSHUSA TPU AaHAIMW3E OJHOKOMIIOHEHTHBIX M JIBYXKOMIOHEHTHBIX
0TpabOTaHHBIX AaBTOMOOMJIBHBIX KaTaJIM3aToOpoOB, cojepkammx Pt wu (wmm) Pd,
oOecreunBaeT Ccrnocod MepeBojia ONpeAeNsieMbIX METAJIOB IJIATMHOBOM TPYIIBl B
pactBop cmecbio kucinor HCI : HNOz = 3:1, a mpu aHamuse TPEeXKOMIIOHEHTHBIX
OTpabOTaHHBIX aBTOMOOMITEHBIX KaTaJn3aTopoB - CMECHIO KHCJIOT
H,SO4 : HCI: HNO3 =1 : 7,5 : 2,5 [23]. Ponuii [23] B METKOAUCIIEPCHOM COCTOSTHUHT
pacTBOpsieTCT B KUIISIIEW  KOHIIEHTPUPOBAHHOW  CepHOM  Kuciore.  Jid
KOJIMYECTBEHHOTO TIepeBojia Merauimdeckoro Rh B pacTBop HamexHBIM CriocoOom
SBJIIETCS] TAK)KE CIUIABJIICHHE C MUPOCYJb(aTamMu MIEIOYHBIX METAIIOB, IPU KOTOPOM
Rh nepexoaut B pactBopuMbIi B Boje cyiabdart [57].

AJnbTepHaTUBHBIM croco6omM Pa3I0KEeHUS npob 0TpaboTaHHBIX
aBTOKATaJIM3aTOPOB SIBIIACTCS IMPUMEHEHHE MHUKpPOBOJHOBOro HarpeBa [30, 51, 34-35,
58-61].

Kpome »3Toro, cymecTtByloT u JApyrue MeEHEe paclpoCTPaHEHHBIE METOIbI
pa3iioKeHHs — IJIaBKa B IITeHH ¢ u3BieueHreM [IM B koposi€k u3 cyiabduaa HUKEIS
WM CBHHIIA, CyXO€ XJIOPUPOBAHUE MPU HATPEBaHMM OOPA3IOB C XJIOPUIOM HATPHUS B
TOKE XJIOpa. OTH METOJbl MPUMEHSIOT B OCHOBHOM JUISl OIpPEACNICHUS MaJbIX
coaepxkanuii [IM, oHr TpynOEMKHE U MHOTOCTAaAUUHBIE, YTO, KaK IIPAaBUJIO, TPUBOJUT K
JIOMOJTHUTEIBHBIM MorperHocTsaM ananusa [30].

AMOMHO-9MUCCUOHHBIIL ¢ UHOYKMUBHO  CGA3AHHOU  NIA3ZMOU  AHAIU3
ompabomanHvIX agmokamaiuzamopos. JlaHHbI METON SBISAETCS OAHUM M3 HamOoJjee
HIMPOKO NMPUMEHSEMbIX METO/OB aHaju3a PacTBOPOB OTPAOOTAHHBIX ABTOMOOMIIBHBIX
Kartanu3atopoB. K HEOCIOpUMBIM JTIOCTOMHCTBAM 3TOIO0 METOAAa OTHOCSITCS BBICOKHE
METPOJIOTUYECKHE XaPAKTEPUCTUKH (OTHOCUTENHHOE CTAHIAPTHOE OTKJIOHEHHUE
(OCKO) — 2-10 %), WMpoKHMii IUama30H OIPENENSeMbIX KOHIEHTpauui or N-10™
noN-10 r/n Hapaxy ¢ HuskuMU npenenamu obHapyxkenmss 10% — 10° % wmacc.,
BO3MOYKHOCTh 3aMEHBI aJeKBAaTHBIX CTaHAAPTHBIX OOpa3IlOB PacTBOpAMH CpaBHEHUS,
CoZIepKalIMMH OTpPEIETsieMbIE AIEMEHTBI, a TaKKE€ BO3MOXKHOCTh TOMOI'€HU3UPOBAThH

npoOy MpH NepeBeIeHNH €€ B pacTBOP.
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OcHoBubie orpannyenus meroga ADC-UCII cBsa3anbl ¢ MaTpuuHbIM 3P HEKTOM U
UHTEPPEPUPYIOIIUMU  BO3ACHCTBUSAMM  MAaTPUUYHBIX KOMIOHEHTOB 1po0. Ilpu
temriepatype ~10000 K B MCII gucconuupyroT MNpPakKTHYECKH BCE COEIWHEHUS U
BO30Y>K/IalOTCSl aTOMBbI BCEX KOMIIOHEHTOB ITPOOKI. B pe3ynbrare Ha BbIX0J1€ IPUEMHOTO
yCTpOMCTBa MpHOOpa PErucCTPUPYETCS MHOTOJIMHEHYATHIN CIIEKTP CIIOKHOIO COCTaBa.
[Tpu ucnonb3zoBanun meroga ADC-HCII BaxxHO pacno3HaTh U YCTaHOBUTH BIIMSIHUE
MaTPUYHBIX  KOMIIOHEHTOB Mpo0 Ha BEIWYMHY AHAJUTUYECKUX  CHUTHAJIOB
OTNpeeNsieMbIX 3JEMEHTOB, YTOObl HAWTH CMOCOOB WX Y4eTa, MHUHUMU3ALHH U
YCTPaHEHHUS.

Bo MHOrmx mnyOiMkanmusx BOINPOCY Yy4yeTa MAaTPUYHOTO MU MEXKDIIEMEHTHOIO
BIIMSIHUS y7IeJIeHO 0co0oe BHMMaHUE. Tak, Mpu ONpeAeTeHUH IIaTUHOBBIX METAJlIOB
MerogoM ADC-UCII u30bITKM MaTpUYHBIX M COIYTCTBYIOLIUX 3JeMeHTOB (% Macc.)
Al — 80-kpatnbiii o oTHOmeHHIO K Pt u 200-kpatHbiii Mo oTHomeHnuto k Pd, Mg u
Ce 20-kpatsbiii mo otHomeHuto K Pt m 50-kparHeiii mo ortHomeHwro k Pd Ha
pe3yabTaThl aHaiM3a He BIMAIOT. B3aummubie BimusHus Pt u Pd orcyrctByror. [lpum
ompenenennu Pt crnemyer yuuteiBaTh mpucyTtcTBue Fe, a mpu ompenenenuun Pd —
npucyrctBue Zr. Ilpu koHuentpamusx Fe B mpode 6onee 5 % HeoOX0AMMO BBOIUTH
MOTIPAaBKy B pe3ysbTarhl onpenencHust Pt. [Ipu BeiOpanHo# B kKadecTBe "0a3oBou" mis
onpenenenus Pd ananmutudeckoit muann A=340,458 HM B TpuCyTCTBUH ZI BOSHHKAIOT
CHEKTpaJbHbIE HAIOXKEHUS, MNPUBOMASIINE K CHUCTEMAaTUYECKUM MOTPEIIHOCTIM —
3aBBINICHUIO pe3ynbTaToB onpenenenus Pd. [l ycrpanenus BiusHust ZI HCIIONB3YIOT
aNbTEPHATUBHYIO JUHUIO A=363,47 HM, mpu KoTopoil S50-kpaTHBIM H30BITOK ZI HE
oKa3bIBaeT BIUsAHUSA Ha onpezencHue Pd. [Ipu onpenenennu Rh B CBsA3M ¢ €ro HU3KUM
cozepkanueM cruenyeT yuuThiBaTh BimsHus Al, Zr u Ce. [lpu wucnons3oBaHuU
BBICOKOTEMIIEPATYPHOTO CIUIABIEHUS C MUPOCYIh(ATOM Kalldsg ISl BCKPBITHS TPOO
BO3MOYKHO MPUCYTCTBUE OKCHJA KPEMHHUS B BHJE HEPACTBOPUMOIO OCAJIKa, OJHAKO Ha
omnpenenenune [IM sto He Bauster [23].

N3BecTHO, YTO MOBBIIICHHE KOHUEHTPAIMU KHUCIOT B aHAIM3UPYEMOM pPacTBOpE
OPUBOJUT K TOAABJICHUIO AHATUTHUYECKUX CUTHAJIOB, MPUYEM CTENEeHb IOJaBJICHMUS

3aBUCHUT OT MPUPOABI KHUCIOTHI M TPOIMOPIMOHANIbHA €€ KoHleHTpauuu [23]. B
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nuana3one koHieHrpanuii HCl 1 HNO3 xucior ot 0,5 1o 2,0 M BiIMSHHS Ha CHTHAJIbBI
Pt, Pd u Rh orcyrctByror [22, 23]. JlambHeiiliee YBEIUYCHHE KHCIOTHOCTH
aHATM3UPYEMBIX PACTBOPOB HEXKEIATEILHO B CBSI3U C BO3MOXKHOCTBIO MOMEX B paboTe
npubopa. Ilpu mMOBBIMIEHMH KOHIIEHTpauu cepHod kuciaorel oT 0.5 nmo 2.0 M
HaAOJIIOAeTCsl TIOIABJICHUE CUTHAJIOB OMPEEIIIEMbIX JIEMEHTOB, IIOATOMY HEOOXOIMMO
MO/JICP>KUBATh KHUCIOTHOCTh aHAIM3UPYEMBIX U TPATyHPOBOYHBIX PACTBOPOB CTPOTO HA
0JIMHAKOBOM YpoBHe [22, 23].

OaHMM U3 4YacTO MPHUMEHSEMBIX CHOCOOOB MPOOOMOJATOTOBKUA OTPabOTaHHBIX
aBTOKATaJIu3aTopoB siBsieTcs cruiaBieHne ¢ KpS;07. B cBsi3u ¢ 3TUM HCClIEIOBAHO
Biusare kams (K) — ajeMeHTa co CpaBHHUTEIBHO HU3KHM TOTEHIIMAJIOM HOHU3AIUH

(I x = 4,34 B) u nokazano, 4ro aHanmuTH4Yeckue curaaisl Pt u Pd mpu konnenTpanuu K

10 2 Mr/cM® IPaKTHYECKH HE MEHSIOTCS, 4TO OOYCIIOBJICHO CPAaBHUTEIBHO BBICOKUMU
noreHnuaiamu nonm3arnuu Pt u Pd [22]. Onnako K»S,07onpenenser oCHOBHOW BKJIAJ
B COJICBOM COCTaB aHAJIM3UPYEMBIX PacTBOpPOB. B CBsi3M ¢ 3TUM peKOMEHIyeTcs
pa30aBIATh aHAIU3UPYEMBIN pacTBOp B 5 — 10 pa3 npu coAep’KaHUU OMPEIeTIIeMbIX
arreMeHToB BhImIe 0,5 % c nenbro yerpanenus BiausHusI K, S207 [22].

[TpumenutensHo k OAK aHaauTH4YeCKHME U METOAMYECKHE OCOOCHHOCTH
ADC-UCII Takxe o0OyCIOBICHBI HAJWYUEM MATPUYHBIX U HHTEPHEPUPYIOITUX
BO3JCHUCTBUI HA AHAIMTUYECKUE CUTHAJIBI aHAIUTOB. Ecin U1 onpeneneHus BhICOKUX
COJICp’)KaHUN KOMITIOHEHTOB TIPOObI, 3a CyYeT pa30aBieHUs HCXOJHOTO pacTBopa H
BBIOOpA AHAIMTUYECKHUX JIMHUM, MpoOjieMa B3aMMHBIX BIUSHUN JJIEMEHTOB MPOOBI
MPAKTUYECKU OTCYTCTBYET, TO NPH OINpPEJEICHUN HU3KHUX COJICP)KaHHN DSJIEMEHTOB,
BBHIOOD AHAIIMTHUYECKUX JIMHUN, CBOOOJHBIX OT HAJIOKEHUS CIEKTPOB OCHOBHBIX
KOMITOHEHTOB, TPEOyeT MPOBEACHUS JOTIOTHUTEIIBHBIX UCCIICIOBAaHUH.

Tem He MeHee, HECMOTpS Ha MMEIOIIMICA OMNBIT HHCTPYMEHTAIBLHOTO
onpenenenuss [IM B pacTBopax oTpaOOTaHHBIX AaBTOMOOWIBHBIX KaTaJIM3aTOPOB
meTogoM ADC-UCII (tabn. 3) [22-24], cTOUT OTMETHTH, YTO OOJbINAs YacTh paboT
OCHOBaHa Ha MPHUMEHEHUU NPEABAPUTEIBLHOIO pa3JeieHUus W KOHIIEHTPUPOBAHUS

aHAJIMTOB C X MOCJICIYIOIINM onpeneenneM [25-29].
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Ta6nuna 3 — [Ipumenenue merona ADC-UCII nns aHanuza pacTBOPOB OTpabOTaHHBIX

ABTOKATAaJIM3aTOpPOB
YcnoBust XUMHUYECKON TIPOOOTIOATOTOBKU Mertpoiiorudyeckue XapakTepUCTUKU JIur.
METOJIMKH aHaIK3a CChLJIKa
1 2 3
BricokoTemmneparypnoe crutaienue ¢ K2S207 B Pazpaborannas MeToarKa mo3BoJseT [22]

TedeHue 2 4. (cooTHoIeHue miaBHs K npode 30:1 — | onpenenars Pd u Pt B tuanaszone
12:1 (o macce) npu HaBecke poosl 0,10 — 0,25 r). | conepskanuit ot 0,1 10 1-10 % macc.
OtHocurensHoe CKO He nmpeBsilIacT
4 % npu conepkanusx Pt u Pd ot 0,1
1o 0,5 % macc. u He nipeBbimaet 2 %
npu 0oJiee BBICOKHX COJICPIKAHHSIX.

N3yueHo mecth crmoco60B XUMHUUECKOU OtnocutenpbHoe CKO He mpeBbINIaeT [23]
npobomnoaroroBku orpaboranHbix AK B oTkpbIThix | 11 % npu conepkanusx Pt, Pd u Rh
CHCTEeMax: JBa CIIoco0a, OCHOBAHHBIX HA ot 0,01 mo 0,3 % macc.

BBICOKOTeMIIEpaTypHOM crutaBieHnu ¢ K2S207 ¢
MOCJICAYIOIIUM PACTBOPCHUECM IlJIaBa B CMECAX
MHUHEPAIBHBIX KUCIIOT U YEThIPEe Criocoda
pacTBOpeHus Mpod TOIBKO B MUHEPATIBHBIX
KHCJIOTaX 0€3 CIUIaBJICHHUSI.

KonuuectBennsriit nepeon [IM B pacTBop 6e3 OtnocutenpbHOoe CKO He mpeBbInIaeT [24]
MIOJTHOTO pa3JIokKeHUs Ipo0d oTpaboTaHHBIX 11 % npu conepxanusix Pt, Pd u Rh
ABTOKATAJIN3aTOPOB HA KEPAMUYECKON OCHOBE C ot 0,03 1o 0,3 % macc.

MIOMOIIBIO aBTOKJIABHOT'O Pa3JIOkKEeHUs IPod ¢
npuMeHeHreM ounapubix cmeceit HNO3 — HCI
6o H207 — HCI (temneparypa narpesa — 220 'C,
BpeMs pasnokenus — 1,5 4, macca HaBecku — 0,5 —
11, 06beM cmecu pearenToB — 10 mi).

AmomHo-abcopoyuonnviii  memoo  onpeodenenuss IIM 6 ompabomanHvix
asmoxamanuzamopax. OIHAM W3 BEAYIIUX METOJ0B HHCTPYMEHTAJIHLHOTO aHAIHM3a
OTpa0OTaHHBIX  ABTOMOOWJIBHBIX  KATaJIM3aTOPOB  SIBIIAETCS  METOJ,  aTOMHO-
a0COPOIIMOHHON CIEKTPOMETPHH C IEKTPOTEPMUUECKON aTOMH3AIIHCH.

ATOMHO-a0COpPOIIMOHHBIM  aHalu3  IO3BOJSIET  NPOBOAWTH C  BBICOKOM
MIPOU3BOAUTEIILHOCTHIO, MPABIIIBHOCTHIO U MPEIM3UOHHOCTRIO OMPEEICHHIE IITMPOKOTO
Kpyra 3JIEMEHTOB B OOJIBIIIOM JHMarna3oHe KOHIEHTpalui. Pemaromum ¢akTopom,
OTIPEJICIISIONINM BBICOKHE METPOJIOTHYECCKUE XapaKTCPUCTUKH pPEe3yJbTaTOB aHaIN3a,
SIBJISICTCSL  CTAOWJIBHOCTH CBOWMCTB TIOTJIOMIAIONIETO CJIOSi aTOMHBIX mapoB [62]. Tlo
MOBTOPSIEMOCTH ONpPEACIICHUH METOJ aTOMHO-aOCOpPOITMOHHOTO aHaJu3a HE yCTyIaeT

6OJ'H:H_II/IHCTBy KIIACCUYCCKHX AHAJINTHYCCKHUX MCTOOOB. YHI/IBepCElJ'II)HOCTI)
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METO/Ia aTOMHO-a0COPOIMOHHOTO AaHaliM3a MPOSIBISETCS M B OTHOIICHUM THUIIOB
aHAIM3UPYEMbIX 00pa3IOB.

Jnis paznoxeHusi mpoO JAe3aKTUBUPOBAHHBIX aBTOMOOMIIBHBIX KAaTalU3aTOPOB C
NOCJIEYIOUIUM onpeieseHueM aHaauToB MetosioM DTAAC npuMeHsIoTCs pa3indHbIe
CIOCOOBI: CIUTaBJIEHUE C MUPOCYIbhaToM Kanus u pactBopeHue miasa B cmecu HNO3z u
HCI; pactBopeHHe B cMeCH a30THOH, IJIABUKOBOW M CEPHOM KHCJIOT C JT0OaBIICHUEM
XJIOPHCTOBOIOPOAHON KuciaoThl, pacTtBopenue B cmecu HCI:HNO; (3:1) — «iapckoit
BOJIKE» — B OTKPBITBIX M 3aMKHYTHIX cucTeMax [34].

OcHoBHbIM orpannueHneM Merojga OTAAC sBiseTcss BIMSHHUE MaTPUYHOTO
coctaBa TMpoObl Ha ompenaeseHue aHaUToB. AOcopOiusa I[IM yBenuuuBaeTcs B
npucyrctuu Ce, Zr, Mg u ymensiaercs B npucyrctBuu 11 u Si [34]. Matpuunbie
BIUSIHUA ~ OOBICHSIOTCS  ONM30CTHIO  CHEKTPAIbHBIX JIMHUA  (IUMpUHA  ILIETU
MoHoxpomaropa 0,2 v 0,7 HM) onpenensieMblX 1 MEIIAIOIINX AIEMEHTOB, PACCTOSIHUE
MEXAY KOTOPBIMH MEHBILE I0JOCHI NPOIYCKaHHS MOHOXPOMAaTOpa. YYUTHIBas, 4TO
cTeneHb yBenaudeHus adbcopOruu [IM 3aBUCUT OT KOHIIEHTPALMM COIYTCTBYIOIIETO
AJIEMEHTA, U CUTHAJI MEHSIETCSI HEMPOIIOPLIMOHAIIBEHO MAacCe MEIIAOILEr0 3JIEMEHTA, ITPU
OOJIbIIOM H30BITKE MATPUYHOTO KOMIIOHEHTa (Hampumep, Mg) ObicTponeicTBrE
aBTOMAaTUYECKOTO KOppeKTopa (oHa HEIOCTATOYHO MpH (PPAKIIMOHHOM OTrOHKE
MaTPUYHOTO 3j1eMeHTa [34].

O} pekTUBHOCTh aTOMHU3AIMU ONPEIEISIETCS YCTOWYUBOCTBIO XUMHUYECKOTO
COC/IMHEHHUS, B KOTOPOM HAXOJUTCS aHATM3UPYeMbIi 3eMeHT. Tak, npucyrcteue Si u
Cr nonmxkaet > dextuBHOCTh aTomuzaiuu npu DTAAC onpeaenenuun Pt, uTo cBsizaHO
C HaxoXxJieHueM Pt B COETUHEHUSX, YCTOMUMBBIX TIPU TeMITepaType nuposusa [34].

Bostee Toro, B mpucyTcTBUM Kapoumooopasyomux snementos (Ti, Zr, Ce u ap.),
KOTOphIE€ BCErja BXOAIT B cocTaB Tmpo0 OTpabOTaHHBIX aBTOMOOMIIBHBIX
KaTaJn3aTOPOB, 3aMETHO YXYAIIAETCsl CXOAMMOCTh PE3ylbTaToB aHanu3a [34], Tak Kak
TepMUYECKass CTAOWIBHOCTh OOpA30BABIIMXCS KapOWIOB TMPEBBIIIACT TEMIIEPATYPY
NUPOJIM3a U OCOOCHHO BpEJIHA, €CIIM TeMIeparypa MUpoJiu3a OJIM3Ka WM MPEBBIIACT
TeMIiepaTypy artomm3anuud npodsl [63]. BeposiTHee Bcero, mpu B3auMOICHCTBUU

KOMIIOHEHTOB MAaTpullbl C TrpaduUToM TMpU HArPEBaHUM TMPOUCXOJUT KOPPO3US
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MOBEPXHOCTU TM€YM, YTO NPUBOJUT K HECTAOMJIBHOCTH YCJIOBUH aTOMH3AIUU
[1M [64, 65].

[Ipu cekTpasbHBIX MMOMEXaxX PEKOMEHIYETCs BHIOMpATh JTUHUHU, CBOOOIHBIC OT
HAJIO)KCHUM, a I yMeHblleHus (GoHa W oOImeld BBICOKOM KOHIIEHTPAIUU COJICH
MaTPUYHBIX AJIEMEHTOB IPOBOJIUTH pa3daBlieHHE pacTBopa (He OoJiee CTOKPaTHOTO
n30bITKa MaTPUYHBIX KOMIIOHEHTOB), €ciu KoHmeHTpauus [IM npu paszbaBieHuu
OCTaHeTCs B OO0JacTH JUHEWHOCTH TpagyupoBouHoro rpaduka [34]. MaTpudHbie
BIUSHUAS CO CTOPOHBI HCIOJB3YEMBIX PACTBOPHUTENICH U PEAKTUBOB TMPAKTHYCCKU
otcyrcTBY0T [34]. Opnako cmoco6 cmaBineHus c¢ KyS;07  sBasercs Oosnee
NPEANOYTUTENbHBIM, TaK KakK MpU PACTBOPEHHM IUIaBa MPOUCXOJUT YaCTHUYHOE
OT/IeJICHWE KOMIIOHEHTOB MATPHUIIBI B BHJE OKCHIOB M JAPYIHMX HEPACTBOPUMBIX
COCIMHEHUMN.

Pestomupyss wHbOpManuoO O MPUMEHEHWHM METO/Ja aTOMHO-a0COPOIMOHHOM
CIIEKTPOMETPHH JIJIsi aHaJIn3a OTPaOOTaHHBIX ABTOKATAIM3aTOPOB, CIECIYET OTMETHUTh,
YTO CHEKTpaJIbHbIE TOMEXU SIBISIOTCS TJIABHBIM HEJOCTATKOM 3TOTO METOJAa aHalu3a.
CymiecTByer mnpuMep HWHCTPYMEHTAJIBLHOTO aHalIW3a pPAacTBOPOB OTPaOOTAHHBIX
aBTOKATaan3aTopoB [34], riae NpuMEHSIOTCS pa3IMYHbIE CIIOCOObI YCTPAHEHUS BIUSHUN
CO CTOPOHBI MATPUYHBIX D3JIEMEHTOB (BHIOOpD JIMHUIA CBOOOJHBIX OT HAJOKCHUMH,
pa30aBiieHHEe aHAJIM3UPYEMBIX PAaCTBOPOB). TeM HEe MeHee, 3TU CIIOCOOBI PaboTaIOT MpU
BBICOKHX COZIepKaHuAX aHamutoB (> N-10° %), B Apyrux ciydasx, Kak ¥ NpU aHAIM3e
OTpabOTaHHBIX ABTOKATaIN3aTOPOB METOJI0OM ADC-UCITI, UCIIOJB3YIOT
[pEeIBapUTENbHOE KOHLIEHTPUPOBAHUE AHAIMTOB C MOCIEAYIONIMM HX OMNpeeIeHUEM
metogom OTAAC [35, 36]. Hauubeiii meton anamuza npeBocxoauT ADC-UCII mo
TOYHOCTH, HO YCTYIMaeT MO AIKCIPECCHOCTH, TaK KaK SIBISCTCS OJHOIIEMEHTHBIM (B

KJIACCUYECKOM anmapaTypHOM UCIIOJIHEHUN).
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1.2.3 XumMHKo-CreKTpajbHble METOAbI ONpeae/ieHHs IVIATUHOBBIX METAJLJIOB

B OTPA0OTAHHBIX ABTOMOOMJIBLHBIX KaTAJIN3aTOPaX

CoctaB  martpuibl  OpoO  OTpaOOTaHHBIX  aBTOKATAJIM3aTOPOB  OYEHb
pa3HooOpa3ubIii. MakpokommnonenTamu sBisitoress Al, Si, Zr, Mg, Ce, kpome Toro,
npucyrctByror 11, Hf wm japyrme. VYkazanHbie MaTpWYHBIE W COIYTCTBYIOIIHEC
KOMITOHEHTHI B PAa3HBIX METOJIaX MOTYT OKa3bIBaTh MeEIAIOUIee U UHTEpPEepUpyroiee
BO3JICHICTBHE HA ONIPENEIIEHNE UCKOMBIX 3JIEMEHTOB.

B Tex  ciuydasx, Korjga  HMHCTPYMEHTAJIbHbIE  CHOCOOBI  aHaIu3a
JI€3aKTUBUPOBAHHBIX aBTOKATAJIN3aTOPOB HE IMO3BOJSIOT JOCTUYh BBICOKOM TOYHOCTH
npu omnpenenenun [IM, HEOOX0IUMO HCIIOIB30BATh OT/ACIEHUE M KOHIICHTPUPOBAHUE
MCKOMBIX KOMIIOHEHTOB U pa3pabaTbiBaTh XUMUKO-CIIEKTPAJIbHbIE METO/IbI aHAIN3A.

BriOop MeTONOB BBIIETEHUS W KOHICHTPUPOBAHUS OOYCIIOBJICH MPUPOIOM
0o0BeKTa aHamm3a, MepeYHeM MHUKPOKOMIIOHEHTOB, KOTOPHIE CIEAYeT B ATOM OOBEKTE
OmpeneNiaTh, W HUX COJAEpKaHUEM, a TakKe XapaKTePUCTUKAMU  METOJMKHU
KOHLIEHTPUPOBAHUS U €€ COYETAEMOCTBIO C METOJAaMHU MOCIEAYIOIIEro ONpeIeIeHuUs
BBIJICJICHHBIX MUKPOKOMIIOHEHTOB.

KonuentpupoBanne I[IM Takke HeE0OXOAMMO TMpU aHAIW3E OOBEKTOB,
cogepxkanne [IM B KOTOpBIX HWXKE TpaHULBl ONPEACIAEMBIX COJEpPKAHUU
WHCTPYMEHTAJIbHBIX METOJI0B aHalm3a [66 — 69]. bnaronaps Beinenenuto [IM ynaercs
YCTPaHUTh BIIMSIHUE MEIIAONIMX KOMIIOHEHTOB, a 3a CUY€T KOHIIEHTPUPOBAHUSA —
CHU3UTBH TPEACNbl ONPENCICHUs], a TaKK€ YMEHBIIUTh MOTPEOHOCTh B CTaHIAPTHBIX
o0pasiax u ynpocTuTh rpaayupoBky [70].

B ananuTrueckoil mpakTHKe YaCTO MPUXOAUTCS CTAIKUBATHCS C HEPABHOMEPHBIM
pacnpenenenueM [IM B aHanmu3upyeMmblx OOBEKTaX, YTO 3aTPYAHSIET M YaCTO JENAeT
HEBO3MOXKHBIM aHanmu3 TMpod Ha coxepxkanne [IM 06e3 uX mpeaBapUTEILHOTO
KOHILICHTpUpOBaHUsA. B HacTosiiee Bpemsi JJisi PEIICHHS] 3TOM 3aJa4d HUCMOJIb3YHOTCA
TaKue METOJIbI Pa3ACICHUSI U KOHIICHTPUPOBAHUS, KaK SKCTPAKIIUS U COPOIIHS.

IKcmpakyuoHHbvle MEMoObl KOHUEHMPUPOEAHUA TIOTYYWIH IIIUPOKOE Pa3BUTHE

AJI1 BBLACIICHHA OTACJIBHBIX JJICMCHTOB M TI'PYIIIIOBOTO KOHICHTPHUPOBAHHWA IIM BO
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MHOTOM OJlarofiapsi BO3MOXKHOCTH HMX COUYETaHHUS C MOCIEAYIOIUMHU CHEKTPATbHBIMU
METOJIaMH aHan3a KoHieHTpara [70].

[InaTuHOBBIE MeTaIbl H3BJICKAIOTCS B OpraHWYeckyr @a3zy Kak B BHUJE
OpPraHMYECKHUX, TaK W HEOpPraHW4YecKux KomruiekcoB [71]. K mepBbIM OTHOCSTCS
OKCHUMBI, KapOamatbl, HadTONBI, aMuHbl U Ap. [72, 7/3]. Ko BTOpO# rpymnmne oTHOCSATCS
KOMIUIEKCHBIE XJIOPU[BI, POJAHUABI U KOMIUIEKCHI C OpPOMHUCTBIM U XJIOPHUCTHIM
ojioBoM [71]. B KkauecTBe SKCTpareHTOB JUIS OTJACIBHBIX JJIEMEHTOB, a TaKXKe
pa3IMuYHBIX WX COYETAHUW TMPENJIOKEHbl COCAMHEHHUS Pa3IMYHBIX  KJIACCOB:
crupthl [74], >dupsl [75], keToHbI [76], BBICOKOMOJEKYJISIPHBIE aMUHBI Pa3IMYHOTO
CTPOCHHSI, COJIN YETBEPTUIHBIX aMMOHHUEBBIX OCHOBAHUM [ /7] 1 1.

Tem He MeHee, HKCTpakIUs, KaK PaBHOBECHBIN Mpolecc, TpeOyeT KacKagHOTO
000pyIOBaHUS U SIBISIETCS TEXHUUECKU CIIOKHBIM TIPOIIECCOM JJIsi BEITIOTHEHHUS.

Pa3BuTHe METOAOB KOHIIEHTPUPOBAaHUS, OCOOCHHO B TMOCJIETHUE JBa
JECATUIIETUS, TPOJEMOHCTPUPOBAJIO JOCTOMHCTBA COPOLIMOHHOTO KOHIIEHTPUPOBAHUSI.
Copoyuonnoe KonueHmpupoeanue — PacUpPOCTPAHCHHBIM METOJI, KOTOPHI OOBIYHO
o0OecrieyrBaeT XOpOIIYI  HM30MPATENbHOCTh  pa3[ENICHUs, BBICOKHE 3HAYCHUS
KOX(PPUIIMEHTOB KOHIICHTPUPOBAHUS; UM OTHOCHTEIBHO JIETKO YIPABIATH, I €rO
OCYILIECTBIICHUSI HE TPeOYETCsl HU BBICOKUX TEMIIepaTyp, HU CIOXKHBIX mpubdopos [78].
['etepouennsie monuMepHsie S,N-cogepxaiine COpOEHTHI O00ECHEeUrBAIOT BBICOKYIO
CKOPOCTh M €MKOCTh COpOIIMM IJIATHHOBBIX METAJIOB Oyarojapst ObICTpoMy
YCTaHOBJICHUIO JOHOPHO-aKIENTOPHBIX CBA3CH MeEXAy aToOMOM a30Ta M aTOMOM
U3BJIEKAEMOT0 D3JIEMEHTAa C TOCIEIYIOIe BHYTPUMOJICKYJSIPHON TMepemadyeii aroma
MeTalljla ¢ 3aKperuieHueM ToclieaHero y atoMa cepbl. OCBOOOMBIIUICS aTOM a3oTa
BHOBB CBA3BIBACTCS CO CIIEAYIOIIMM aTOMOM MeETajjla U TakXke MepefaeT ero BTOPOMY
aTOMy Cepbl TUTHA3WHOBOTO KOJIbI[A COPOCHTA, UTO OOBICHIET HEOOBIYAHO BBICOKYIO
COpPOITMOHHYIO EMKOCTh COPOEHTA M0 OTHOIIEHUIO K PSATYy 3JIeMeHTOB. CTOUT OTMETHTb,
YTO ATOT THUI COPOEHTOB IIMPOKO MPUMEHSIETCS C Leblo KoHIeHTpupoBanusa [IM u
TOKCUYHBIX JJEMEHTOB HE TOJBKO TIO OTHOIICHHIO K J€3aKTHBUPOBAHHBIM

aBTOMOOMJIBHBIM KaTajau3aTopaM, HO M KO BTOPUYHOMY METAJJICOJIEPKAIIEMY ChIPBIO B

esnom [79-83].
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AMOMHO-IMUCCUOHHBII  AHAIU3 ~ OMPAOOMAHHBIX — ABMOKAMAIUIAMOPO8  C
npeosapumenbHbiM omoeneHuemM u KoHyeumpuposanuem. Jjis U3BJICUCHUS] aHATUTOB U3
pacTBOpOB  OTpabOOTAaHHBIX  aBTOKATAJIM3aTOPOB  CIOCOOOM  COPOIIMOHHOTO
KOHLIEHTPUPOBAHMS IIIMPOKO UCTIONIBb3YIOTCS S,N—comepxalire KoMIUIeKcooOpa3yroiue
copbenTs [25, 37, 84]. Ix nmpuMeHEeHHE MO3BOJIIET CENEKTUBHO BBIACIUTH [IM, uTo B
CBOIO O4Yepeb CHIKAET COJICBOW (POH aHaTM3HPYEMBIX PACTBOPOB M YCTpaHSET
BJIMSHHE MEIIAIONIMX KOMIIOHEHTOB Ha Mocieayoinee onpeaeneuue [IM [25, 37, 84].

[TepeBoa mpo6 0TpabOTaHHBIX ABTOKATAIM3ATOPOB HA METAJUTMUECKOW OCHOBE B
pacTBOp MyTEeM MX PAa3JIOKCHHS B aHAIMTHYCCKUX aBTOKIaBax B cmecu H,O, — HCI
CIOCOOCTBYET KOJMYECTBEHHOMY mepeBoay I[IM B pacTtBop, a Takke BBICOKHX
COJIEp’KaHNH MAaTPUYHBIX KOMIIOHEHTOB, Hanpumep, Fe u Cr [37], koTopbie OKa3bIBarOT
CHEKTpaJbHbIE BIUSHUSA NPU HHCTPYMEHTAJIbHOM ompenencHuu. IlpeasapurenbHoe
koHneHtpupoBanue Pt, Pd m Rh ¢ wucnomszoBanmem S,N—conepxamiero
KOMILIEKCcOoOOpasyromero  copoenra  ouc-[mepruapo-(1,3,5-mutraszun)-5-unl-stan
«OIK» mo3BoyisieT u30ekaTb MATPUUYHBIX HHTEphEepeHIUd U  COAEHCTBYET
KOJIMYECTBEHHOMY oIpeneneHuto ananmutoB [25, 37]. IlpumeneHue copOLMOHHOTO
KoHIeHTpupoBaHus [IM u3 oTpaboTaHHBIX aBTOKATAIU3aTOPOB C UCIIOIb30BaHUEMS, N—
COJIEpKaINX KOMIUIEKCOOOPpa3yIoMX COpOEHTOB MO3BOJMIO pa3padoTaTh METOAMKY
ompeesieHUs] TUIATUHBI, MaIaAusl W POJAUS B OTPAOOTAHHBIX ABTOMOOWJIBHBIX
Karajgu3aTopax Ha METAUIMYEeCKOH OCHOBE METOJAOM  aTOMHO-dMHUCCHOHHOM
CIIEKTPOMETPHHU C MHAYKTUBHO CBSI3aHHOM Ia3motii [25, 37].

st KOJIMYECTBEHHOTO CHEKTPaJIBHOTO aHanM3a OTpabOTAHHBIX
aBTOKATaJMU3aTOPOB B  OTIACIABHBIX CiIy4dasX NPHUMEHSIETCS JIyroBOM aTOMHO-
smuccuoHHbd  (JIAD) cmekTtpaneHbli aHamu3 [85], dYTO SABISETCS pEOKUM U
HECTEPCOTUITHBIM pelicHueEM, YCIIOKHEHHBIM MaTPUYIHBIM s dexTom,
HEOJHOPOIHOCTBIO MPOO, OTCYTCTBUEM CTaHIAPTHBIX 00PA3I[OB COCTaBa, YTO MPUBOIUT
K mpobjieMaM B KOHTPOJIE MPABHJIBHOCTH TOJYYCHHBIX PE3yJbTaTOB W MOCTPOCHUU
aJICKBaTHOM TPaTyHMpoOBKH criekrpomeTpa [84]. OmHako mpuMeHEeHHe COPOIMOHHOTO
KOHIICHTPUPOBaHUs Mo3BosiseT ompenenste Pt, Pd, Ir wmeromom JIAD ¢

YAOBJIETBOPUTEIBLHBIMU METPOJIOTHUYECKUMHU TOKazateasaMu [85]. OgHuM u3 crnocoboB
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MOJIyYeHHUs] COpPOIIMOHHOIO KOHIIEHTpaTa MJid MOCJIEAYIOIEro JyroBOro aTOMHO-
SMHUCCHOHHOTO aHaju3a sBIsSIeTCsl pa3daBieHUe NpoObl rpadUTOBBIM MOPOIIKOM B
nporecce CoOpOIUu ¢ MOCAEAYIONUM KOHIIEHTPUPOBAHUEM IPHU HCTONb30BaHUH S,N—
coJiepKaliero KOMIUIEKCOOOpasyrolero copOeHTa B CTAaTUCTUYECKUX YCIOBUSIX IPHU
HarpeBanuu [85]. I[IpemmymiecTBOM MaHHOTO CHoco0a SBISETCS OTCYTCTBHUE CTaauu
pacTBopeHHs copOara, UTO UCKIIIOUAET OTEPIO JIETKOJIETYUUX COSAMHEHUN U yIIPOIAeT
nporeaypy npooonoaAroToBku [85], 4TO MOBHIIAET TOYHOCTh aHAIM3a M TapaHTUPYET
MOJIyYCHUE TPABWIBHBIX PE3YyIbTaTOB, COMOCTABUMBIX C pe3yJbTaTaMHU aHaIu3a,
HOJIyYEHHBIX JAPYTrUMU crieKTpaabHbIiMu MeToaMu — ADC-MCIT u DTAAC [85].

I[Tomumo mnpumenenus S,N—coaepkanux KOMIIIEKCOOOpa3yIoluX COpOCHTOB,
MPUMEHSIOT U APYTHUe COPOIMOHHBIE MaTepuaibl. Hampumep, copOIIMOHHOE BBIICTICHUE
U KOHIUEHTPUPOBAHWE TAIaJus U3 PAcCTBOPOB OTPAOOTAHHBIX ABTOMOOMIBHBIX
KaTaM3aTOPOB  OCYIIECTBISIIOT € TOMOIIBIO  JHUCYIH(GOAUTITUKOIAMUHHBIX
MHKATCYIMPOBAHHBIX MOTMMEpHBIX 11apukoB (DTDGA) [29]. Oxnako mqaHHBINH COPOSHT
JeMOHCTpUpYyeT He3HauuTelbHoe noronienue Fe, Cr, Ni u Pt. CopOuronHasi eMKOCTh
DTDGA cocraBaser 9,33 mr Ha lr cyxoro copOeHTa, YTO Ha MOPSIKUA HIKE
COpOIIMOHHOM €MKOCTH S,N—coaepxamumx KOMILIEKCOOOpa3yroIIux
copbenroB [25, 37, 84]. Crenenp uzneuenuss DTDGA copbenra u S,N—coaepxamiux
KOMILIEKCO00pa3yroIux copoeHToB npesbiiiaet 99 % [25, 29, 37, 84].

Hapsiny ¢ copOumMoHHbIM KOHUEHTpupoBaHnuem [IM dacto wucnosb3yercs
KHUJKOCTHAs SKCTPAKUWs aHAJUTOB [UIsI TOCIEAYIOUIETO OMNpEACNICHUS METOI0M
ADC-UCII [26-28]. Kunkoctayto skctpakiuio [IM mpoBomar u3z HCI, H;SO4 wu
HNO; (0,10-6,0 M) c¢ mnomomp0 TOayonbHOro pactBopa Cyanex 923 [26], u3
CHHTETHYECKOro pactBopa xjopuma ¢ Alamine 304-1, Alamine 308, Alamine 336,
Aliquat 336, TpubytundocharuokcuaTproktuiadochuna [28], U3 COMTHOKHUCIBIX
BBIIIEJIAYMBAIOIIMX pacTBOpoB ¢ mnomompro 0,5 % LIX84I (2-ruppokcu-5-
HOHHJIAIICTOQEHOHOKCHM)  JUIsS  OKcTpakimuu Pd  [27] ® W3 COJSTHOKHCIIBIX
BBIIIEJIAYMBAIOIINX PAacTBOPOB € 5 % Alamine 336 (TpeTHUYHbIN aMUH CMELIAHHOTO TPHU-
OKTHJI/JIEIIJI aMUH) B KEPOCHHE C TOCIEAYIOUIMM CEJICKTUBHOM OYHMCTKOM OT >Kenes3a

pa30aBiIeCHHON COJSTHOM KHCJIOTOM U TOJHOM jecopOumeit Pt w3  HachImeHHOMN
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oprannueckoii (aspl ¢ ucnosb3oBanueM 0,5 M tuomoueBunsl u 0,1 M HCI [27].
DKCTpakuus [IM XapaKTepu3yeTcs BBICOKOH CTETICHBIO U3BIICYCHHUS
aHamToB — 97- 99 % [26 — 28].

Taxxke g BeigeneHus I[IM mpuMeHsitor  (aHU-)UOHHBIH  OOMEH  Ha
cmonbl [20, 28]. [Ipu nonHOM oOMene mpuMeHsIOTAG1-X8 cmony mns BeigeneHus Pt uz
CHHTETHYECKOTO  pacTBOpa,  COJACpJKAIEro  JKele30 W allOMUHUH, TpuU
koHneHTparuu 0,5 M HCl [28]. Tlpu aHHMOHHOM OOMEHE HCIOJb3YIOT CMOIY
DiaionWA21J nnsa Beimenenuss u koHueHtpupoBanuss Rh, Pd m Pt u3 xmopumgabix
pPacTBOpPOB OTPabOTAaHHBIX KEPAMHUYECKUX aBTOMOOMIIBHBIX KaTain3atopoB. CTeneHb
u3BneueHus [IM manHbiM criocoOom BapwHpyercs ot 89 o 92 % [20, 28].

AmomHo-abcopoyuonnvii  memoo  onpeodenenuss I[IM 6 ompabomanmvix
A8MOKAMAIUZAMOPAXC NPeO8apumebHblM omoeieHuem u Konyeumpuposanuem. Kak u
JUISL  aTOMHO-dMHCCHOHHOTO  Metoia ompeneneHuss [IM B oTpaboTaHHBIX
aBTOKaTajau3aTtopax, JUisi aTOMHO-a0COpOIIMOHHOTO METOJa TAaKXKe  YCIEIIHO
NPUMEHSCTCS TPEIBAPUTEIBLHOC OTACIICHHEC U KOHIICHTPUPOBAHHWE AaHAJIHUTOB C
nomombio S,N —comepkamux KoMIUIeKcooOpasytonux copoentoB [36]. IlomHoe
uspnederre [IM u3z 3 M HCI gocruraercs B teuenne 60 muH. EMKOCTH COpOEHTOB
cocrasiser: 1,8 —2,0r/rPd, 1,0 -1,2 r/r Pt u 0,8 — 0,9 r/r Rh. Creneus usBneuyenus Pt,
Pd u Rhuz 2 —3 M HCI: 99 % Pt, 100 % Pd, 98 % Rh npu HarpeBanuu B Te4eHHE Yaca
B npucytcTBuM jadbumuzaropa — SNCl, [36]. C yBenudeHneM KHCIOTHOCTH pacTBOpa
CTENEHb W3BJICUCHUS COMYTCTBYIOIIMX HEOJIaropoJHbIX METaUIOB IOHWXAaeTcs (B
ommune ot [IM). U3 pactBopoB 3 M HCI kucinotHoctd copOiust HeOJIaropoHbIX
METAJIJIOB MPAKTUYECKU HE MPOUCXOAuT [36]. OcTaTouHbIC KOJIMUECTBA HEOIATOPOTHBIX
DJIEMEHTOB JIETKO CMBIBAIOTCS C TOBEPXHOCTH COpOEHTa pa30aBICHHOW COJISTHON
kucnoroil. Ilocime mnpombiBaHus copOarta, KOHIIEHTpAIMs MATPUYHBIX JJIEMEHTOB
HE3HAUWTEIbHA M HE BIUSET Ha pe3ynbTaThl aHanmm3a [36]. [Ipumenenue nannoro Buaa
copberta st copOumoHHoro wu3Binedenus [IM w3 mpoO  oTrpaboTaHHBIX
aBTOKATaJIM3aTOPOB IO3BOJIMIIO pa3paboTaTh METOAUKY aTOMHO-aO0COPOIMOHHOTO
onpenenenus IIM u3 pactsopa OAK (n-10% — n-102; S, = 0,15+0,07) u TBepaoii dassl
OAK (n-10°-n-10*% S, = 0,20+0,12) [36].
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[IpsiMass KamenbHash SKCTPAKIUS CYCHEH3W HMCHOJIb3yeTCsl AJIA pa3/iesieHus |
KOHLEHTPUPOBAHUS THAPOPUIHLHOM MOHHOW IUIATHHBI U3 PAacTBOPOB OTPaOOTaHHBIX
aBTOMOOMIBHBIX Katanmu3aTopoB [31]. Crenenp m3Bieuenusi cocrasiser 99 — 100 %.
[Ipenen obHapyxkeHust — 0,28 HI/MJ, OTHOCUTENBHOE CTaHIAPTHOE OTKIOHEHuE 1,5 %
npu 5,0 Hr/mi (0 = 6).

CymectByer moaxon k mpumeHeHnto DTAAC nmns anammza oTpabOTaHHBIX
aBTOMOOUJIbHBIX KaTaJIM3aTOPOB 0€3 ydeTa BIMSHUS MATPUUYHBIX AJIEMEHTOB [35], mpu
npoOOMOATOTOBKE  CIIOCOOOM  IIEJOYHOTO IUIABJCHHST M C  HCIOJIb30BaHUEM
Triton X-100, crtocoOCTBYIOIIEMY KOJMYECTBEHHOMY OIPEIEICHHUIO IJIATUHBI METOIOM
OTAAC (748 £ 15 —-998 + 10 Mxr/mn).

O0600menHas nHGOpMAIHS 0 MPUMEHEHHUIO SKCTPAKITMOHHOTO U COPOITMOHHOTO
BbiiesieHuss [IM B coueTaHMM C aTOMHO-CIIEKTPAJIbHBIMHU METOJIAaMU  aHaJIM3a

npecTaBieHa B Tabnuie 4.

Tabnuna 4 — DKCTPAKIIMOHHO- U COPOIMOHHO-CIEKTPAIbHBIE METOJIbI OIpe/IeeHUs

IINIaTUHOBBIX METAJITIOB B OTpa60TaHHI>IX aBTOMOOMJIbHBIX KaTajim3aTropax

Okctparent/ | AHamuT Oco0EeHHOCTH METOAUKH MeTtponoruueckue HUcto
cOpOeHT XapaKTePUCTUKU YHHK
1 2 3 4 5
AmOMHO-DMUCCUOHHAS CHEKMPOMEMPUSL
T'etepouennoit Pt, Pd, Paznoxxenune npoOwI B OTHOCHUTENBHOE CTaHAAPTHOE [25]
MOJIUMEPHBIN Rh AQHAJIUTUYECKUX aBTOKIIABax B otknonenue (OCKO) npu
S,N- cmecn H202 — HCI (Temneparypa mMaccoBsIx foisx Pt, Pd u Rh ot
coJieprKaIui narpesa — 220 “C, Bpems 0,001 mo 0,1 % cocraBuio 13 —
KOMILIEKCO00- paznoxenus — 1,5 4, Mmacca 10 % cOOTBETCTBEHHO.
pasyoIui Hasecku — 0,5 — 1 1, 00beM cMecu Crenens u3BineueHus — 100, 100
copbeHT pearentos — 10 mur). 1 99,9 % nnst Pt, Pd u Rh
ouc-[meprunapo- Ycenosus copouun: 50-200 mr D/IK, | cooTBETCTBEHHO.
(1,3,5- KHCJIOTHOCTB pacTBopa 3 M HCl, Emxocts copbenra — 1,42, 3,00 n
JTUTHA3UH)-5- Bpemsi copOiuu — 40 MuH. 0,62 r/r ms Pt, Pd 1 Rh
wi]-3tan (D1K) COOTBETCTBEHHO.
TomyonbHBIH Pd Paznoxenune npo6sl B 12 M H2SO4 | Crenens nzpneuenus — 98,6 %. [26]
pactBop Cyanex (macca naBecku— 0,25 1, 00beM OCKO <6 %
923 cMmecH pearenToB — 10 M1, Bpemst
paznoxxeHus — 96 yacos).
Pd xonuyecTBEHHO 3KCTparupoBaH
¢ momortrsio 0,10 M Cyanex 923, B
TO BpeMms Kak Al octasics B BOJHOM
thaze.
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[Tponomxkenue Tadauib 4

1 2 3 4 5
I'ereponeniHoit | Pd, Pt, | Pa3noxxenue npoOb! B [uana3oH conepxaHuil [37]
MOJIUMEPHBIN Rh AQHAJIUTUYECKUX aBTOKIIABax B anamuTos: N-10* —n-1072,

S,N- cmecu H202 — HCLL OCKO <25 %
coJiepKaIluii
KOMIIJIEKCO00-
pasyromun
COpOCHT
ouc-[meprunapo-
(1,3,5-
JINTHA3HH )-5-
wi]-stad (O1K)
Hucynsdo- Pd Hecopbuus mytem BeTpsixuBanus ¢ | CopOuuonHas emxocts — 9,33 [29]
JIUTIIUKOJIa- 0,01 M triomoueBunsl B 0,1 M HCI. | mr/r.
MUHHBIE [Toka3aHo He3HAUYUTEIBHOE Crenenb usBiedeHus — 0ouee 99
UHKAICYJIUpOBa nornomenue Fe, Cr, Ni u Pt. %.
HHBIE
HOJIMMEPHBIE
MIAPUKH
(DTDGA)
AHNOHO00- Pd, Pt, | BrigeneHue aHaIUTOB U3 D¢ dhexTuBHOCTD agcopOIMM IS [20]
MEHHAasI CMOJIa Rh XJIOPUCTOTO PacTBOPA, Rh, Pd, Pt, Al, Fe, Si, Zn u Pb
DiaionWA21J MOJTyYEHHOT'0 TIOCTIe XJIopupoBanus | cocraBuia 89.89%, 90.58%,
XJIOPOM. 91.53%, 0.69%, 0.63%, 9.98%,
Rh, Pd, Pt, Al, Fe, Si, Zn, u Pb u3 17.58% n 55.14%
pacTBOpa XJIopHIa ObUTH COOTBETCTBEHHO.
a7copOMPOBaHbI HA CMOJTY.
Ancopbuus Zn, Ca, Mg, Ni, Cu, La
1 Ba He3HaunTENbHA.
L1X841 (2- Pd, Pt Boccranosnenue Pd u Pt u3 Crenenp usBneuenus Pd, Pt — [27]
TUIPOKCH-5- COJITHOKHCIIBIX BhlmienaunBaommx | 99,7 %
HOHMJIALEeTo(heH pacTBOpOB ¢ ucrons3zoBanueM 0,5
0-HOKCHM); % LIX841 mst Pd u 5 % Alamine
Alamine 336 336 B kepocune mis Pt.
(TpeTHIHBIH Hapsiny ¢ Pt u3 pacTBOopoB Taxxe
aMHH OJJHOBPEMEHHO M3BJIEKAIOCh
CMEILIaHHOTO xene30. CelleKTUBHASA OYHCTKA OT
TPU-OKTHUII / Fe pasbaBneHHO# consiHON
TSI aMHH) KHCJIOTOM U TTOJTHOH jecopbumeii Pt
U3 HaCBILIEHHON OpraHN4ecKoi
(hazbl mpoBeneHa ¢
ucnonbzoBanreMm 0,5 M
tromodeBunsl 1 0,1 M HCI
I'ereponeninoit | Pd, Pt, | Pa36aBienue npoObl rpaguToBBIM [penenst o6Hapyxenus (I10) — [85]
TIOJIUMEPHBIH Ir TIOPOIIIKOM TIPOBOIMIIOCH B 9-10%,1-10° u 2-10* % macc.
S,N- mporrecce CopOITru. s Pd, Pt, Ir coorBeTcTBEHHO.
coJiepKaIInii Hunanason coneprkanuit
KOMILIEKCO00- anamaTos: 10 — 107 % macc.
pasyomui OCKO < 18,2 %.

copOeHT
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Oxkonyanue Tadaunel 4

1 | 2 | 3 | 4 5
Amomno-abcopbyuonnas cnekmpomempus.
Triton X-100 Pt 4 Buaa mpoOOMOATOTOBKH: MakcumanbHas coaepxkanue Pt: [35]
KOHBEHI[THOHHOE U MHUKPOBOJIHOBOE 748 £ 15 - 998 * 10 Mkr/mi1.
Pa3IoKECHHE C UCITOJIH30BAaHUEM OCKO cocraBuio ot 2,5 10 4,9
LAPCKOH BOJIKH; IEIOYHOE %.
IUIaBJICHUE C METa0OPaTOM JIUTHS;
BOJHBIE CYCIICH3HH.
OKCHpECCHBII U MPOCTON aHAIU3
BOJIHBIX CYCIICH3HUH €
ucrionb3oBanueM Triton X-100.
Pe3ynbraThl HOKa3aay OTCYTCTBHE
3HAYUTENILHBIX MAaTPHUYHBIX
3¢ (HeKTOB B HE3aBUCUMOCTH OT
crioco0a IPHUrOTOBJICHHUS 00pasIia.
Ipsimas Pt Paspaborana mporeaypa ObICTPOro Crenens ussnedenus: 99 — 100 [31]
KareJIbHON MeX(a3HOTO KaTaau3aTopa JUIs %.
IKCTPAKITUU MIPSIMOM KaTeIbHOU dKCTPAKIIUN 10 - 0,28 ur/mi. OCKO - 1,5 %
CyCHeH3UH cycnersuii (PTCDSDME) st mpu 5,0 Hr/MIL.
(PTCDSDME) pasaeneHus 1 KOHUEHTPUPOBaHUS
THAPOQUILHON HOHHOM TUIATHHBI U3
PacTBOPEHHBIX MPOO OTPaOOTAHHBIX
AaBTOMOOMJIBHBIX KaTaJIM3aTOPOB.
SN-uS- Pd, Pt, | CrulaBieHue ¢ nupocyibharom Emxoctb copoentos: 1,8 —2,0 r/r | [36]
coJepIKaIHiA Rh kanus. [Tonnoe ussineyenne M u3 3 | Pd, 1,0-1,2r/rPtu 0,8-0,9 r/r
KOMIIJIEKCO00- M HCI nocturaercs B reuenue 60 Rh. Crenens ussneuyenus: 99 %
pazyromue MUH IpU HarpeBaHUU U B Pt, 100 % Pd u 98 % Rh.
copOeHTBI npucyrcTBuu nabunuzaropa — SNCl,. | Paspaborana metoauka aToMHO-
KoHImeHTpamnms MaTpuaHbIX a0COpOIMOHHOTO ONIpeIeTCHHS
3JIEMEHTOB B copbate He3HauuTenbHa | [IM u3 pactBopa:
¥ HE BJIMSET Ha Pe3yJIbTaThl anamuza. | N-104 - n-107%
Pe3ynbpraThl ananmmza cop6arTos, OCKO =0,15+0,07
MOJTyYCHHBIX IIOCIIC cOpOIMY IBYMS | M TBepAOi (asbl:
BHaMH COPOEHTOB n-10°-n-10*
YIOBIIETBOPUTEIIHEHO COMIOCTAaBUMEI. OCKO = 0,20+0,12.

Wtak, ©CONb3ys y4eT MEXIIEMEHTHBIX U MAaTPUYHBIX BIUSHUN W TPUMCHCHHE
NPEABAPUTENLHOTO KOHIEHTPUPOBAHUSI AHAJIUTOB, MOXHO JIOOUTHCS PpPE3yJIbTaTOB
KoJIM4ecTBeHHOro onpezaeneHus [IM B oTpaboTaHHBIX aBTOMOOMIIBHBIX KaTajlu3aTopax
C YJy4IIEHHBIMU METPOJOTUIECKUMH XaPAKTEPUCTUKAMH.

AHanuTU4YeCKUi KOHTPOJIb OTPAaOOTAaHHBIX aBTOKATAIU3aTOPOB — ATO CIOXKHBIMH,
MHOTOCTYTICHYAThI TPOIECC, CBS3aHHBIA HE TOJIBKO C KOHTPOJIEM COJEpKaHUS
TJIATHHOBBIX KOMITOHEHTOB B PETJIAMEHTHUPYEMBIX JHANa30HaX, HO U UX OCTATOYHBIX
coliepkaHuil B mpolecce nepepadoTku U yrtunuzauuud. Kpome toro, nmpu nepepaboTke
OTpabOTaHHBIX ABTOKATAIM3AaTOPOB HEOOXOIMMO OMPEEICHUE HE TOJBKO MJIATHHOBBIX

METaJIJIOB, HO M TaKWX TOKCHYHBIX 3JeMeHTOB, kak AS, Bi, Cd, Hg, Pb, Sb, Se, Te,
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KOTOPBIMU OHM 3arpsi3HSIOTCS B IIPOLIECCE JKCILTyaTalMd. B 3TOM cilyyae BO3HMKaeT
HEOOXOJUMOCTh  IPUMEHEHHUS  BBICOKOUYBCTBUTEJIBHOTO,  MHOI'O3JIEMEHTHOTO,
YHHUBEPCAJIBHOIO METOJla U pa3pabOTKU COOTBETCTBYIOLIETO METPOJOTMYECKOro
oOecnieueHus. TakuMM IOTEHLMAIbHBIMU  BO3MOXHOCTSAMHU 00JalaeT aTOMHO-
abCopOIIMOHHAs ~ CIIEKTPOMETPUS TpPU  YCIOBUU KOMOMHHUPOBAHMSI  Pa3IUUHBIX
METOAMYECKUX IIOJXOJ0B H aIlapaTypHbIX pEIIEHHW B paMKax 3TOr0 METOoja.
Haubonee  nepcrneKTUBHBIM UM MA@JIOU3YYEHHBIM  IIPEJICTABISAETCS  ATOMHO-

abcopOIIMOHHAS CTIEKTPOMETPHSI C HEIIPEPHIBHBIM HCTOYHUKOM CIIEKTpa.

1.3 ATOMHO-a0COPOUMOHHAS CHEKTPOMETPHUS € 3JIEKTPOTEPMHYECKOM
aToMHM3anMedl W  HempepbIBHBIM  HCTOYHHMKOM cmnekrtpa (OTAAC-HHUC).
IHorenunasbHbie BO3MOKHOCTH npumMeHenusi JITAAC-HUC B anaause

O0TPadOTAHHBIX ABTOMOOMJIbHBIX KATAJIU3ATOPOB

ATOMHO-20COPOLIMOHHBIHI aHau3 KakK WHCTPYMEHTAJIbHBIN METO
KOJIMYECTBEHHOI'O ONPEJAEIEHUS FIEMEHTHOTO COCTaBa BELIECTB 10 aTOMHBIM CIEKTPaM
NOTJIOIIEHHUST 32 OTHOCUTEIBHO KOPOTKOE BpeMsl JIOCTUT BecCbMa IIUPOKOTO
pacnpocTpaHEHUsI B aHATUTHYECKON mpakThke [86]. 3HauuTeNbHBIC MEPCIEKTUBHI B
OynyieM atoMHO-abcopOrmonHo crnektpomerpuu (AAC) cBs3aHBI ¢ TPUMEHEHUEM
HEIPEPHIBHOIO MCTOYHUKA crekTpa. B Teyenue npomenmmx 60 jneT co HA CBOETO
co3nanusi AAC Oblla OCHOBaHA HAa IPUMEHEHHUH JIMHEHYAThIX NICTOYHUKOB CBETa (JamIl
C TOJIBIM KaTOJOM W O€33JIEKTPOAHBIX DPa3psAHBIX JaMIl), 4TO, C OJAHOW CTOPOHBI,
rapaHTUPOBAJIO BO3MOYXKHOCTh M3MEpPEHHUs aOCOpOIUM B LIEHTPE JUHUU IOTJIOMIECHUS
(maxxe C MOHOXpOMAaropaMy HHM3KOTO pa3pelieHus), ITUHAMUYECKH Juara3oH
OKOJIO 2-3 MOpSAAKOB W HU3KUU mpenen oOHapyxkeHus. C JIpyroil CTOPOHBI, 3TO
00cTOoATENBCTBO Aenano AAC 0HO3JIEMEHTHBIM METOZOM aHaju3a [87].

[lepBpili KOMMeEpUeCKHid aTOMHO-aOCOPOIMOHHBIN CHEKTPOMETP BBICOKOTO
pa3pelicHus ¢ HeMPEPhIBHBIM UCTOYHUKOM criekTpa mosiBuiics B 2004 r. [88], Toraa xe
BhIIIa TiepBast craths [89]. B aromMHO-aOCOpPOIMOHHBIX MPUOOpPaX BBICOKOTO

paspeluicHuss ¢ HENpPEepPhIBHBIM HCTOYHHKOM CrieKTpa (puc. 3) B KauecTBE MCTOYHHUKA
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U3JIy4EHUSI  HUCIOJNB3YeTCsS  KCEHOHOBAash  JlamMra  CBEPXBBICOKOTO  JaBJICHUS,
obecrnieunBaroIas MHTCHCUBHOE U3ydeHue B auara3zone 190—900 uM 1 nmo3Bosstomast

poBOAUTH onpeneneHue 68 anementoB [lepuonnueckoii cucremsl J[. . Menaeneesa.

Pucynok 3 — AToMHO-a0COPOITMOHHBIN CTIEKTPOMETP BHICOKOTO Pa3pelieHus ¢

HEIPEPBIBHBIM UCTOYHUKOM cIieKTpa cepuu CONtrAA (dbupmsr Analytik Jena)

Kpome TOro, MHTEHCHMBHOCTH CBEYCHHS KCEHOHOBOW JIaMITBI Ha HECKOJIBKO
MOPSIIKOB BBIIIE JIAMI C MOJBIM KaTOJAOM, YTO MO3BOJISIET, BO-NIEPBBIX, 3(H(PEKTUBHO
paboTtath B obnacTu IiIMH BoJH MeHee 220 HM, BO-BTOPBIX, AJI aHajdn3a JAOCTYITHO
0oJIbIlIee KOJIMYECTBO a0COPOIMOHHBIX JIMHUM JJIsl KaXJ0ro djeMeHTa. M3nydeHnue ot
KCEHOHOBOHM JIaMITBI TMPOXOAWT HYepe3 aToMU3aTop M PACKIAABIBACTCS B CIEKTP
BBICOKOTO pa3pelieHusl ¢ IMOMOIIBI0 JBOMHOr0o OJmiemie-MoHoxpomaTopa (Double
Echelle Monochromator — DEMON). M3 3Toro crnekTpa BbIIEISICTCS HEOOJBIION
JMaTa3oH JUTMH BOJH (10 3 HM), COIep KAl aHATUTUYECKYIO JIMHUIO U €€ OrKaifiiee

CIIEKTpAJIbHOE OKPY)KEHHME, W HAMpaBlIA€TCS Ha CHEIUAlIbHYIO JMHEHHYI0 COOpKY
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MOJIYITPOBOJJHUKOBBIX TBEPAOTENbHBIX MPUEMHUKOB M3IYyYEHUSI MUKPOHHBIX Pa3MepOB
CCD. [porinoii Dmemwte MoHoxpomatop ¢ CCD nperekropom mO3BOJISIET JOCTUYD
paspenieHus 2 mM/IUKCeb, TEM CaMbIM BO3MOYKHO JOOUTHCS OOJBINCH CETEKTUBHOCTH
aHalM3a W YCTPAHUTh OOJBIIOE KOJMYECTBO CIEKTpaibHbIX HanmoxkeHuil [90]. Ha
npuMepe JMHEHHOro JETeKTopa II0Ka3aHa BO3MOXXHOCTh H3MEpPEHHs aTOMHOM
abcopOIU HE TOJIBKO B IIEHTPE, HO U Ha KPbUIbSIX JIMHUU MOTJIOLIEHUS, YTO MTO3BOJISIET
pacuIMpUTh TUHAMUYECKUHN JUana3oH (B BEJIMYMHAX KOHIEHTpaIMu WM Macc) A0 5-6
nopsakoB. [Ipu sToM npenensl 0OHapy)eHUs: a0COPOIMOHHBIX CUTHAJIOB OKa3bIBAIOTCS
HIDKE, YeM C JIMHeHYaThIM HCTOYHUKOM cBeta [91].

Meton  aTOMHO-aOCOPOIIMOHHOW  CIIEKTPOMETPUU € BJIEKTPOTEPMUUYECKOM
aTOMM3alMel U HenpepblBHBIM UCTOYHUKOM criekTpa (O TAAC-HUC) no cpaBHEHUIO €
OTAAC umeer BaKHbIE OTINYMSL:

— eIMHBIA UCTOYHUK U3JTYYECHHUS JJI ONPEIENICHUs BCEX HUCKOMBIX AJIEMEHTOB
(KCEHOHOBAS JIaMIla BHICOKOTO JaBJICHNUA);

— JIBOMHON Oriesie MOHOXPOMATOp BBICOKOTO pa3pelieHus (CHeKTPOMETp
UMEET ABOIHOM MOHOXPOMATOP: MEPBBI — BBIAEISIET HEOOBIIIYIO YACTh CIIEKTPA OKOJIO
MHTEPECYIOIIEH AHAMTUYECKON JMHUHM, BTOPOMl — OIIeiie — JAeT CHEKTP BBICOKOTO
paspelieHus).

bimarogapst TOMy, 4YTO DJJIEKTPOTEPMHYECKHMH  aTOMH3aTOpP HMEET  Psif
KOHCTPYKTUBHBIX OCOOEHHOCTEH, B YACTHOCTH, MOTNIEPEUYHBIN HAarpeB Me4YH, aTOMU3ATOP
rapaHTUPYET:

— paBHOMEpPHOE TEMIIEPATYPHOE pacIpeieIeHUE B0JIb OCH MEUH;

- ATOMM3ALIMIO 3JIEMEHTOB IIPU 00Jiee HU3KUX TeMIIepaTypax;

- CHI)KCHHE WM YCTPAHEHUE MATPUYHBIX TTOMeX U YPPEKTOB MaMsITH;

— JUHEWHYIO0, BBICOKYIO CKOPOCTh Harpesa.

Takum 06pa3om, aTOMHO-a0COPOLIMOHHASL CIIEKTPOMETPHS BBICOKOTO pa3peleHus
C 2JIEKTPOTEPMHUUYECKON aTOMHU3aIMEl U HEMPEPHIBHBIM UCTOUHUKOM CIEKTpPa SIBISETCS
MOCJIEI0BATEILHO-MHOTO3JIEMEHTHBIM METOJIOM aHaju3a Ojaroaapsi €IMHCTBEHHOMY
UCTOYHUKY H3IYYCHHs JJISI BCEX DJIEMEHTOB, 00JIaJaeT OJHOBPEMEHHOW KOPPEKIHEi

dbona, Oornee HHUKHUMH TIpenelaMyd OOHAPYKECHHS, I[MUPOKAM JTUHAMUYECKUM
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JMaa30HOM, JIETKOCTBIO B HCIOJNB30BAHWMM W HU3KUMHU  ONEPAIMOHHBIMHU
3arpatamu [91-98].

BonbumiiM mpeumyiecTBOM MeTOJa SABISETCS TO, 4YTO KaTUOPOBKA MOXKET
MIPOBOJUTHCS C TIOMOIIBIO BOJHBIX CTAHAAPTHBIX PACTBOPOB JaKe MPU TBEPIOTEIHLHOM
BapHaHTE aHAJIN3A.

ATOMHO-a0COpPOLIMOHHBIN CHEKTPaIbHBIA METOJ] aHAJIM3a BBICOKOTO Pa3pelICHUs
C HEMPEpHIBHBIM HWCTOYHUKOM CIIEKTpa U DJIEKTPOTEPMHUYECKON aTOMHU3aIueH,
HECMOTpSI Ha KOPOTKYIO MCTOPHUIO CBOETO CYIIECTBOBAaHUS, 3aHUMAET CEpPbE3HBIC
MO3UIIMM B AaHAIW3€ IMHUIICBBIX TMPOAYKTOB, (apMalleBTUYECKUX IPENapaTos,
HePTEnpoIyKTOB, 0OBEKTOB OKPY>KalOIIEeH Cpeibl, MOJIUMEPOB U Jp. Psg 0030pHBIX
uccienoBanuii [62, 99-107], BpimieAMINX B MOCIEIHUE TOJbI IEMOHCTPUPYET OCHOBHBIE

HaIpaBJICHUS IPUMEHEHUs 3Toro Metojaa (puc. 4).

B [Iumegad IpOTyKITHT
B bHOTOTHIeCKHe 00 HEKTEl
B Bona
B [IBITE HIIOYBEI
B KocMeTHIeckKas NP ONyKIHT
B QapManesTHIeCKAT
TP Oy KITHA
B Hedts 0 HeTeMpOTVETRI

ETIomHMeprr

VooGpeHH: H pacTeHHA

I Opyroe

Pucynok 4 — OcHoBHble HanpasieHus npuMenennst O TAAC-HUC

B AHAJIUTUYECKOU XUMHH
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OnHako MOXXHO C YBEPEHHOCTBHIO KOHCTaTHpoBaTh, uTo MeTon DTAAC-HUC
HEJOCTAaTOYHO BOCTPEOOBaH B  MPOMBIIUIEHHOM UWHAYCTPUU, B TOM  YHCIE
3aHUMalOIIEHCs: cOOpOM, IepepaboTKOM 1 aHATTM30M BO3BPATHOI'O METAJICOIEPIKAIIETO
Chipbid. Mexay Tem, ychemHble paboThl MO  ONpEACNICHUI0  OJIaropOoAHBIX
metauioB [108-110] u Tokcmunbix 3mementoB [111-147] B pasHoro pona oObeKTax
co31at0T npeanocbuiku s pa3sutusa metosa OTAAC-HUC npumennrtensHo k BMC.

B 3aBUCHMOCTH OT aHANU3UPYEMOTO OOBEKTA U OMPEIETAEMOT0 AIEMEHTA MPEe
oOHapyxkeHus Bapeupyercs oT N-10° no 1 mkr/r, B To Bpemsa kak OCKO pe3synbraTos
ananmu3a — ot 0,5 1o 20 %. [Tpuuem, Boicokue 3HaueHnss OCKO 3ayacTyro OTHOCSTCS K
TBEpAOTEIbHOMY aHanu3y Metogom DTAAC-HUC [32, 36].

OCHOBHBIE METOJIMYECKHUE MPUEMBI, TPUBEACHHBIC B MyOIMKAIMUSIX, HAIPABICHBI
HAa WHCTPYMEHTAJIbHYIO OYHUCTKY CUTHaJA, TMOBBIIIEHUE YYBCTBUTEIBHOCTH METOJa
OTAAC-HUC u TouyHOCTH pe3yIbTATOB aHAIIN3A.

OnpeneneHri0 HU3KUX COJCPKAHUN AHAIMTOB CIIOCOOCTBYIOT TAaKWE MPHUEMBI,
KaK UHAUBUAYAJIbHBIN BHIOOP BPEMEHHBIX M TEMIIEPATYPHBIX YCIOBHM, UCIOJIb30BAHUE
MOAU(UKATOPOB, a TaK)Ke MPUMEHEHHE TMPEIBAPUTEIBHON CTAaUU BBIJICTICHUS U
KOHLIEHTPUPOBAHUS ONpENENseMbIX JJIEMEHTOB. llepeuncieHHble TpPUEMBI TaKkKe
MOBBIIAIOT MPEIU3UOHHOCTD PE3YJIbTATOB ONPEICICHUM.

Otamn BbIOOpa TEeMIEPaTypPHO-BPEMEHHBIX YCIOBHUM SBIISIETCSI OCOOCHHO Ba)KHBIM,
MOCKOJIKY MPaBUIIbHO MOJO0OpPaHHBIN TeMIlepaTypHO-BPEMEHHOM PEXHUM MO3BOJISIET 10
CTaAWHM AaTOMH3aIllMHd, TO €CTh Ha CTaAWSIX BBICYIIMBAHUS U TPEABAPUTEIHLHOMN
TepMUUECKON 00paboTKU (NMUPOJM3a), YACTUYHO YCTPAHUTh MATPUYHBIC BIMUSHUSA 0€3
MOTEpPU aHaJIUTa M OMNPEICIUTh HU3KHUE COJEepPKaHUS MPUMECHBIX HJIEMEHTOB B
MaTpHIlaX CJIOXHOTO COCTaBa. B HWHBIX Ciy4dasx 3TO TMOMOTaeT CTaOWUIM3UPOBATH
BBICOKOJIETYYME AJIEMEHTHI W YCIHENIHO TPOBECTU MX AaTOMM3AlUI0, TOJYYHUB
JIOCTOBEpHBIE pe3ynbTaThl. Hampumep, TBepAOTENbHOE ONpEneiieHHe Taulhs B
yroapHoi wmatpunie MerogoM OTAAC-HUC 3aTtpynHEHO BBHIY UPE3MEPHOTO
TIOTJIOIICHUS M3-32 YTOJbHOW MAaTpHIbI IpH Temreparype mupoiusa < 600 °C [148].

Opnnako npu temneparype nuponausa 700 °C norjonieHue B Hayajae CTauyd aTOMHU3alUN
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MOXET OBITh YCTpaHEHO, a Tpu Temreparype aromuzanuu 1700 °C MoxkeT ObITh
IIPOBEJICHO OMpee/ieHre TauIus 0e3 CrieKTpalibHbIX ToMex [148].

BTtopoit HeManoBaXKHBIN IPUEM — UCMHOJIb30BAaHUE XUMHUYECKUX MOAU(PHKATOPOB,
KOTOpbIM sIBISIETCS OJHUM U3 Haubonee S(PPEKTUBHBIX CHOCOOOB YCTpaHEHUS
XUMUYECKAX H CIEKTPATbHBIX MATPUYHBIX IOMEX TMPH DJICKTPOTCPMHUUCCKOU
aTOMHU3ALUU 3JIEMEHTOB. XUMHYECKHE MOAU(PHUKATOPHI MOMOTAIOT COXPAHUTH aHAIUT
710 00Jiee BRICOKHX TEMIIEpaTyp Ha CTaJUU MPEeABAPUTEIbHON TEPMHUYECKOM 00paboTKH,
YCTPAHUTh HEXKENATeIbHbIC 3arpsS3HEHUs WM YIYYIIATh aTOMM3aIuio. Tak, s
onpenesieHuss AS B pbIObeM KUpE MPUMEHSIOT ABOMHON Moaudukatop: RU BHOCAT B
KIOBETY 110 1IpoObl, Pd 1o0aBistor cBepxy Ha mpo0Oy [149]. Pd crabunusupyer AS, B TO
BpeMs Kak RU mpensTcTByeT NPOHUKHOBEHUIO HEOPTaHUYECKHX COCAMHEHUN B
rpaduTOBYIO CTPYKTYpY I1aTdhopMbl KioBeThl. Kpome Toro, Pd momasmiser o6pazoBanue
KapOMJIOB B KOHJIEHCUPOBAaHHOM (pa3e, U MO3ITOMY MOTYT OBITH MCHOJb30BaHbI OoJjee
BBICOKHE TEMIIEPaTyPhl MUPOJINA3A.

Hecmotpst Ha Beicokoe pazpenienue Meroga I TAAC-HUC — 2 nM/HM, IUPOKUA
mquanazoH 190 — 900 HM, NO3BOJNAIOMMA OPOBOAUTH  MOCIEAOBATEIBHOE
onpezeneHue 68 3MeMeHTOB, UHTEp(EPEHIIUU BCE KE SBISIIOTCS HEJOCTATKOM JAHHOTO
MeToja. B cBsI3U ¢ 3TUM MPUMEHSIOTCS pa3iInMyHble CIOCOObI yCTpaHEHHs TIOMEX, B TOM
YHClie C TOMOIIbI0 XUMHUYECKONH MPOOONOArOTOBKU: OT IOJHOIO IEpPEBO/a B PacTBOP
aHAJIMTOB NP MUHUMAJIBHOM IEPEX0JI€ MATPUUHBIX JIEMEHTOB JI0 MPEIBAPUTEIHLHOTO
KOHIICHTPUPOBAHUS OMNpPEACIAEMBbIX 3JEMEHTOB U IMOJHOTO WX OTACNEHUS OT
matpuiibl [110].

PestoMupysi ckazaHHOE€, MOXHO OTMETUTh, YTO ONpEIEICHUE HUBKHUX
COJIEp’KaHUM 3IEMEHTOB aTOMHO-a0COPOLIMOHHBIM METO/IOM SIBIISIETCSI OTHUM M3 CaMBbIX
pacnpoCTpaHEHHBIX AHAIUTUYECKHUX MOJXO0J0B, UMEIOIINM YHUKATbHbIE BO3MOKHOCTU
[0 OMPEICNICHUI0 HIMPOKOTO Kpyra 3JIEMEHTOB, Majble TpeOOBaHHsS K COJIEBOMY
COCTaBy, O0O0JaJalolUi BBICOKOW CEJIEKTUBHOCTBbIO, a TaKke IO TOYHOCTH H
YYBCTBUTEJIBHOCTH MPEBOCXOAIMN MHOTHE apyrue. OaHaKo Ha MPOTAKEHUU MHOTHUX
ger o0jacTb NPUMEHEHHA  MeToja Oblla  OrpaHMYEeHa  OJHO3JIEMEHTHBIM

MOoCJICA0BATCIbHBIM OIIPEACIICHUECM aHAJINTOB. BHC,Z[pCHI/IC B aHAJIMTHUYCCKYIO IIPAKTUKY
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IPOrPECCUBHOTO AaTOMHO-a0COPOLIMOHHOTO METOAa C HCTOYHHUKOM HENPEPHIBHOTO
CHEKTpa MO3BOJWJIO YCOBEPIICHCTBOBAaTh OINPEACICHUE HU3KUX COAEpPKAHUW B
pa3IMyYHBIX O0BEKTaX (TEXHOTEHHBIX OTXOAaX, MHUHEPAIbHOM CBIPbE, XHUMHUYECKHUX
peakTuBax, MeEAUKO-OMOJOrnYecKuX o0O0BekTax). OTINYUTENbHBIMH OCOOCHHOCTSIMU
COBPEMEHHON MOu(UKALKUKA METO/a SBISIOTCA BO3MOXHOCTH IO TMOJYYEHHUIO U
o0paboTKe CHeKTpaJbHOM WH(GOPMAalMU: BApUATUBHOCTHU M YIPaBISIEMOCTH
TEMIEPATYPHO-BPEMEHHOM MPOrpaMMbl aTOMHU3ALMU MMOCTaAUNHO, HA0OPY JJIMH BOJIH
JUISL pacCIIMPEHUs] TUHAMUYECKOTO TUana3oHa, BHIABICHUIO TUIIA CIIEKTPAIbHON MOMEXHU
U €€ Y4eTy/yCTpaHEHMIO C MCIIOJIb30BAaHUEM TPEXMEPHOI PETUCTPALIMY CUTHANA U Py
IPYTHUX.

Opnako myOnMKanMu O MPUMEHEHHH aTOMHO-a0COpPOIIMOHHOM CHEKTPOMETPHUH
BBICOKOI'O pPa3pellieHusi C DSJIEKTPOTEPMHUUYECKON aToMu3aluedl MU HENpEepbIBHBIM
uctounukoMm criektpa (OTAAC-HUC) nnst ananusa oTpabOTaHHBIX aBTOKATAIM3aTOPOB
OPAaKTHUECKH OTCYTCTBYIOT. B wumeromuxcs mnyonukauusx [32], ONUCHIBAIOMIUX
onpezaenenue [IM B orpaboTaHHBIX aBTOKaTaIM3aTOPAX, UCHOJIb3YIOT TBEPAOTEIbHBIHN
aHanu3 ¢ jgoOaBieHneM xumuueckoro monudukaropa (NHiF - HF) nmns Gonee
AKTUBHOM TeMIepaTypHOU MporpamMmbl MU MCIIOJNb30BaHUS TBEPAOIO CTaHAAPTHOIO
obopasna (CRM ERM®-EB504) nns xanmubGpoBku. CTOUT OTMETUTH, YTO YpPOBHHU
COJIep’KaHUsl aHAJIWTOB, KaK MPaBUJIO, HU3KHE (OT MKI/T 7O HI/T) U MOJIy4YEHHBIE
METPOJIOTUYECKHE XapaKTEPUCTUKHU (Tpenensl  oOHapyxkeHus: 6,5 wkr/r  (Pd),
8,3 M1/t (Pt) m 9,3 mxr/r (Rh); OCKO < 11 %) [32] He Bceria MOTYT COOTBETCTBOBATH
nocrasjieHHOW 1enu. Kpome toro, mpoucxoaut ObicTpoe mnoTpelseHue rpaduToBBIX
TpyOOK BO BpeMs TBEPJAOTEJIBHOIO aHAJINW3a, BBUIY BbIOpAaHHBIX aBTOPAMU BBICOKHX
temriepatyp aromuzauuu (2600 °C) m mumponmza (1800 °C), 4rOo 3HAYUTENBHO
YBEJIIMYUBAET CTOUMOCTD aHAJIN3A.

Nupopmanuun 06 DOTAAC-HUC onpeneneHun TMJIaTUHOBBIX METAUIOB U
TOKCHUYHBIX 3JIEMEHTOB B OTPaOOTaHHBIX aBTOMOOUJIBHBIX KAaTaJn3aTopax B JOCTYIMHBIX
JUTEPATYPHBIX UCTOYHUKAX HET, XOTS 3TO HAIPABJICHUE SBISETCS aKTyaJbHBIM C TOUKU
3peHUs] PALMOHAIBHON mepepaboTKM BO3BPATHOTO METAJUICOACPKAIIETO ChIPbS U

9KOJIOTHYECKOMU 0€30IMaCHOCTH.
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1.4 3akarouenue k I'mase 1

Jnst aHanmm3a  OTpaOOTaHHBIX AaBTOKATAIM3aTOPOB HEOOXOAUMO TMPUMEHSTH
BBICOKOUYBCTBUTEIIbHBIE M BBICOKOTOYHBIE  METOJbl  aHAJIU3a, YHUKAJIbHbIE
METPOJIOTUYECKHE XAPAKTEPUCTHUKA KOTOPBIX MOTYT OBITh JIOCTUTHYTHI ITyTEM
KOMOWMHUPOBAHUS HMHCTPYMEHTAJIBHBIX METOJOB C XUMHYECKUM OTICICHHEM U
KOHLIEHTPUPOBAHUEM.

Meron OTAAC-HUC sBisercss nporpecCUBHBIM aHATUTUYECKUM METOAOM, B
MOJTHOM Mepe oTBedaromuM TpeboBanusaMm Kk aHanmuzy OAK. JlanHplli meTon
3 PeKTUBHO KOMOUHHPYETCS C Pa3IMYHBIMH CIOCOOaMu MPOOOIOJATOTOBKHM KakK B
OTKPBITBIX, TAK M B 3aMKHYTBIX CHUCTE€Max. PaHee 3TOT METOJ MMeEJ OrpaHUYEHHYIO
00JacTh MPUMEHEHMS M3-32 HECOBEPILECHCTBA ammapaTrypHoro obecrneueHus. B HoBol
moaudukammu Mmetog ITAAC-HUC ns anammza OAK He npumeHsics.

[IpoBeneHHBIN TUTEpPATYpPHBIN 0030p 1o Mcnoiab3oBaHuio Meroga O TAAC-HUC
B aHAJIMTHYCCKOM KOHTPOJIC pas3iu4HbIX 00BekToB [62, 86, 87, 90, 91, 99 — 149]
MOKa3aJl, 4YTO JOCTOMHCTBA aTOMHO-a0COPOIMOHHOW CIEKTPOMETPHUU BBICOKOTO
pa3pelieHus ¢ DJICKTPOTEPMUUYECKON aTOMHU3alMed W HENPEepPbIBHBIM HCTOYHUKOM
CIIEKTpa SIBJIIOTCS CEPHE3HBIMU TMPEANOCHIIKAMH JIJII HUCCIEAOBAaHUS U Pa3pabOTKu

HOBBIX MCTOAHK aHAJIM3a OTpa60TaHHbIX aBTOMOOMJIbHBIX KaTaJIn3aToOpPOB.

1.5 ITlocTaHOBKA 3212a4¥ UCCJICIOBAHUSA

Lenpto  manHOW  pabOTBI  SBISETCA  MCCIENOBaHME U pa3paboTka
UHCTPYMEHTAJILHOM M XUMHKO-CIIEKTPAJIbHONM METOJIUK aTOMHO-a0COpPOIIMOHHOTO
anamuza OAK ¢ ynydmieHHBIMM METPOJIOTMYECKMMH XapaKTEpPUCTHKAMH Ha OCHOBE
HOBBIX METOJMYECKHUX MMOAXO0B.

JUiss OCTHXKEHHUS IOCTAaBJIICHHBIX LieJieil HEoOXOJUMO pEeUIeHHE CIEAYIOLIUX
3aj1ay:

— U3YUYUTh XapakTepHble OCOOEHHOCTH OTPaOOTaHHBIX aBTOKATAIU3ATOPOB

KaK 00bEKTa aHaJIn3a;
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— MPEMIOKUTh PA3THYHBIE METOJAMYECKHE TOIXOIbl MPUMEHUTEIHHO K
aToMHO-a0copOrmonHoMy aHanmm3y OAK Ha conepkaHue TUIATHHOBBIX METAJUIOB U
JIETYYUX TOKCHYHBIX KOMIIOHCHTOB;

— UCCIICIOBATh BIUSHUE MAaTPUYHBIX M COMYTCTBYIOMMX KoMIOoHEeHTOB OAK
Ha OIpeNeJICHUE MJIATHHOBBIX METAJJIOB U TMOTJIOMICHHBIX B MPOIECCE IKCIUTyaTalllH
TOKCUYHBIX AJIEMEHTOB;

— paspaboTaTh WHCTPYMECHTAJILHBIC CTI0COOBI HUBEIMPOBAHMS
UHTEPPEPUPYIONTUX BO3ACHCTBUN HA OMPEIEIAEMbIC JIEMCHTHI,

— UCCJICIOBaTh U pa3paboTaTh METOIbI COPOIMOHHOTO KOHIICHTPHUPOBAHUS
TOKCUYHBIX AJIEMEHTOB JIJIsl TOBBINICHUS YyBCTBUTEILHOCTH MX OTIPEICICHUS;

— pa3paboTath M aTTECTOBATh MHCTPYMEHTAIbHBIE U XUMHUKO-CIIEKTPATbHBIC
METOJUKH aTOMHO-a0COPOIIMOHHOTO aHain3a OTPabOTaHHBIX AaBTOKATAIM3AaTOPOB C
YIIYYIICHHBIMA METPOJIOTHUECKUMU XapaKTePUCTUKAMU;

— BHEJIPUTH pa3zpaboTaHHBIE METOUKH B IPAKTUKY paboThl McnpiTaTensHOTO

aHAIUTUKO-CEpTU(PUKAITMOHHOTO LIEHTpa HHCTUTYTA ['upenmer.
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I''TABA 2. JKCIIEPUMEHTAJIBHASL YACTD. AIIIIAPATYPA,

PEAKTHUBbBI U MATEPHUAJIbIL. OBBEKTbBI UCCJIEJOBAHUA

2.1 Annmaparypa

1) MHccnemoBaHusi MPOBOIWIM Ha aTOMHO-aOCOPOIIMOHHOM  CIIEKTPOMETPE
contrAA 600 ¢ BIeKTpOTEpMUYECKOM aTOMM3allue W HCTOYHUKOM HENPEPHIBHOTO
cnektpa (Analytik Jena Company, WMena, I'epmanns). CIeKTpoMeTp OCHAIICH
KCEHOHOBOM JIaMIIOM C KOPOTKOM JOyroMl, cozfaromieil ropsuyro (OKyCHYH TOUYKY
(ropsiuee TATHO) M CHOCOOCTBYIOIIAs TIOJYYECHHIO BBICOKOM IUIOTHOCTH Jyda B
HMIMPOKOM crieKTpaibHOM Aauanazone 185 — 900 um, aBoiiHbiM MoHOXpoMaTopoMm u CCD
JETEKTOPOM. YCTaHOBKA JUJIMHBI BOJHBI MPOU3BOJUTCS C TMOMOUIBIO OMOPHOTO
U3ITy4YEHUS TOTOJHUTEIbHOM HEOHOBOM Jammbl. /[BoitHON MOHOXpOMATOp C (POKYCHBIM
paccrossHueM F = 380 MM M mNEepeMEHHONl MNPOMEXYTOYHOM ILEJIbI0 COCTOUT U3
MOHOXpOMAaTopa ¢ KBapleBOM Mpu3MOi U MOHOXpoMaropa ¢ AUGPaKIUOHHON
pelieTkoi Jiense, KOTopble 00ecreuynBaioT Beicokoe pasperienue A/ALk = 145000, uto
COOTBETCTBYET MOJYUYCHHUIO CIIEKTPAIIbHON IIMPUHBI TOJIOCH! < 2 TIKM Ha OJWH 3JEMEHT
n300pakeHus (MUKCeIb) pu aiuHe BOHBI 200 HM.

Cucrema meun cHaOkeHa rpaduTOBOM TpyOKOM, OCHAICHHOW (C BHENTHEH
CTOPOHBI) KOHTAKTHBIMHU IJIOIIAIKAMK, TAPAHTUPYIOUIUMHU JOCTUKEHUS PABHOMEPHOTO
MOMEPEYHOro HarpeBa. MakcuManbHBIE 00bEM BBOAMMOIO PAacTBOpa B TpadUTOBYIO
ktoBeTy coctaBisieT 50 M. Temmeparypa HarpeBa me4yu MOKET ObITh YCTaHOBJICHA B
npeaenax or komHaTtHOM 10 3000 °C ¢ marom 1 °C. JKuzakue oOpasibl BBOASTCS
mukponoszatopom MPE 60 (Analytik Jena Company, MWena, TIepmanus).
Mukpono3upytromee ycrporictBo MPE 60 mpencrabmsier coboil aBTOcaMmIuiep ¢
¢yHkIuel pa30aBieHUs], TMOJTHOCTHIO YIPaBISIEMbId C IMOMOILIBIO MEPCOHAIBHOIO
kommbroTepa (I1IK) m Brmrouaromuii B ceds moTok it 89 mpo6. Bo3MoxHBI 00beM
no3upoBanus — oT 1 1o 50 mMkiI.

B kadectBe 001yBOYHOTO ra3a W 3alIUTHOTO ra3a MCIOIb30BaH aproH (99,998%,

HWU KM, Mocksa, Poccus).
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CrekTpoMeTp  yHOpaBIsETCS KOMIIBIOTEPOM C  TOMOIIBI0  MPOTPAMMHOTO
obecnieyeHnss Ha aHriaukckom si3bike Aspect CS, Mo3BOJSIONIETO YCTaHABIMBATH
yCIIOBUSI TIPOBEACHUS aHAIM3a H TPATyHUPOBKH, KOHTPOJHMPOBATH BHITIOJHEHUE
U3MEpPEHHI, aBTOMATHYECKH TIPOU3BOAWTH pacueT KOHIICHTpAIlMH aHaJIWTa II0
TpalyupOBOYHBIM TpaduKkaM, KOPPEKTUPOBATH PE3yIbTaThl aHamM3a (KOppekius (hoHa
U yUYeT CIEKTPaIbHBIX HAJOKEHUN).

2) PentreHogyopecieHTHBIH CIHEKTPOMETP ¢ BOJIHOBOM aucmepcueri ARL
Optim’X ¢upmbr Thermo Techno Scientific (IlIBelinapusi) wucnonb3oBaH s
yCTaHOBJIEHUsI cocTaBa MaTpulibl Tpod OAK Ha kepaMHuecKoil OCHOBE.

3) Uckposoii macc-cektpometp JMS-01BM-2 (JEOL, fnoHus) HCIONIb30BaH
JUTSl TIPEJIBAPUTENIPHOTO YCTAHOBIICHUSI COAEpKaHUs KOMITOHEHTOB B mpobax OAK Ha
KepaMU4eCKOl OCHOBE.

4) Macc-crieKTpoMeTp ¢ MHIYKTHBHO cBsi3aHHOHM rmiazmoint XSeries Il ¢upmbr
Thermo Techno Scientific (LlIBeiiapusi) ucnoab30BaH i KOHTPOJs 3((HEKTUBHOCTH
crioco6a MUKpPOBOJHOBOTO pasznoxkenus nmpod OAK, a Takke CpaBHUTEIHHOTO aHAIHM3a
U IS KOHTPOJISI PABWIILHOCTH PE3yJIbTaTOB aHAJIHN3a.

5) ATOMHO-3MHCCHOHHBIH CIIEKTPOMETP C HHIAYKTHBHO CBSI3aHHOW ILIa3MOMt
ICAP 6300 ¢upmer Thermo Electron Corp. (CIIIA) ¢ pamuanbHBIM HaOIOJACHUEM
IJIa3Mbl  UCIIOJIB30BaH JUISI  KOHTPOJSL  pa3pabOTKu  crmocoda MHUKPOBOJIHOBOTO
paznoxkenuss mpod OAK, a Takke CpaBHUTEIBHOTO aHaju3a W JJIl KOHTPOJIS
MPaBUILHOCTH PE3YIHTATOB aHAIIN3A.

Anamu3z OAK wmeromamu P®A, ADC-UCII, wuckpoBoit MC u MC-HUCII
BBITIOJTHEH B lcmbiTaTenbHOM —aHanuTuKo-cepTudukarmonHom 1neHtpe (MACII)
«I'mpenmer».

6) Amnamutudeckue Bechbl «Sartorius», Momaenb 1702 HCHOIB30BaHBI IS
MU3MEPEHUsI MacChl HABECOK aHAIM3UPYEMBIX MPOO M /I U3MEPEHHSI MacChl COPOCHTA,
HEO0OXOMMOTO JIJISl IPOBEICHUS COPOIIMOHHOTO KOHIIEHTPUPOBAHHSI.

7) MuxkpoBoanoBas cucreMa MARS 6 (CEM, CIIIA) wucronb3oBaHa st
pa3nokeHust Mpod B 3aMKHYTHIX CUCTEMax

OcHOBHBIE COCTaBIISAIOINE MUKPOBOJIHOBOM cuctembl MARS 6:



46

—  TEHepaTrop MHUKPOBOJIHOBOIO U3JIy4eHHs (MarHeTpoH), paboTawomuii Ha
gactoTe 2450 MI'1 ¢ BeIOUpaemoii MoiHocThio 10 1800 BT;

— xamepa (CBY-pe3onaTop) ¢ 3alllUTHBIM TOKPBITHEM;

— BBITSDKHAS CUCTeMa JIJIsl BEHTUJISILIUU KaMepbl;

— IPOrpaMMUPYEMbI MUKPOIIPOLIECCOPHBIN KOHTPOJLIED;

— cucteMa OJIOKMPOBKY JIBEpH, MPEAOTBPAIIAIOIIasi MUKPOBOJIHOBYIO SMUCCHIO TIPU
OTKPBITOM JIBEPLIE.

Ha pgHe peakimmoHHOW KaMmepbl pacrojiaraercs Typelb Ui pa3MelIeHUs
PCaKIMOHHBIX  COCYJ0B  (McIoyib3oBaHMe cocynoB EasyPrep Plus mo3Boser
OJIHOBPEMEHHO paziiarath 710 12 npo6). PaBHOMEpHBIN HArpeB yCTAaHOBJICHHBIX COCY/IOB
B MHKPOBOJIHOBOM TI0JIe 0OecriedrBaeT MPUBOJ IS BpallieHus Typenu. B xone Harpesa
OCYILECTBIISIETCA TEPUOJUYEcKoe BpalleHue Ha 355° B mpsMoM H  0OpaTHOM
HaIpaBJICHUSIX TTOTIEPEMEHHO, YTOOBI N30€KaTh MePEKPYINBAHUS MEPEIATOYHON TUHUU
JTATYMKOB JAABJICHUS U TEMIICPATYPHI.

OCHOBHBIE TEXHUYECKHE XAPaKTEPUCTUKU MHUKpPOBOJHOBON cucteMbl MARS 6

IpEICTaBJICHbI B TAOIHIIE 5.

Tabmuna 5 — TexHuueckue XxapakTepUCTUKH MUKPOBOJIHOBOHM cuctembl MARS 6 mpu

UCIIOJIb30BaHUU cocynoB EasyPrep Plus

HaumenoBanue 3HayeHne
MakcumaibHasi TeMIepaTypa 310 °C
MakcuMalIbHOE KOHTPOJIMPYEMOE JIaBJICHUE 103 6ap
O6beM cTakaHa 100 cm®
MakcumaibHas MOIITHOCTh 1800 Bt

Jlis MUKpPOBOJHOBOTO pa3zioxeHuss mnpod c¢ momomibio cucteMbl MARS 6
UCIIOJIb30BaHbl pPeakiMoHHbIe cocyabl (aBTokiaaBel) EasyPrep Plus. Cocynsr EasyPrep
Plus npenna3HaueHsl UIsl OTHOBPEMEHHOTO pa3jiokeHus 10 12 mpob ¢ BO3MOKHOCTBIO
KOHTPOJII TeMIlepaTypbl W JaBieHHs B J1a00OpaTOpHONl MHUKPOBOJIHOBOM CHCTEME
MARS 6.

Cocynpl EasyPrep Plus BkmowaroT B ce0si BHYTpEHHHI CTakaH, B KOTOPBIM

MOMEIIAaeTCsl Tpoda W PEeareHThl, KPBIIMIKY U 3alIUTHBIA KOXYX, 0OJIEraroIiero crakaH
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JUIsl TIPUJAHUSL €My MPOYHOCTH. JleTamu H3roToBjieHbl W3 (Toporuiacta BBHUIY HX
HEIMOCPEJICTBEHHOIO0 KOHTakTa ¢ peareHtamu. OObeM pEeakIMOHHOM Kamepbl
cocrapuster 100 cm®. Bce  KOHCTPYKIMOHHBIE  MAT€pPUaIbl  IPO3PAYHBI IS
MUKpPOBOJIHOBOI'O ~ M3Jy4Y€HHUs, TOITOMY  COJEpPNKUMOE  CTakaHa  MOTJIOLIAeT
MaKCHMaJbHOE KOJMYECTBO MHUKPOBOJHOBOM 3HEPrUU. MaKCHUMAallbHO OMyCTHUMast
pabouas Temrieparypa st cocynoB EasyPrep Plus cocraBnser 310 °C, a MmakcuMaibHOE
nasinenne — 1500 psi (103 6ap). [Anst mpemoTBpallieHUs aBapUUHOTO pa3pyLICHHUS
cocyJia UMeeTCs KiamaH ¢ MPeIoXpaHuTeIbHON MeMOpaHou st cOpoca M30BITOUHOTO
naBneHus. JlJis KOHTpOJISI MapaMeTpoB MpOLecca MCIONIb3YeTCs] KOHTPOJIBHBIM cOCy/,
KOHCTPYKIUSI KOTOPOTO MpPEyCMaTPUBAET MOJCOECIUHEHUE NATYMKOB TEMIEPATYPbl U
nasiieHusi. Temrmeparypy KOHTPOJMPYIOT ¢ momomneio cucrembl DuoTemp (Mars 6),
Brirouaroieil  aucraniumonusii MK-matuuk u 30Hn3 MTS-300 Plus. M306bITouyHOE
JaBJICHUE B KOHTPOIILHOM cocyjie u3Mepsrot gararnkom ESP-1500 Plus.

HccnenoBanuss o MHUKPOBOJHOBOMY paszioxeHuto mpod OAK BbINoJHEHBI B
JlaGopatopuy T€OXMMHUM W aHAJIUTHYECKOW XuMHUHU OjaropojHbix MeramioB 'EOXU
PAH u B JlabopaTtopuu pa3aeneHusi 1 KOHLIEHTPUPOBAHUS B XUMUYECKON AUArHOCTUKE

(GyHKITMOHATIBHBIX MaTEpPHAIOB U 00BEKTOB oKpyskatoien cpeasl HUTY «MUCuCy.

2.2 PeakTHBBI 1 MaTEepPHAJIbI

JIisi  TIPUTOTOBJICHUS CTAaHAAPTHBIX PACTBOPOB MCIOJIb30BAaHBI  T'OJIOBHBIC
OJIHO3JIEMEHTHBIC CTaHIapTHBIC PacTBOPHI IIpou3BozcTBa pupmMbl High Purity Standards
(CIIA), conepxamue 1wmr/ma u 10 Mr/mMa onpenensieMblx SJI€MEHTOB. PacTBoOphI
CpaBHEHHUS TOTOBWJIM IIOCJIENOBATEIBLHBIM pa30aBIeHUEM TOJOBHBIX CTAaHIAPTHBIX
PacTBOpPOB.

[Ipu ompeagenennnn TD  WCMOIB30BAaHBI  XUMHYECKHE  MOJIUMDUKATOPHI
npousBojactBa ¢upmbl  High Purity Standards (CHIA): 0,1 % Pd(NO3), wu
5% Mg(NO3), kak Mo OTAEIbLHOCTH, TaK U B cMecH B cooTHornenun 100:1, a Taxxke

1 % NH4H3;PO;,.
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Jlnsg uccnenoBaHUS BIMSIHUA MAaTPUYHBIX KOMITOHEHTOB HAa aHAJMTHYECKHE
curHayibl omnpepaensieMbix 3eMeHToB mertogoM OTAAC-HUC rotoBuiaum MopAeiabHbIC
pactBopsl, coaepsxkamue 0,005 — 3,500 Mkr/mit onpenensieMbix MUKPOKOMIIOHEHTOB U
pasauunoe kosmyectBo (1,0 — 350,0 MKr/mMi1) MaTpUYHBIX M COIYTCTBYIOIIMX
anemenToB: Al, Fe, Mg, Ce, Ni, Zr, Ti, Mn, Si.

Jlnst pacTBOpeHUss TPOO HCMOIB30BaHBl a30THAS KHUCJIOTAa MapKH «0.C.4.» TIO
['OCT 11125-84, xn0pucToBOIOpOIHAs KUCI0Ta Mapku «o.c.4.» 1nmo 'OCT 14261-77,
nepokcuy Bojopona mo ['OCT 10929-76, cepHast KHCIOTa MapKH «O.C.4.» IIO
['OCT 14262-78 a Taxxe cMecH yYKa3aHHBIX KHCJIOT.

C 1menpl0  OTACNEHUS W KOHIIGHTPUPOBAHHUS  TOKCHYHBIX  3JIEMEHTOB
WCIIOJIb30BaHbl TPaHYJIMPOBAaHHBIE TOJUMEpHBIE TereporenHbie S,N-conepskamiue
copoentsl: JJIK, MTX, BJK-MTX, cunresupoBanubie B HACI] «I'upenmer»
CIoco0OM «3Mesl B KJIeTKe» Ha HoHooOMeHHuke «Tulsion A21S» ¢ ucmonbp30BaHUEM B
KaueCTBE MCXOJHBIX aMUHOB ATHWJICHAMAMHUH U MeTmwiaMuH. COpOCHTHI MPEACTABIISIIOT
co0Oi TpaHyIHpPOBAaHHBIA IOPOIIOK, HEPACTBOPUMBIA B BOJEC U pa30aBICHHBIX
KHCIIOTaX, HO 4YaCTUYHO pACTBOPUMBIM (pacman (QYHKIIMOHATILHOW TpPYIIBI) B
npucyrctBur  okuciautener (ko HNO3). Crpykrypbl (YHKIHOHAIBHBIX TPYIII

copOeHTOB TpHBeIcHA B TaOIUIIE 6.

Ta6nuna 6 — ['panynupoBannbie S, N-coaepxariue copbentsl DK, MTX, DJIK-MTX

HasBanue Crpykrypa
S—cH CH,—s
OJIK CH. NM—CH,— CH.—N CH,
S — CH, CH,— S
CH.,—s
MTX CH.—N CH.,
CH,— S/
S—cH CH,—s
CH. N—CH,— CH,— 4 CH,
S — CH, \CHQ —s
SAK-MTX cH.—s
CH,—N \CH2
CH,— s/
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2.3 O0BbeKThBI HCCJIeI0BAHUSA

OOBEeKTOM HCCIIeIOBaHUH SBISUTUCH MMOATOTOBICHHBIC JISI XUMUYECKOTO aHAIIN3a
npoObl 0TpabOTaHHBIX ABTOMOOWJIBHBIX KaTalM3aTOPOB Ha KEPAMUYECKON OCHOBE B
BUJIE TIOPOIIKA, MOJYyYEHHBIE IMOCJIEe WU3MENbYCHHUs M MNpOKaduBaHHs. JucmepcHOCTDH
npo6 OAK cocrasiser He Oonee 200 MkM. B nanHo paboTe nporeaypbl oToopa npoo
HE pacCcMaTpPUBAIUCH.

C 1enp0 MpenBapUTENBHOTO OMpENeieHusT OOIIEro XWMHUYECKOTO COCTaBa
aHAIIM3UPYEMOT0 O0BEKTa ObUT MPOBEIEH aHaJN3 MCKPOBBIM MacC-CIEKTPAIbHBIM U
PEHTTeHO(IIYyOPECIICHTHBIM ~ METOJIaMU  aHanu3a.  AHaluW3bl  NPOBOAWIM  Ha
pentrenodiyopecrienTHoM crnektpomerpe ARL Optim’X dupmsr Thermo Techno
(IlIBefiiiapus) ¢ wuCMONB30BAaHHMEM MeTOJa (PYyHIAMEHTANBHBIX MapaMeTpoB U HA
UCKpoBOM Macc-ciektpomerpe JMS-01BM-2  (JEOL, SfAnonus). B Tabmume 7
NIPUBENICHBI PE3YJIbTATHI ONPEIEICHUS KOMIIOHEHTOB B OJIHOHM M3 MPo0O OTpabOTaHHOTO

aBTOMOOMIILHOTO KaTaau3aTopa Ha KEPaMHUIEeCKOW OCHOBE.

Tabmua 7 — Pe3ynbTaThl MCKPOBOTO Macc-CIEKTpanbHoro u POA™ ompenenenus

MaTPUYHOTO cOCTaBa NpoO OTpaOOTAHHBIX AaBTOKATaJIM3aTOPOB Ha KEPAMHUUYECKOM

OCHOBC
Onement | ConeprkaHue, OnemMeHT Copneprxanue, Onement | CopepxaHue,
MaccoBas 1oisi, % MaccoBast 107151, % MaccoBast 10715, %
Al™ 45,1 T 0,5 Zn” 0,05
Si 31,4 Ca"™ 0,4 Cu” 0,01
Mg™ 7,2 Mn™* 0,2 Rh* 5,0-10°
Fe™ 6,1 Nd™ 0,2 Te" 1,0-10°
Ce™” 5,0 Pd"™ 0,2 As” 2,0-10*
Ba" 0,9 Sr 0,2 Bi" <0,3-10*
La 0,8 Pb™™ 0,15 Cd" <0,1-10*
zZr 0,8 Cr-™ 0,1 Sh* <0,1-10*
Ni™ ™ 0,5 Pt’ 0,1 Se” <0,1-10*

[Ipumeuanne. OTHOCHTENBHAST TOTPEUTHOCTH ompeaeneHus merogoM PDA cocrasmser 7-10 %, meromom
HUCKPOBOH Macc-criektpomerpun 15-30 %.

U3 HpeﬂCTaBHeHHOﬁ Ta6J'II/II_U:-I BHUJIHO, YTO MAaTpUYHbBIMM W COIIYTCTBYIHOIIHNMH

MakpokoMiioHeHTaMu OAK Ha KepaMHYeCKOW OCHOBE SIBJIAFOTCS aJIFOMUHHI, KDEMHHM,
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MarHui, >kene3o, epuil, MUPKOHUH. B cocTaBe Takke MPUCYTCTBYIOT TUTaH, HUKEIb,
MapraHel, CBHHEIl W JApyrue. VHbIE COMyTCTBYIONIME SJIEMEHTHI SIH30IUYCCKH
npucyTcTByloT B OAK B Hu3KkMX KOHIEeHTpauusx. Mcciemyemble B JaHHOW paboTe
tokcuuHble Tmipumecu (As, Bi, Cd, Sb, Se, Te) B OAK Haxomarcs Ha
yposue 10® - 10° 9% wmacc., a r1ulaTMHOBBIE MeTaluikl ¥ Pb - Ha
ypoBre 102 — 10?! % wmacc. Jlng ux onpeneneHuss HEOOXOOMM METON AHAIU3A C

BBICOKOM YYBCTBUTCIIbBHOCTHIO U TOYHOCTBIO.
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TJIABA 3. OBIIIMI  METOJAMYECKHH  TOAXOJA K

MHOTI'O9JIEMEHTHOMY 3JTAAC-HUC AHAJIN3Y OTPABOTAHHBIX
ABTOMOBUJ/IBHBIX KATAJIM3ATOPOB

3.1 IlpenBapurenbHOe H3y4YeHHMEe O0BEKTA aHaJW3a W (PopmMyJMpOBaHHE

KOHKPETHOH 3a1a4u

OTtpaboTaHHbIiI aBTOMOOWJIBHBIN KaTaqu3aTop Ha KepaMHUYeCKOW OCHOBE,
cocrosimeir u3  kopaweputa (Mg,Fe)2[AlsSisO15]-NnH,O ¢ HaHeceHHBIM Ha €ro
MOBEPXHOCTh KaTauTUYeckuM matepuasiom — Pt unu Pd u Rh, gBnsercs onnum u3
CaMBIX PACIPOCTPAHCHHBIX BUJIOB BTOPUYHOTO CHIPhs IJIATHHOBBIX METAUIOB. BBHIY
TOTO, 4TO B 1 KI' aBTOKaTaldM3aTOpa COACPKUTCA NPUMEPHO 2 T IUIATUHOUJIOB,
TpedyeTcs 3aMKHYTBIN KT «IPOU3BOJICTBO-IKCILTyaTaIHsI- Y THITH3AIHS -
nepepaboTka». OQHAKO B MpOIECCe SKCIUTyaTallid AaBTOKATATU3aTOp IOCTENEHHO
pa3pyliaeTcsi OT MEXaHMYECKUX BO3JIEUCTBUM U 3arps3HAETCS pa3IMUYHBIMU TPUMECIMU
(As, Cd, Cr, Ni, Pb, Sb u npyrue), comepkamumucss B OCH3UHE W TPOAYKTaX €ro
CropaHusi, MacJIsHbIX J0OaBKax.

Takum 06pazoM, ¢ OAHOM CTOPOHBI, aHATUTHYECKUH KOHTpoib OAK HEoOX0mmM
¢ mempro wm3BiedeHuss [IM ©w WX mOCIEAyIOmEero BTOPUYHOTO HCIIOIB30BAHUS, C
JIpyrov — I KOHTpOJig coaepkaHuii T, mockoiibky ocHOBHas 4yacth OAK
OTMPABIIACTCS HAa TEPepadOTKy 3a pPyOexk, M, 4TOOBI OCYIIECTBIATh TPAHCTPAHUYHBIC
nepeBo3ku OAK, cormacho [3,4], TpeOyercs mnpenocTaBuTh UHGOPMAIIUIO O
COJICp’)KaHUM HE TOJIBKO 0JIarOpOJIHBIX, HO U TOKCUYHBIX 31eMeHTOB B OAK.

Kak 00beKT aHaJIUTUYECKOTO KOHTPOJISI OTpabOTaHHbIE aBTOMOOWJILHBIC
KaTalu3aTopbl SBISIIOTCSA CJOKHOM 3ajladed, B CBSI3M C MHOTOKOMIIOHEHTHBIM U
HECTEPEOTUITHBIM COCTABOM Hapsily C OTCYTCTBUEM aJICKBAaTHBIX CTaHIAPTHBIX
00pasioB cocraBa. bosnee Toro, mupokuii aquamnaszon cogepxkanuii IIM u TD (ot 10
10 10" maccoseix goneit %) B OAK TpebyeT IpHMEHEHHS! BHICOKOYYBCTBUTENBLHBIX,

CCJICKTMBHBIX M BBICOKOTOYHBLIX MCTOJOB dHAJIM3a KaK HHCTPYMCHTAJIbHBIX, TaK H



52

JOTIOJIHEHHBIX IMPEABAPUTEIIBHBIM XUMHUUYECKUM OTIEIEHUEM U KOHLEHTPUPOBAHUEM
aHaJIUTOB.
TakumMu yHUBEpCAJIbHBIMU XapaKTEPUCTUKAMH OO0JIaJal0T METOAbl aTOMHO-

CIICKTPAJIbHOI'O aHaJIh3a.

3.2 BpbiGop MeTOaa aHAJM3a NPUMEHUTEIbHO K OTPadOTaHHBIM

aBTOKaTa/JIn3aTopamMm

OCHOBHBIMU MHCTPYMEHTAJIbHBIMH aTOMHO-CIIEKTPAJIIbHBIMA METOJIaMH aHaJu3a
OAK sBisitoTcst aTOMHO-aOCOpPOIMOHHAST CHEKTPOMETPUSI C  AJIEKTPOTEPMUUYECKOU
aTOMHM3alMedl M aTOMHO-3MUCCHUOHHAs CIIEKTPOMETPUS C HUHAYKTHUBHO CBSI3aHHOMN
1a3MoH, OOIUM JOCTOMHCTBOM KOTOPBIX SIBJSIETCS BO3MOKHOCTD MCIOJIb30BAHUS JIJIst
NOCTPOEHUSI TPALyHUPOBOYHBIX 3aBUCHUMOCTEN PAacCTBOPOB UHCTBHIX AIEMEHTOB. OHAKO
BO3MOYKHOCTH OOOMX METOAOB aHaiau3a (B MX HWHCTPYMEHTAJIbHOM BapUaHTE)
OTrpaHUYEHbl BIUSHUEM MAaTPUYHBIX KOMIIOHEHTOB MPOO.

ADC-UCII — meron yxe 3apeKOMEHI0Ball CBOIO 3((GEKTUBHOCTh AJIS aHAINU3a
BMC, conepsxariero 61aropojaHbie MeTauibl. J[Manma3oH omnpeaeasieMblX COJIepyKaHHM
cocrapuster 102 — 10 % wmacc. Ho cmemyer OTMETHTB, 4YTO HECMOTpS Ha
YHUBEPCAIBHOCTh 3TaJOHUPOBAHUSA, IPUCYIIYID JaHHOMY METOAY, W KOHTpPOJIA
NPaBUIBHOCTH Ha OCHOBE MPUMEHEHHUS MOJEIbHBIX KOHTPOJIBHBIX CMECEH, 3TOT METO/]
TpeOyeT KOMOMHHUPOBAaHUS C JAPYTUMHU aHAIUTUYECKMMH METOJAaMM IpH padboTre C
BO3BpaTHBIM CBIPbEM JJIsl o0ecreueHus: nocroBepHoctu aHanuza. [Ipuuem ADC-UCII
aHaIM3 COMNPOBOXKAAETCS JAMCCOLMALMEd TMPAKTUYECKH BCEX COCNMHEHHH WU
BO30Y>KJICHHEM aTOMOB BCEX KOMIIOHEHTOB IMpPOOBI H3-3a BBICOKOW TEMIEpaTyphl
ma3mel ~10000 K, 4to, ¢ oaHOM CTOpPOHBI, SIBIASETCS JOCTOMHCTBOM MeETOAa, HO, C
JIpYyro CTOpPOHBI, BJ€YET 3a CO0OW perucTpanuio MHOTOJIMHEHYATOro CIEKTpa
cokHOro cocrapa. Ilpu comepxanusax [IM B mpobax OAK menee n-10° % macc.
HEOOXOJMMO B JONMOJHEHUE K AaTOMHO-CIEKTPaJbHOMY METOAY aHajiu3a BBOJUTH

NpCABAPUTCIIbHYIO CTAAWIO PA3JICIICHNA U KOHICHTPUPOBAHHA aHAJIIUTOB.



53

Brenpenue B MpakTUKy aHATMTUYECKON XMMHUH HOBOTO MPOTPECCUBHOIO aTOMHO-
aOCOpOILIMOHHOTO METO/Jia € HMCTOYHHUKOM HENPEPBIBHOIO CIEKTpa MO3BOJIMIO
YCOBEPIIIEHCTBOBATh OMNPEACIICHUE HHU3KUX COJICPXKAHUN B Pa3IUYHBIX OOBEKTaxX
(TeXHOTEHHBIX OTXO0/aX, MUHEPAIBHOM ChIPbE, XHUMHUYCCKHUX PEAKTHBAX, MEIUKO-
ouonornueckux 00bekTax). OTIUYUTETBHBIMU  OCOOEHHOCTSIMH  COBPEMEHHOMU
MoIU(UKAIIME METO/A SIBISIIOTCS MOAXOAbl K MOJTYYeHHIO U 00paboTKe CHEKTPaIbHOM
uHopMalMu:  BapUATHUBHOCTL W YNPABISEMOCTh  TEMIEPATypPHO-BPEMEHHOMN
IporpaMMbl  aTOMHU3allUd  TOCTAAMMHO, HA0Op JUIMH BOJH Il PaCHIUPEHUS
JUHAMUYECKOTO JIMala30Ha, BbBIABICHHE THUMA CHEKTPAJIbHOW TIOMEXH U €€
y4eT/yCTpaHEHUE C UCTI0JIb30BaHUEM TPEXMEPHOU PErHCTPallui CUTHANA U P IPYTUX.

Meton OTAAC-HUC ananmu3za mnpuMeHseTCs B pa3iMYHbIX  0O0JIAcTAX
aHaJIMTHYeCKoro KouTposs [62, 86, 87, 90, 91, 99 — 149] u 3apekoMeHnoBan cebs Kak
BBICOKOTOYHBIII M BBICOKOUYBCTBUTEIBHBIA METOJ aHadu3a, UMEIOIINI yHUKaJIbHBIC
BO3MOXXHOCTH MO OMNPEJEICHUI0 HU3KUX COACPKAHUM, XapaKTEPU3YIOMIUMNCI MaJIbIMU
TpeOOBAHUSIMU K COJIEBOMY COCTaBY M IO3BOJISIONIMNA OMNPENEATh IIUPOKUNA KPyT
AJIEMEHTOB.

Pacmupenne Bo3moxkHoctelr OTAAC-HUC mertona aHanm3a OCYyHIECTBISICTCS
nyTeM KOMOWHHUPOBAHUS €r0 WHCTPYMEHTAJIHLHOTO M XHMHKO-CIEKTPAILHOTO (C
XUMHUYECKUM OTACJICHUEM U KOHIICHTPHUPOBAHUEM HCKOMBIX 3JIEMEHTOB) BApHUAHTOB.
JlaHHO€ KOMOMHUPOBAHKE TMO3BOJISIET OXBATUTh OOJIBIION CHEKTP 3a/7a4 U ONpPEeAesTh
MCKOMBIE DIIEMEHTHl B INMPOKOM JMala3’oHe uX cojepkanuii ot Nn-10°
10 N-10" maccoseix moneii %. M xota nmy6nukamuu 1o onpeenenuro [IM u TD B OAK
MetonoM OTAAC-HUC oTCyTCTBYIOT, €ro JIOCTOMHCTBA SBIISIIOTCS CEPHE3HBIMU
NPEANOChUIKAMHU  JIJIT  WCCJCNOBaHUS W Pa3pabOTKH HOBBIX METOAWK aHaJIHM3a
OTpabOTaHHBIX ABTOMOOUJILHBIX KaTaJIu3aTOPOB.

s peamuzanyu Bo3MoxHoctelt OTAAC-HUC npumennrtensHo k anaimmn3y OAK
HaMH TPEMJIOKEH PSAJ HOBBIX MOAXOJ0B — crenuanbHas npoodonoarotroka OAK,
rapMOHM3UPOBAHHAsT €  METOAOM  aHajiu3a; HCCIeoBaHUE M pa3paboTka
uHctpyMeHtanbHoro  Bapuanta OTAAC-HUC-MIH  onpenenenuss  mIaTUHOBBIX

MCTANIOB MW CBHHIOA C VYIYUIICHHBIMH MCTPOJIOTHYCCKUMHU XapaKTCPUCTUKAMMU,
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ucclieIoBaHUEe U pa3padoTka XuMHUKo-crnekTpaibHoro metoga O TAAC-HUC-XC nnsa
BBICOKOUYBCTBUTEILHOTO  OMNPEACJICHUS  TOKCUYHBIX  INpUMEceH;  pa3paboTka

YCOBCPIICHCTBOBAHHBIX METOJAWK aHAJIN3a HAa OCHOBC IMPCIJIOKCHHBIX ITOAXO0I0B.

3.2.1 IIpoOonoaroroBka oTpadO0TAHHBIX ABTOKATAJIN3aTOPOB

Meton 9TAAC-HUC ananuza — olMH W3 T€X METOAOB, KOTOPHIH 3P(HEKTUBHO
TapMOHU3UPYETCS C PA3TUIHBIMU CITOCOOAMU MTPOOOTIOITOTOBKU KaK B OTKPBITHIX, TaK U
B 3aKpbIThIX cucTteMax. O030p JUTEepaTypHbIX U HOPMATHUBHBIX HCTOYHUKOB IMOKa3all,
YTO TMPOOOIOJATOTOBKAa OTPA0OTaHHBIX aBTOMOOMJIBHBIX KaTaJU3aTOPOB, B OCHOBHOM,
OCYIIECTBISICTCS JBYMsI OCHOBHBIMH criocobam. [lepBeiM sBISIETCS CIIaBICHUE
aHANM3UpyeMOor MPoObI ¢ MUPOCYIH(ATOM Kalius, BTOPbIM — KUCJIOTHOE PA3I0KEHUE
npo0 B 3aKpHITBIX cuUcTeMax. Tak, B pabore [23] oOTMEUEHO, 4YTO JydIIue
METPOJIOTUYECKHE  XaAPAKTEPUCTUKH (OTHOCUTEIHHOE CTAHJIAPTHOE OTKJIOHEHUE
pe3yJbTaTOB aHaiM3a MO pa3pabOTaHHBIM MeToaAMKaM coctaBiseT 11 — 9 % npu
conepxkanusix Pt, Pd u Rh ot 0,01 mo 0,3 %) u MeHblMe MaTpUYHbIC BIUSHUSA MPU
aHaJIM3¢ OJHOKOMITOHCHTHBIX M JIBYXKOMITOHEHTHBIX OTPaOOTaHHBIX aBTOMOOWIIBHBIX
karanuzatopoB metonom ADC-UCII, comepxkamux Pt m (umm) Pd, oGecmeumBaer
Croco0 TepeBojia OMpeNeieMbIX METAIOB TUIATUHOBOW TPYIIIBI B PAacTBOP CMECHIO
kucior HCl : HNO3z = 3:1, a npu aHanu3e TPEXKOMIOHEHTHBIX OTPaOOTaAHHBIX
aBTOMOOWMJIbHBIX KaTanu3aTopoB — cMeckio kuciaotr HySO4 : HCl: HNO3 =1:7,5:2,5.
Pomuit  [23] B MENKOAMCHEPCHOM  COCTOSIHUM  PAcTBOpSIETCS B KHUIIALIEH
KOHUECHTPUPOBAHHOM  CEpPHOM  KHUCHOTE.  [[JI4  KOJMYECTBEHHOIO  IEPEBOJA
MeTtaumueckoro Rh B pacTBop HafeXHBIM CITOCOOOM SIBJISIETCSI TaK)KE CIUIABJIICHHUE C
nupocyibpaTaMy MEIOYHBIX METAJUIOB, MPU KoTopoM Rh nepexonut B pacTBOPUMBI B
BoJIe cynbdar [57].

C menpro TIepeBoIa BCEro KoMIUIeKca onpenesnseMbix eMenToB OAK B pacTBop
0e3 MoTephb JIETKOJETYYMX TOKCHYHBIX 3JIEMEHTOB, B HACTOsIEH paboTe BHIOpAHHBIM
crioco6om paznoxenus mpod OAK sBIs10Ch MUKPOBOTHOBOE KHCJIOTHOE PA3JIOKEHUE B

3aKphITON cucteme. JJis Toro, 4To0Obl JOCTUTHYTH ATOM 11€JM ObUIM MOCTaBJIEHBI 3a/1a4U
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10 BBIOOPY CMECH pEareHTOB JUIsi MUKPOBOJIHOBOIO BCKpbITHS Mpod OAK, u3ydenuto
3aBUCUMOCTH KOJIMYECTBEHHOIO IE€peBOJa MCKOMBIX DJJIEMEHTOB B pacTBOp OT
TEMIIEpaTypbl M BPEMEHH MPOOOMOATOTOBKA U, COOTBETCTBEHHO, YCTAaHOBJICHUIO
TEMIIEpaTypHO-BPEMEHHOIO peXuMa Jisi MUKPOBOJHOBOro pasyoxeHuss npod OAK.

Pe3ynbpratrel 3THX UCCen0BaHMM NpeacTaBieHsbl B [ nase 4.

3.3 Meroauueckuii moaxox k ITAAC-HUC anaam3zy oTpadOTaHHBIX

aBTOMOOMJILHBIX KaTaJiu3aTopoB

OO6muit MeToauueckuit moaxo k k MHorosnemeHTHOMY DTAAC-HUC ananuzy
OAK, mponuiroCTpupOBaHHBIN B BHUJI€ OJIOK-CXEMbl HA PUCYHKE O, OCHOBBIBACTCS Ha

TpexX JTamax.

3.3.1 HccaenoBanne AaHAJTUTHYECKHX BO3MOKHOCTEH HHCTPYMEHTAJIBHOTO
9TAAC-HUC (OTAAC-HUC-UH) metona onpeneienuss [IM u TD B pacTBopax

npod 0TPadOTAHHBIX ABTOKATAJIU3ATOPOB

OcHOBHBIMU (paKTOpaMH, BIHUSIONIMMH Ha TMOJIYYECHUE TOYHBIX PE3yJIbTaTOB
OTAAC-HUC-MH ananuza sBISIOTCS:

— temnepatypHo-BpeMenHbie  ycioBuss OTAAC-HUC-MH onpenenenus
aHaAJIUTOB;

- npumeHenue wMoaudukaropos npu IDTAAC-HUC-MH onpenenenun
aHAJIUTOB;

— OIICHKA MIPEIeNIOB OOHAPYKEHUSI M OTIPE/ICTICHUS aHATUTOB,

- W3yYCHHE BIIMSAHUS MATPUUYHBIX U COIMYTCTBYIOIIUX KOMIIOHEHTOB Ha
OTpeJIeTICHNEe AaHAJIWTOB, YCTAaHOBJICHHE CIOCOOOB y4ueTa W MHUHHMH3AIUU OTUX

BIIUSTHUU.
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( OrpaboraHHble aBTOMOOHILHEIE KaTanuzaTopel (OAK) ]
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METOJaMH HCEKpPOBOil Macc-crekTpoMeTpH B PODA
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! |
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PpaziiosReH

MaTpHuHOe BIHAHHE
Ha DTAAC-HHC onpenenecHie
AHAITHTOB HE BRISBIICHO

Anams OAK no paspaboTaHHBEIM MeTOJHKaM

T 1
IlepeBos B pacTBOp aHAIH2HPYEMEIX Tpo6 OAK I_ Merojmka HHCTPY MeHTalbHOTO D TAAC-HUC
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Pucynoxk 5 — O6umit metoauyeckuii noaxoa Kk MuorosnemMeHTHOMY D TAAC-HUC ananu3y oTpaboTaHHBIX aBTOKATAIN3aTOPOB
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Buibop memnepamypno-epemennvix ycnosuti ITAAC-HUC-UH onpedenenus

ananumos. TeMIiepaTypHO-BpEMEHHAs MPOrpaMmMa AIEKTPOTEPMUUECKOTO aTOMHU3aTopa
COCTOUT W3 HECKOJbKHX IIOCJEIOBATEIbHBIX CTaJAWA HAarpeBa: BBICYIITUBAHUE,
npeaBapuTeNbHas TepMudeckas o0paboTka (MUPOIN3), aTOMHU3AIUS U OYUCTKA (OTXKHT).

Cramus BBICYIIMBaHHMS MPOOBl MpeTHA3HAUYCHA IS IOJIHOTO  yIaJeHUs
PACTBOPUTEIIS 32 CUET TEPMUUYECKUX MPOIIECCOB UCTIAPEHUS U KUTICHUS 10 HACTYILICHUS
CJICAYIONICH CTaIUK TEMIIEPATypHO-BPEMEHHOW MPOrpaMMBbl — CTaJuU nuposmsa [62].
Bribop TemmepaTypbl JaHHOW CTaauu JOHKEH HCXOAWTh W3 OTCYTCTBUS KHUIICHUS
pacTBOpUTENIA, TOCKOJBKY 3TO MPUBOAUT K PA30pPBI3TUBAHMIO M TEPEHOCY YacTd
oOpasiia Ha pa3au4Hble YYACTKH IEUHd, a TAKXKE MOTepu 00pas3la, 4To pe3KO yXyIIIaeT
MOBTOPSEMOCTh  pe3yJbTaToB omnpenencHuii. I[loatomy Heobxoaumo BBIOMpATh
TEMIIEpaTypy  BbICYIIMBAHUS  HI)KE  TEMIEpaTypbl  KHUIEHHUS  PAaCTBOPUTENA
(ma 10 — 20 °C). Taxxke Ba)XHO YYUTHIBATh, UTO IpadUTOBAs MEYb C MUPOJIUTUUECKON
m1aTGopMoit TpeOyeT HECKOJIBbKO 00Jiee BHICOKOW TeMITepaTyphl CTaIUU BHICYIIUBAHUS
(7a 30 — 40°C), yem npu AO3UPOBAHUU O0pa3lla HA CTEHKY IEYH, TaK KaK TeMIepaTypa
1aTopMBI BCeria HIKe, YeM CTEHKH Tieun [62].

CKOpOCTh MPOAYBKM BHYTPEHHEro o0ObeMa IeuYd 3alIUTHBIM MOTOKOM TIa3a Ha
CTaJN¥ BBICYIIIMBAHUS JOJDKHA OBITH MAaKCUMAJIBHOU JIJISl TIOJIHOTO y/IaJICHUS OCTAaTKOB
pacTBopuTels [62].

Bcrpoennass kamepa B crektpomeTp cONtrAA 600 1o3BoJII€T MPOBOJIUTH
HEMOCPEACTBEHHOE HAOIII0JIEHUE 3a TMOBEJECHHUEM BBEJIECHHOrO0 o0pa3la Ha CTaiuu
BBICYIIIMBAHUS TIPOOBHI.

Cranus npeaBaputeabHoi Tepmuueckoit oopadbotku (IITO) — cragusa nuposusa,
OTBEYAET 3a PAa3JIOKEHUE (YaCTHYHOE WJIM TIOJHOE) COJEBBIX U OPraHUYECKHUX
COCTABJISIIOLIUX MAaTPHUILIBI TPOOBI 1 MAKCUMAJIBHO MOJHOE YAAJIEHHE 3TUX KOMIIOHEHTOB
U3 MPOCTPAHCTBA MIEYH C COXPAHEHUEM OMPEEISIEMOro 3JIEMEHTa BHYTPU aTOMHU3aTOpa
B cTaOWibHOM (opMe Mg TOro, YTOOBI aTOMHU3AIUs MPOTEKAa ¢ MHHUMAJIbHBIM
MEIIAIOIMM BIMSIHUEM OCHOBBHI [62].

JIJist  yCTaHOBJIGHHS TEeMIEpaTypbl TUPOJIU3a HEOOXOAMMO JEHCTBOBATH IIO

CIIEYIOIIEMY AITOPUTMY. 3aJaB JUIMTEIBHOCTh CTAJUHU, MOCTOSHHYIO TEMIEpPATypy
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CTaJUM aTOMHU3AIMU, BBOAWIM B aTOMHU3ATOp MpoOy 0e3 uiaum ¢ MoIu(HUKaTOpoM U
nocnenoBarenbHo, ¢ maroM 100 °C, u3MepsiiM aHAIUTUYECKUM CUTHAI M TMOJIy4alu
3aBUCUMOCTh €ro ot temreparypbl craguu [ITO. [Jo ompeneneHHoW Temmeparypsl
CTaAUM THUPOJU3a CHUTHAJ AaTOMHOTO TOTJIOIICHHS] JJIEMEHTa IIOCTOSIHEH, 3aTeM
OPOUCXOAUT €ro CHI)KEHHE, OOYCJIOBIIEHHOE BBICOKOTEMIIEPATYPHBIMU MOTEPSIMU
OlpezeNsieMoro »JeMeHTa. Temreparypa, HpH KOTOpOM HauMHaeT HaOII0JaThCs
CHMKEHUE aHAIUTUYECKOrO0 CUTHaNa (3TO COOTBETCTBYET OOHAPYKHMBAEMOMY YPOBHIO
MOTEePh aHAJINTA) WM HECKOJIbKO MeHbInas Temneparypa (1o 100 °C), mpuHumaeTcs 3a
HEOOXOIUMYIO TeMITepaTypy CTaauu muposusa [62].

Ha cragum atomu3anuu 3a cYeT BBICOKOTEMIIEPATYPHOTO HArpeBa MPOUCXOAUT
NEPEeBOJ] OMNpEAeNsieMOro >3JeMEHTa B JJIEMEHTapHOH ¢opMe WM B BHUAE €ro
COCIMHEHMsS] W3 KOHJICHCHUPOBAHHOTO COCTOSIHUS OCTaTka MpoObl (MOcie CTaauu
NUpoIKM3a) B ra3oByio (a3y (aTOMapHBIM Map) U TepMHUUECKas WIM TePMOXUMHUYECKast
aToMM3alus 3JeMeHTa. UyBCTBUTENBHOCTh aHAJIM3a 3aBUCHUT OT IPOLECCOB,
OPOUCXOMASIIUX TpH aToMmu3anuu. OTMeueHo, 4YTO Haubojee OBICTPHIM MOIBEM
TEMIEPATypbl MOXET CHOCOOCTBOBATH IMOJYYCHHIO MaKCHMaJIbHOM KOHIEHTpPaLUU
3JIEMEHTa B aTOMHOM Tiape [62].

JIns  ycTaHOBIIEHMS ~ TeMIepaTypbl  CTaAUM  aTOMM3alMM  BJEMEHTOB
NEPBOHAYAIILHO 33]1aBaJI YCTAHOBJICHHBIC paHee TeMIIepaTypy U JUITUTEIbHOCTh CTaIuu
nuposn3a (tadiuna 10, monpasaen 5.1). 3aTem BBOAUIN B aTOMHU3aTOP ITPoOy O6€3 WK C
MOIU(PUKATOPOM U TTOCHIeIoBaTeIbHO, ¢ maroM 100 °C, peructpupoBaiu MUK aTOMHOTO
NOTJIOIIEHUS 3JIEMEHTa W OMNPENEesUIM 3aBUCUMOCTh AHAMTUYECKOTO CHUTHajla OT
TEeMIIepaTyphbl CTauu aToOMU3aluu. TemMiepaTypy, COOTBETCTBYIOUIYIO YCTaHOBJICHHUIO
MOCTOSTHHOTO YPOBHSI aHAJIMTUYECKOTO CHUTHAIA, MPUHUMAJH 32 TeMIepaTypy CTaauu
aTOMM3ALIUH.

Ilpumenenue moouguxamopos npu ITAAC-HUC-UH onpedenenuu anarumos.
[IpumeHeHrne XUMUYECKUX MOIU(UKATOPOB MO3BOJSET COXPAHUTh AaHAIUT N0 Oojee
BBICOKMX TEMIIEpaTyp Ha CTaJud TNpPeIBapUTEIbHON TepMUYECKOH 00paboTKH,
YCTPAaHHUTh HEXKEJIATEIbHbIE 3arpsi3HEHUS WM YIYYIIMTh AaTOMHU3ALUIO PA3THUYHBIMU

Ny TSIMU:
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— TIOBBICHB TEMIIEPATYPY CTaIUH MUAPOJIH3a (IOHU3UTH JIETYYECTh);
— oOecrnieunB 0oJiee OTHOE TEPMUUECKOE Pa3NI0KEHNE MaTPUIIbI,
— npeoOpa3oBaB MeMIAIONINE MaTPUYHBIE BEIIECTBA B MEHEE OIAaCHBIC
COCIMHEHUS;
— YBEJIMYMB JIETYYECTh MEIIAIOIIUX COMYTCTBYIOIIMX KOMIIOHEHTOB U WX

yAaJIeHuE Tiepe]] CTaaueld aToMu3alliu;

- YIydliuB IIPEacCbl O6Hap}7)KCHI/I}I N TOYHOCTHL aHalIu3a, oOecneunBas

MOABJICHUEC OAMHOYHOI'O ITMKa aTOMU3allH,

- YBEJIIMYUB YYBCTBUTEIHLHOCTh OMpPENCICHUS (IS HEKOTOPHIX JIEMEHTOB C
HU3KOW  CTENEHBI0  aTOMM3AIMH,  OOpa3ylolmuX  TPYIHOJIUCCOIMHPYIOIIHE
coequHeHus) [62].

Haubonee dacTto WCMONB3yeMBIMH XHUMHUYECKMMH MOIU(PUKATOpAMHU  TIPH
onpenenenun TokcukaHToB sBJOTCS PA(NO3), m Mg(NOs3)2, ux cmech, a Takxke
NH;H,PO,4. Amnamutuku  oTMmedaroT  BbiCOKyl0  3ddextuBHocth  PA(NO3)o,
npeoOpa3yroero aHaIMT B TEPMHUYECKU CTaOWJIbHBIE (OPMBI, UYTO CHHUIXKAET €ro
JeTy4ecTh. DTO TIO3BOJIACT, TOBBICUB TEMIICPATypy TMHPOJIA3a aHAIUTA, YAAIUTh
MaTpUYHBbIE KOMIIOHEHTHI MPOOKI, HE TIOTEPSIB OMpEeIsIeMoro deMeHTa. CMelIaHHbIH
moaudurkarop MQ(NO3), + PdA(NO3), Takke HposSBISET BBICOKHE ITOKa3aTeln
TEPMHUYECKON CTa0WIBHOCTH aHAJWTOB, CBS3bIBas TIOCICIHUX B WHIUBUAYaTbHBIC
COCIMHEHUSI OKCUHOTO W MHTEPMETAIIMYECKOTO THIA, a TAKKe B KOHJICHCHPOBAHHEIC
pPacTBOPBI OKCHIHOTO M METAJUTMYECKOTO THITA [62].

B nannoii pabore s onpenenenus Pb xumudeckuii Mmoaudukarop npuMeHeH B
COOTBETCTBUH C PEKOMEHIAIMSAMU (PUPMBI-TIPOU3BOJAUTEIST aTOMHO-a0COPOIIMOHHOTO
cnektpomerpa cOntrAA 600 — Analytik Jena. Jlns ompemenenus Pd, Pt u Rh
XUMHYECKHE MOIU(UKATOPHl HE HMCTOIB30BATHCHh. MoaudukaTop u mpoOy BBOIMIN
OJTHOBPEMEHHO B COOTHOIICHWH | :4, oTOMpaB oOJHY 3a JPYyrod allMKBOTY
MonudukaTopa € aHATU3UPYEMOTO pacTBOpa MpoObl HOCHKOM aBTOJI03aTopa.
CooTBeTCTBHE TMPHUMEHSEMOI0 XHMHYECKOro Moau(puKaTopa K ONpeacsieMoOMy

3JIeMEHTY Moka3aHo B Tabmuie 10 moapaznena 5.1.
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Yemanoenenue npeoenos obnapyoicenusi u onpeoenenus aHaiumos Memooom
ITAAC-HUC-MH. JIna oueHKW TpeaeioB OOHAPY)KEHUS U ONpEACICHUs aHAJIMTOB B
rpauTOBYI0 KIOBETYy BHOCHJIM COOTBETCTBYIOLIMI pacTBop. [lo pexomennanuun
Mexnaynaponnoro cowsa npukiaaHor xumuu  MIOITAK  [150-152] npenens
OoOHapy>KEHUSI MCKOMBIX JJIEMEHTOB paccuuThiBaiy 1o 3S-kpurepuio (10S-kpurepuro
JUJISl OLICHKU MPENEIoB onpeaeneHus) s 10 napamienbHbIX ONpeeIeHU B pacTBOpE.
VYcraHoBieHue npeaenoB 0OHAPYKEHHUS U ONPEICTICHUSI aHAIUTOB TTO3BOJIMIIO OLIEHUTH
Bo3MokHOCTH DTAAC-HUC Merona u mpoBoauTh pa30aBiieHHe aHATM3UPYEMBIX TTPOO
C YYETOM HAaXOXXJIEHHUSI HMCKOMOM KOHUEHTpallMy aHajiuTa HE HHUXKE MPEIesioB.
PesynbTaTel npeacrasieHsl B ['ase S.

H3yuenue enuanus Mampudnslx u conymcmeyrowux xkomnonenmos Ha ITAAC-
HUC-UH onpedenenue ananumos, onpeoeneHue cnocobos yuema u MUHUMUIAYUY IMUX
enuanui. Knaccuueckumu cnoco0aMu yMEHbBIICHUS BIUSHUNA CO CTOPOHBI MaTpPULbI U
CONYTCTBYIOILMX 3JIEMEHTOB Ha ONPEIEICHUE aHAIUTOB SBJISIFOTCS:

- Nepexo]l Ha JIMHUU, CBOOOHBIE OT HAJOXKEHUII;

— paz0aBlieHHE aHAIM3UPYEMOIr0 PacTBOpa C LENbI0 yMEHbUIEHUS (oHa U
00111e#i BEICOKOW KOHIIEHTPAIIUU COJIEH MAaTPHUYHBIX 3JIEMEHTOB, IPU 3TOM COJIEpKAHUE
AHAJIMTOB JIOJDKHBI OCTABaThCsl B 00JACTH JIMHEMHOCTHU TPalyHpOBOYHOTO rpaduka;

— MPUMEHEHUE XUMUYECKUX MOJIU(PUKATOPOB.

AnmapaTypHoe OCHAIllEHHE W MPOrpaMMHOE 00ecledeHHe HM3y4aeMoro MeToja
aHanM3a TMO3BOJISIET YCTPAaHUTh MATPUYHOE BJIUsSHUE, Mpuberas K MOpoueaype
KOPPEKTUPOBKHU (hoHA. 3akiroyaeTcss oHa B ciaeayromeM. Tpu mukcens coopku CCD
PETUCTPUPYIOT CHUTHANI AaHAJIUTUYECKOW JIMHUHM, B TO BpEMSI KaK BCE OCTaJIbHBIC
(6onee 200) ucnonp3yroTcst AJisi TPOBEACHUS] TpoLEaypbl Koppekuuu ¢oHa. YToObl
MPUMEHUTH KOPPEKTHUPOBKY (hOHA, HEOOXOIUMO 3aMMCaTh CUTHAII aHAJIUTA B «ITyCTOW»
MaTpHIlE, TO €CTh 3aMKUCaTh KOPPEKTUPYIOIIMM CIEKTp. 3aTeM B IporpaMmme mnpuodopa
KOPPEKTUPYIOIIMNA CHEKTP HaKJIaJAblBAETCSI Ha CHEKTP AaHAIWTa B aHAIU3UPYEMOM
npobe, U MporpaMMHOE OOecTieueHre MEePECUYNTHIBAET CUTHAM, BbIIA€T HOBOE 3HAYCHUE

COJIepaHUs C y4ETOM KOPPEKTUPOBKH (pOHA.
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B ClIydadx, Koraga TMNICpCUYUCICHHBIC MCTOAbBI HC IIO3BOJIKOT JOCTHYb
MOCTaBJICHHOM oejanm 10 YYBCTBHUTCIILHOCTH, CCICKTHBHOCTH KW HOMCHKIATYPC
ONpCACIIICMBIX  JJICMCHTOB, IIPUMCHAIOTCA XHUMHYCCKUC CITOCOOBI YCTpaHCHUA

MAaTpUYHOI'O BJIUMAHHA HA OIIPCACIICHUC aHAJIINTOB.

3.3.2 UccaenoBanue AHAJTUTHYECKHX BO3MOKHOCTEH XHUMMKO-
CIEKTPAJIBLHOTO0 TOAX0Ja K ONpeAeJeHHI) AHAJWUTOB ¢ TMNOMOWIBI0 HX

NpeaBapuTeabHOro copounoHHoro konueHrpuposanus (ATAAC-HUC-XC)

[IpumeHeHne COpPOIMOHHOIO KOHIIGHTPUPOBAHMS IO3BOJSET pa3padboTaTh
XUMUKO-cniekTpaiabHblii BapuanT D TAAC-HUC, KoTopslii JaeT BO3MOXHOCTh CHU3UTH
MpeJieibl ONPENICNICHUsI TOKCUUHBIX 3jieMeHTOB B OAK u co3paTe Ha 3TOM OCHOBE
HOBYIO BBICOKOUYBCTBUTEIIbHYIO METOAUKY aHAJIM3a.

[Toaxon 3akiroyaeTcs B:

- BbIOOpE  TemmepaTypHO-BPEMEHHBIX  YCIIOBUH OTAAC-HUC-XC
ONpPEICIICHUS] aHAJIUTOB;

- npumeHenun wmoaudukaropos npu OTAAC-HUC-XC onpenenenun
aHaAJIUTOB;

— ouenke npenenoB OTAAC-HUC-XC onpeneneHus: aHaJIUTOB,;

— UCCIICIOBAaHMHM CBONCTB COPOCHTOB (3aBHCHMOCTH CTEIICHH H3BJICUYCHHUS
aHAJUTOB OT KHUCIOTHOCTHM pPacTBOpa, KHUHETHKAa W3BJICYEHUS AHAIUTOB) U
MOCJIEAYIOIIEM BEIOOpE COPOEHTA, OTBEUAIOIIIETO MTOCTABICHHBIM 3a7jadyaM paboThI;

— W3YyYeHHH COPOLIMOHHOW €MKOCTH U CEJIEKTUBHOCTH BBIOPAHHOTO
copOeHTa;

— U3YYCHUU MATPUYHOTO BIIMSHHS BBIOPAHHOTO COpOEHTa Ha OMpe/ecHHUe
aHaJIUTOB.

Buibop memnepamypro-epemennvix ycnosui ITAAC-HUC-XC onpeodenenus
ananumos. TemneparypHo-BpemenHass mnporpamma IOTAAC-HUC-XC onpenenenus

aHaJIMTOB MPOBOAMIACK IO ToM ke cxeme, uTo u 1t D TAAC-HUC-UH onpenenenus.
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llpumenenue moouguxkamopos npu ITAAC-HUC-XC onpedenenuu anarumos. B

JaHHOM pabore s ompeneneHus TO xumuyeckuid MoauduKaTop NPUMEHEH B
COOTBETCTBUH C PEKOMEHIAIUSAMU (PUPMBI-TIPOU3BOJAUTEISI aTOMHO-a0COPOIIMOHHOTO
cuektpomerpa contrAA 600 — Analytik Jena. Moaudukatop u 1npoOy BBOJUIH
OJIHOBPEMEHHO B COOTHOIneHuu 1 :4, orbupas OAHy 3a JApPYyrol ajluKBOTY
Monudukatopa M aHATU3UPYEMOTO pacTBOpa MpoObl HOCHKOM aBTOJ103aTOpa.
CooTBEeTCTBHE MPUMEHSIEMOT0 XUMUYECKOT0 MOIU(UKATOPA ONPEIETIIEMOMY DIIEMEHTY
noka3aHo B Tabnuue 20 noxpaszzaena 6.1.

Yemanoenenue npedenos onpeoenenus ananumog memooom ITAAC-HUC-XC.
JInst OLEHKH TpenesioB OINpEACNICHUs] aHaJUTOB B TPaUTOBYIO KIOBETY BHOCHIIU
COOTBETCTBYIOIIMI pacTBop. [1o pekomenganmm MexayHapoagHOoro cor3a MpUKIIaIHON
xumun  MIOIMAK  [150-152] nmnpemensl  HCKOMBIX — 3JIEMEHTOB — PacCUMTHIBAJIM
no 10S-kputeputo st 10 mapaisienbHbIX ONpeAeNeHHil B pacTBope. Pesynbrarsl
npecTanieHsl B [ ase 6.

B npaktuke anamuthueckoro kKoHtpossi BMC  cymiectByer nooxoo no
COpOYUOHHOMY KOHYEHMPUPOBAHUIO TOKCUYHBIX 3JIEMEHTOB C IIOMOIIBIO T€TEPOLEITHBIX
S, N-coaepxkamux copberToB [153, 154], oTiauyaromuecs: BHICOKUMH TOKa3aTeIsIMU
€MKOCTH, CKOPOCTH COpPOIIMHU, CEJIEKTHMBHOCTH W3BJICUEHHs aHaiuToB. HemoctaTkom
aMUHOTHOA(DHUPHBIX COPOEHTOB, wuCHONB3yeMbix B [153, 154], saBasercs wux
MEJIKOAUCIIEPCHOE MOPOLIKOBOE COCTOSIHUE. JIaHHBI HEJOCTATOK YCJIOKHSIET MPOLECC
OTJIeIeHUs cOpOEHTa-KOHIIEHTPaTa, HaXO/SIIETocsl B TBEPIOM ¢aze, OT HCCIeAyEMOTro
pacTtBopa crenymomuMm obpa3zom. llomHoTa ocaxaeHuss copOeHTa-KOHIEHTpAaTa
COMPOBOXKAAETCS JJUTEIbHBIM OTCTAMBAHUEM U TMOCJIEAYIOIUM (DUIBTPOBAHUEM.
OTunbTpoBaHHBIN 0CaJIoK copOeHTa-KOHIIeHTpaTa, HaXOSAIUNCS B
MEJIKOAUCIIEPCHOM TOPOIIKOBOM COCTOSIHUM, MPAKTHYECKH HEBO3MOXXHO OTJIEIUTh
MOJIHOCTBIO OT (PUIBTpA, YTO BEAET K MPOLEAYype MOJHOTO pasjoKeHUs QuibTpa
BMECTE C OCaJIKOM COpOeHTa-KOHIeHTpaTa. Bce nepedncieHHble CTaluu YBETUUUBAIOT
CyMMapHO€ BpeMs aHaJiu3a U CO3/Ial0T OMACHOCTh YBEJIMYEHUS TOTEPh aHATIUTOB.

BBuny BbICOKOI eMKOCTH 3THX copOeHTOB (Oosee 1 r anementa Ha 1 T copOeHTa)

MPOUCXOJIUT 3HAUUTEIBHOE YBEIMYEHHE MOJIEKYJ COpOEHTa M Kak CJEICTBUE pa3phbiB
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MEXMOJIEKYJISIPHBIX CBSA3EH, YTO MPUBOAUT PACCHIMAHUIO TPAHYJ B MEJIKUN MOPOILIOK U
K HEBO3MOXXHOCTH MPUMEHEHHUS 3TUX COPOEHTOB B JUHAMHKE. MOXKHO CKa3aThb, 4TO
JIOCTOMHCTBO aMUHOTHO3(HUPHBIX COPOEHTOB SBISETCS HMX JK€ OrpaHUYEHUEM B
PUMEHEHUH.

Bricokasi eMKOCTh aMUHOTHOI(PHUPHBIX COPOSHTOB IOCTUTAETCs 32 CYET TOTO, YTO
UX MOJICKYJIbI HACBIILIEHbl aKTUBHBIMH KOMILIEKCOOOPa3yIOMIMMH [IEHTPaMU — aTOMaMHU
Cepbl U a30Ta, KOTOPBIE PA3IEIICHbl OJHOW METUJIECHOBOW Ipymnmou. Takas CTpyKTypa
MOJIEKYJl ~ aMUHOTHO3(HPOB  COOTBETCTBYET  YAEIBHOMY  BECYy  aKTHUBHOM
dbyukimonansHOM rpynmsl 50-60 %.

B nannoit pabote BBIOpaHBI TpaHYJIMPOBAHHBIE AWHOTHOA(UPHBIE COPOCHTHI
SJIK, MTX u rubpun-copdent SIK-MTX, cHHTE3UpOBaHHBIE CIOCOOOM «3Mes B
KJIETKe» Ha HOHOOOMeHHHKe «Tulsion A21S», 4To MO3BOJUIIO YMECHBIIUTD YACIbHBIHI
BeC (PyHKIMOHANIBHON Tpymmbl 3a cyeT OOJIBLIEr0 pajauKaja MpH aMHUHOTPYIIIe
MOHOOMEHHMKA W M30eXaTh pa3pylieHus copoenta. Panee mpu cuHTE3€ MOPOIIKOBBIX
aMUHOTHOX(DUPHBIX ~ COPOCHTOB YK€  UCIONB30BAICS  OTWICHIWAMHUH, U
CUHTE3UPOBAaHHBIN COpOEHT MOKa3bIBaJ CEJIEKTUBHOE U3BIICUCHUE
TOKCHKAHTOB [153, 154], MeTwiaMUH TPUMEHSUICS JUIS CHHTE3a IOPOIIKOBBIX
aMUHOTHO3(pUpHBIX copOeHToB, u3Biekatomux [IM [79, 80], Ho m0 HacrosIero
BPEMEHH HE UCCIIEIOBAJICS HA MPEAMET U3BJICUEHHUS TOKCUYHBIX 3JIEMEHTOB.

Kak 3asucumocmos cmenenu uzéneueHus anaiumos om KUCIOMHOCMU pAcmeopd,
TaK U KUHEmuUKa u3eiedenusi, T0 €CTh 3aBUCUMOCTb CTEIIEHU W3BJICYCHHS] aHAJIUTOB OT
BPEMEHH, XapaKTepHU3yIOT BO3MOXKHOCTH copOeHTa. VX wuccienoBaHUsl TMO3BOJSIFOT
YCTaHOBUTH HEOOXOMMbIC TTapaMeTPhl KOHIIEHTPUPOBAHUS aHAIUTOB.

H3yuenue cenexkmusrnocmu copbenma TO3BOJSET OLEHUTHh CTENEHb YCTPaHEHUs

MAaTpUYHOI'O BIIMAHHA Ha OIIPEACIICHUC aHAIINTOB.
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3.3.3 Paspadorka meroguk ITAAC-HUC onpenenenus IIM u TO B

0TPa0O0TAHHBIX ABTOKATAJIN3AaTOPAX

Tperuii 3Tan 00IIEr0 METOAUYECKOrO0 TOJXO0Ja 3aKIIoYaeTcs B pa3paboTke
CHEAYIOIIUX METOAUK:

— Metoauka nHctpymMeHTanbHoro OTAAC-HUC-MH ananu3a otpaboTaHHBIX
ABTOMOOMJIbHBIX KaTaJIM3aTOpax Ha KEPaMUYECKON OCHOBE;

— METOJINKA XUMHUKO-CIIEKTPAIBHOTO OTAAC-HUC-XC aHaJIn3a
OTpa0OTaHHBIX ABTOMOOMJIBHBIX KaTaJIM3aTOpax Ha KEpaMHUYECKOW OCHOBE C
MPUMEHEHUEM aMHUHOTHOY(PUPHOTO COpOCHTA;

— OIIEHKAa  METPOJIOTMYECKHUX  XAPAKTEPUCTUK B  COOTBETCTBUH  C
tpedoBanusmu ['OCT P 5725-2002, PMI" 61-2010.

Takum o6pazoMm, st aHanuTudeckoro KoHTposisi OAK ¢ nenbio omnpeseneHus
[IM u TD pazpabotan obmuit metoauueckuid nmoaxon k ITAAC-HUC ananmuzy OAK,
BKJIFOYAIOIINI TPEABAPUTEIbHYI0 HACHTHU(UKAINIO MPOObI, pa3paboTKy crocoda
npoOOIOJATOTOBKH, CO3/IaHME JIByX HOBBIX B3aUMOJOMOJIHAIOUIUX TMOAXOA0B —
OTAAC-HUC-UH u DOTAAC-HUC-XC, xomMOMHHMpOBaHHE KOTOPBIX IO3BOJISIET
JIOCTHYb  TOCTaBJIEHHOM  1menu  paboThl, pa3paboTaB  BBICOKOTOYHBIE U

BBICOKOYYBCTBUTCIIbHBIC MECTOJINKH aHAJIN34A.
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I''/TABA 4. MHUKPOBOJIHOBASA ITOJAT'OTOBKA ITPOb

OTPABOTAHHBIX ABTOKATAJ/IN3ATOPOB K AHAJIN3Y

s onpenenenust [IM B nmpob6ax OAK MokeT ObITh MCIIOJIB30BaHO KHUCIOTHOE
pa3lIoKEHUE KaK B OTKPBITHIX, TAK U 3aMKHYTBIX cucTemax. /s penienus 3a1a4 JaHHOM
paboThI U TIEpEeBEJICHUS B PACTBOP BCETO KOMIUIEKCA OMPEICISIEMBIX JJIEMEHTOB 0e€3
MOTEPh JIETKOJETYUYUX TOKCHUYHBIX SJIEMEHTOB BBIOPAHO KHUCIOTHOE pa3jioKEHUE B
3aMKHYTOW CUCTEME, & UMEHHO MUKPOBOJIHOBOE Pa3JI0KEHHUE B 3aKPBITOM CUCTEME.

Pazpabotka coco6a MukpoBoaHOBOM moaroroBku OAK Bkirouaer cliienyromue
STAaIlbI:

- BBIOOp PEaKIMOHHON CMECH Jii MHMKPOBOJIHOBOTO Pa3JIOKEHHUs IMPoo
0TpabOTaHHBIX aBTOKATAIM3aTOPOB,;

- YCTAHOBJICHHE TEMIIEPATYPHO-BPEMEHHOTO pPEKUMa JIJIi MUKPOBOJHOBOTO

pasnoxkeHus Mpod 0TpabOTaHHBIX aBTOKATAIU3aTOPOB.

4.1 BbIOOp peakIIMOHHOM CMeCH JJISI MUKPOBOJHOBOIO Pa3jiOKeHHs] MPoO

OTpaﬁoTaHHbIX ABTOKATAJIN3AaTOPOB

N3BecTHO, uTO M1 mostHOTO TiepeBeaeHus: [IM B pactBop u3 nmpod6 OAK panee
IPUMCHSJINCh CMECH TaKuX MHHEpaidbHbIX KucioT, kak H,;SO4, HCl — HNOgj;
HF, H,SO4, HCIl — HNO3; H2SO4, HCI = H20;; HCI — HNO3; HCI — H,0O; cinasnenue
C TUPOCYIb(PATOM KaIHsl C MOCISAYIONUM PACTBOPCHUEM IMOJTYYEHHOTO TUTaBa B CMECH
kuciaor HClI — HNOgj; pactBopenne mpoo OAK B HF, H,SO,; ¢ mocienyrommm
crutaBienneM ¢ KpS;07 u pacTBopeHHMEM MOJMYYEHHOTO IjlaBa B CMECH  KHCIOT
HCIl — HNO; [22-24, 34].

WccnepoBanue BIUSHUSA KUCIOTHBIX CMECEH Ha MOJHOE MEepeBe/ICcHUE aHAIUTOB B
pactBop u3 mpod OAK ocymectBmsumn ¢ mpumeHeHHeM o00paszioB mpod OAK ¢
u3BeCTHBIM cojiepkanueM [IM u TD. Ucnmonszyemble B paboTe HaBEeCKH MPoOO
BappupoBanin oT 0,1 go 0,4 r. IIpumeHeHue HaBecok C OoJblled Maccod MOXKET

IMPHUBCCTH K IPCBBIIICHUIO AOIYCTUMOI'O AABJICHUS B COCyAdX C IOCICAYHOIIUM CTO
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cOpocoM depe3 TMpeNoXpaHUTENbHBIM KJalaH M, COOTBETCTBEHHO, IPEPhIBAHUEM
nporiecca.

Bbp100p m3ydaeMbIX KHCIIOT HCXOIMJI M3 UMEIOIIerocs ombita [22-24, 34], u
BBIOpAaHHBIMU CMECSIMH JJII UCCIIEAOBAaHNN MHKPOBOJIHOBOTO paszioxeHus mpod OAK
spismuck — HCI @ HNOj; (3:1) («mapckas Bomka»), HCI - H;0, (4:1)
u H;SO, i HClI: HNO3 = 1 : 7,5 : 2,5. [lepeuncieHHble KUCIOTHI OBUTH BBIOpaHBI C
IIEJTBIO MCTIOTh30BaHMsI HAN0OJIee MPOCTOTO COCTaBa PEAKIIMOHHON CMECH.

Pasnoxxenne npo6 OAK B cmecu munepanbHbix kucior — HCl — H,O, (4:1)
SIBIIICTCS AJIbTEPHATUBHBIM CI0co00M ¢ pazioxkenuem nmpod B HCI : HNO; (3:1) [15].

Panee ObuTO ycTaHOBIICHO [23], YTO MPUMEHEHHUE «IIAPCKOW BOJKW» B OTKPBITHIX
U 3aMKHYTBIX cHCTeMax (aBTOKJIABHOE Pa3lIOKEHHE PE3UCTHBHOIO HArpeBa) MO3BOJISET
NIepEeBOIUTH B pacTBOp ToJIbKO Pd u Pt, s konuuecTBeHHOTO MepeBoaa B pactBop Rh B
OTKPBITBIX U 3aMKHYTBIX (aBTOKJIABHOE PA3JIOKEHUE PE3UCTUBHOTO HArpeBa) CUCTEMax
ucnonb3ytor cmech kucinotr HySO4 @ HCI : HNO3 wnm crutaBnenne ¢ nupocyibhatamu
MIETIOYHBIX METaToB. Takke M3BECTEH cmoco0 KojaumdecTBeHHOro mepeBoaa [IM B
pacTBOp MpU MUKPOBOJHOBOM Pa3NIOKEHUHU B 3aKPBITHIX CHCTEMax C UCIHOJIb30BAHUEM
«uapckoit Boaku» u HCl — H;0, (4:1) (temmeparypa narpesa =200 °C, Bpems
BeiIepkuBanust — 30 MuHyT) [15]. HecMoTps Ha TOCTHOKEHUE KeJlaeMOoTo pe3ysIbTara, B
pabote [15] maHHBI cTIOCOO XMMUYECKON MTPOOOMOTOTOBKH HAMU HE OBLT MPHHAT KaK
OCHOBHOM, TaK KaK BRIOPaHHBIE YCIOBUS MUKPOBOJIHOBOTO PA3TIOKEHUS MPOO SBISIINCH
MOTPAHUYHBIMA C MAKCUMAJLHO JIOMYyCTUMBIMHA 3HAYCHUSIMA BPEMEHU U TEMIIEPATyPhI
pasioxeHus: (0OCOOEHHOCTH MCMOJib3yeMbiXx B padote [15] cocymoB HP-500 mis
MUKPOBOJHOBOTO PA3JI0KECHMSI, HAKJIAIBIBAIOIINX OTPAaHUYCHHS 10 X MPUMEHEHUIO, —
MakcuMajbHas TeMmieparypa paszioxeHus — 210 °C, mMakcuMalbHO pPEKOMEHJOBAHHOE
BpeMsl BeliepKUBaHus 30 MUHYT).

MuKpoBOJIHOBOE H3Iy4YeHHE B aBTOKJIaBaXx 0OECIeYMBAaeT HarpeB MpOOBI
«M3HYTPpU» MO BCEMY O0BEMY, M PaA3NIOKEHHE MPOO MPOUCXOIUT MPU TOBBIIICHHOM
JABJICHUW W MOXET OBITh MPOBEACHO TpH 0o0Jiee BHICOKHX TeMIIepaTypax, 4eM IpHh
ABTOKJIABHOM Pa3JIOKEHUU PE3UCTUBHOTO Harpema. Mcmonb3dyemass B JaHHOW paboTe

mMukpoBojHoBas cucreMa MARS 6 coBmecTHO ¢ cocymamu EasyPrep Plus mo3BossiroT
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YCTAaHOBUTh MAKCUMAJIbHYIO TeMIIepaTypy MHUKpPOBOJHOBOro paznoxenus 310 °C, uto
JIOJDKHO ~ CIIOCOOCTBOBATh COKPAIICHUI0 BPEMEHU pa3NIOKEHUs Npo0 Hapsay ¢
KOJIMYECTBEHHBIM MIEPEBOJIOM aHAIUTOB B PACTBOP.

Takum oOpa3zoM, OblIM BEIOpaHbI peaKIIMOHHbBIE CMECH (Ha OCHOBE MUHEPAIbHBIX
KHUCJIOT) JIJIE MUKPOBOJHOBOrO pasznoxkeHuss npod OAK Ha kepaMuueckoil OCHOBE:
HCI: HNO; (3:1); HClI-H30, (4:1) m H,SO4, HClI — HNO3z (1 : 7,5 : 2)5).
[Tonyuyennsie pactBopsl OAK 1mocie MUKPOBOJHOBOTO Pa3OKEHHUs B MEPEUMCICHHBIX
CMECSIX MUHEPAJIbHBIX KUCIOT ObUIN IpoaHanu3upoBanbl metogoM ADC-UCII ¢ nensio
onpeneneuusi I[IM. Halinennsie coaepxanuss [IM B pactBopax OAK mocrie
MUKPOBOJHOBOI'O Pa3JI0KEHUs B BBIOPAHHBIX PEAKIIMOHHBIX CMECSIX COMTOCTABUMBI.

Taxxe ¢ 1eTbI0 KOHTPOJIS MPaBUIBHOCTH MOJYYEHHBIX PE3ylbTaTOB aHAIN3a
Ob110 TIpoBenieHo pasnoxkeHue OAK npod TpaguIMOHHBIM CIIOCOOOM — CIUIABJICHUEM C
K2S,07 B oTkphITOil cucteme [22, 23, 34]. ComocraBieHne MOTYyYSHHBIX PE3yIbTaTOB
onpenenenusi [IM B pactBopax OAK meromom ADSC-UCII nocie MUKPOBOIHOBOTO
paziokeHus B Mapckod Bojke W rmocie craBieHus ¢ K;S;O7 mpencraBieHsl B
Tabnwme 8.

BriOpanHble peakIMOHHbIE CMECH ObLIM TakKe M3Y4YeHbl Ha IpeaMeT
NepeBe/ICHNs] TOKCHUYHBIX AJIeMeHTOB B pactBop u3 mpod OAK. Bce ompenensembie
TOKCHUYHBIE AJIEMEHTHI SIBJISIIOTCS JIETKOJIETYYHMH, TEM HE MEHee, pa3joxeHue mpod B
3aMKHYTBIX, TE€PMETHYHBIX CHCTEMax MWCKJIOYAeT TMOTepU JIETyYHUX BEILECTB.
Pesynpratet MC-UCII omnpeneneHnss TOKCHYHBIX 3j1eMEHTOB B pactBopax OAK,
IOJy4EHHBIX  MMocie  MHKpoBosHOBoro  pazioxenus B HCI: HNO; (3:1),
HClI-H;0,(4:1) wu  HSO4:HCI:HNO3 (1:75: 25), cormacylorcs ¢
aTTeCTOBaHHBIMHU 3HAYCHUSIMH aHATH3UpyeMbIX pod OAK (Tabmuma 9).

B pesynbTaTe mpoBeACHHBIX UCCIEIOBAHUNA MMOKA3aHO, YTO ISl KOJIMYECTBEHHOIO
nepesona [IM u TO (As, Bi, Cd, Pb, Pd, Pt, Rh, Sb, Se u Te) B pactBop npumennma c
Jr06ast U3 U3yUYEHHBIX CMECEH KHUCIIOT.

OpHako, IpUHUAMAs BO BHUMaHue, 4To peaknuonHas cmecb HCl — H,0; (4:1) He
crocoOcTByeT 00pa30BaHUIO0 HUTPAT-MOHOB, KOTOPbIE MOTYT MOMELIaTh JajbHEHIeMy

IIPOBCACHUIO COp6I_II/IOHHOI‘O BBIICIICHHUA W KOHLOCHTPUPOBAHHA  OIPCACIIACMBIX
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AJIIEMEHTOB, 3Ta CMech BblIOpaHa s pasnoxkenus npod OAK B MHUKpPOBOJIHOBOM
cucteme [15].

MUKpOBOTHOBOE H3IyY€HHUE BBHUJY CBOMX CBOWCTB JOMMYCKACT YMEHBIIHTH
00BEMBI PEAKIIMOHHBIX CMECEH, HCIOIb3YEMBIX MJIsi pa3JIokKEeHUs Mpod, BIUIOTH 10
CTEXMOMETPUYECKOTO COOTHOILIEHUS. B CB3M ¢ 3TUM, TMpPOBEICHHAs cepus
IKCIIEPUMEHTOB TI0 BapbupoBanuto od0bema HCl-H;0; (4:1) (ot 3 g0 10 ™)
MO3BOJIMJIA YCTAHOBUTH, YTO OOBEM CMECH XJIOPUCTOBOJAOPOIHON KUCIOTHI U TIEPEKUCH
Bojiopona (4:1) paBHBI 5 M1 SIBISIETCS JOCTATOYHBIM JUJISL TTOJTHOTO TIEPEBEICHUS

AHAJIMTOB B pacTBOD.

4.2 YcranoBienue TeMIIePATYPHO-BPEMEHHOI0 pekuMa NIt

MHMKPOBOJIHOBOI'0 Pa3Ji0:KeHUs P00 0TPA0OTAHHBIX ABTOKATAJIU3aTOPOB

BpIOOp TeMIepaTypHO-BPEMEHHBIX YCIOBHA MHKPOBOJHOBOTO Pa3iOKEHUS
METOIMYECKM BaX€H, TaK KakK HEBEPHO 3aJaHHBIC YCJIOBHMS MOTYT IIPUBECTH
pasrepMeTH3aldyd aBTOKJIABA, HAIPUMEpP, IMPU PE3KOM IOBBIIIEHUU TEMIIEPATyphl,
COIPOBOXKAAIOLIETOCS YPE3MEPHBIM ITOBBIIICHUEM JIaBJICHHUS.

B nanHo#t pabote /s M3ydeHUs BIMSHHUS TEMIEpPaTypbl Ha KOJUYECTBEHHBIM
nepeBon  aHamutoB npod OAK B pacTBOp  BapbUpPOBAIUCH  CIEIYIONTUE
temrrepatypsl: 190, 200, 210, 220, 230 °C.

Kak Obput0 cKazaHO paHee, BBICOKash CKOPOCTb MOBBILIEHUS TEMIIEpaTypbl H,
COOTBETCTBEHHO, PE3KOE YBEIMYCHUE BHYTPEHHETO [ABJICHUS MOTYT BIIOCIEACTBUU
IIPUBECTH K pA3repMETU3AIlMM aBTOKJIAaBa M, CIENOBATENbHO, K MOTEpPE JIETY4YHX
3JIEMEHTOB. B CBsI3U ¢ 3TUM, yCTaHOBJIEHHE HEOOXOAMMON TEMIEPATYpPhl Pa3IOKEHHUs
OCYIIECTBJISUUIM MOCTENIEHHO B TEYEHHUE 25 MUHYT.

Hapsiny ¢ mogbopom TemnepaTypbl MUKPOBOJIHOBOTO Pa3jiOkKEHHs MOCTABJICH P
HKCIIEPUMEHTOB 10 10A00pYy BpeMeHH BbliepkuBanust nmpod OAK B 3akpbIThIX cOCynax.

Pe3ynbpTaThl 3KCIEPUMEHTOB rpaduueCcKy MPEACTABICHBI HA pUCYHKaX 6 — 9.
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Pucynox 6 — Ycranosnenue remmneparypsl pa3ioxenus mpod OAK

JUTS KoJIm4ecTBeHHOTO nepeBoaa [IM B pactBop
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Pucynoxk 7 — YcranoBienue temneparypsl pasioxenus npod OAK

JUTs1 KOJIMYECTBEHHOTO nepeBoaa TD B pacTBop
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Pucynok 8 — Ycranosnenue BpeMenu BoiiepxuBanus mpod OAK

JUISL KOJIM4eCcTBEHHOTO nepeBoaa [IM B pacTBop
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Pucynok 9 — Ycranosnenue BpeMenu Boiiepxkuanus nmpod OAK

JUTSL KOJIMYECTBEHHOTO TiepeBoaa TD B pacTBop

C ydeToM pe3ynbTaTOB MPOBEIECHHBIX HCCIEAOBAaHUN MO BBHIOOPY YCIOBUMI
MUKpPOBOJIHOBOI'O  pa3joKeHHus 1poOd  oTpabOTaHHBIX  aBTOKAaTajJu3aTOpPOB  Ha
KepaMH4eCKOH OCHOBE, CIOCO0 MHKPOBOJHOBOTO KOJHMYECTBEHHOTO MEPEeBOJa BCEX
AQHAJIMTOB B PACTBOP BBIMJISAUT CIEIYIOMIMM 00pa3oMm.

HaBecky mpo6sl maccoit 0,3 T momemamT B TEPIOHOBBIH  COCYA
BMecTuMocThio 100 M1,  1106GaBIAOT S  MJI  CBEXENPUTOTOBJIEHHOW  CMECH
XJIOPUCTOBOJIOPOJIHONM KHUCJIOTHI W Tepekucu Bojopona (4:1). PeakiMoHHBIA cOCY/
3aKpBIBAIOT  KPBIIIKOM, TE€PMETH3UPYIOT, IIOCJIE€ YEro IOMEHIaloT B CHCTEMY
MUKPOBOJHOBOTO paszjokeHuss u HarpeBatoT 10 210°C B Teduenme 25 MHUH W
BbIZICp)KMBatOT B TeueHne 20 MHUH TpM JaHHOM Temmeparype. 3aTeM pacTBOP
OXJIQXKTAIOT 10 KOMHATHON TeMIEpaTyphl, IEPEBOAIT B KOOy BMecTUMOCThIO 100 mut,
JIOBOJIAT IO METKU BOAOW U MEPEMEIINBALOT.

Pesynbrater onpenenenus [IM u TO B npobdax OAK, nepeBeieHHBIX B PaCTBOD C
UCIIOJIb30BAaHUEM  pa3pabOTaHHOro  crocob0a  MUKPOBOJHOBOTO  PAa3JOKEHUS,

Ipe/ICTaBIICHBI B Tabmuiax 8 — 9.



71
Tabmuna 8 — Pesyapraret ADC-UCII omnpenenenns Pd, Pt, Rh B orpaboranubix

ABTOKaTaJIM3aTopax
Copep:xaHue 2IEMEHTOB, MaccoBast 101, %
OmnpenensieMblit X £1,96-Sy, (n=4, P=0,95)
AJIEMEHT [Tociie MUKPOBOJTHOBOTO Pa3I0KEHUS [Tocne cnnaBnenus ¢ K2S207
B cmecu kucinot HCl — H2O» (4:1)

Pd 0,180 + 0,007 0,187 + 0,007
Pt 0,087 + 0,004 0,085 + 0,004
Rh 0,023 + 0,002 0,024 + 0,002

[Tpumeuanue — Sy — craHIapTHOE OTKJIIOHEHUE MOBTOPSIEMOCTH.

Tabmuma 9 — Pesynasratel MC-UCII omnpeneneHuss TOKCUKAaHTOB B OTPaOOTaHHBIX

aBTOKaTaIM3aTopax
ConeprkaHue 3JIEeMEHTOB, MaccoBas 1018, %o
x +1,96-Sy, (n=4, P=0,95)
Onpenensemblii MC-UCII
DJIEMEHT H,SO4 : HCI : ATTecTOBaHHBIE
HCI : HNO3 (3:1) | HCI-=H202 (4:1) HNO3 3HAYCHUS
(1:75:25)

As 1,3-10%+4,0-10° | 1,4-10°+4,0-10° | 1,3:10°+4,0-10° | 1,35-10° + 3,0-10°
Bi 3,9-104+1,0-10° | 4,0.10%+1,0-10° | 3,9-10%+1,0-10° | 4,1-10%+1,0-10°
Cd 2,0:10°+1,0-10° | 2,0.10°+1,0-10° | 2,1-10°+1,0-10° | 2,0-10°+1,0-10°
Pb 8,8-102+2,0-102 | 8,7-10°+2,0-10° | 8,9-10°+2,0-10° | 8,6-102 + 3,0-10°3
Sh 5,8-10* +3,0-10° | 5,8-10% +2,0-10° | 6,0-10%+2,0-10° | 5,9-10% +2,0-10°
Se 4,0-104+2,0-10° | 4,0-10%+2,0.10° | 3,9-10%+2,0-10° | 4,1-10%+2,0-10°
Te 6,6-10* + 3,0-10° | 6,5:10* +3,0-10° | 6,5-10% +3,0-10° | 6,4-10* +2,0-10°

[Tpumeuanue — Sy — cTaHIapTHOE OTKJIIOHEHUE MOBTOPSIEMOCTH.

(rabnm. 8 wu 9) BO3MOYKHOCTh

PesynbraThl  aHanuza MOATBEPKIAIOT
OJIHOBPEMEHHOI'0 KOJIMYECTBEHHOT0 nepeBojaa B pactBop [IM u TO ¢ ucnosnb3zoBanueM
BBIOpaHHBIX YCJIOBUH MHUKPOBOJHOBOro pasyioxeHus mnpo6 OAK wu HarasgHo
JEMOHCTPHUPYIOT BO3MOXHOCTh MPUMEHEHHUSI COBPEMEHHOI'O CHOC00a MUKPOBOJIHOBOM
MOJATOTOBKM MPOO OTPaOOTAaHHBIX aBTOKATaJIM3aTOPOB Ha KEPaMHUUYECKOW OCHOBE JJIS
MOBBITIIEHUS 3(PHEKTUBHOCTH U SKCITPECCHOCTU aHAJIN3a.

[Io cpaBHeHMIO C  CYIIECTBYIOLIMMH  CIOCOOaMH  MPOOOMOATOTOBKH
0TpabOTaHHBIX ABTOMOOMJILHBIX KaTanu3aTopoB [15, 22-24, 34] pa3paboTaHHbIH CIIOCOO
npo6onoaroroBkn  OAK mo3BosiseT mnpH MEHbLIEH TeMmmepaType pPas3iioKeHHs
OJTHOBPEMEHHO U BbICOK03((ekTnBHO mepeBecTr B pacTBop Kak [IM (Pd, Pt u Rh), Tak

u TokcuuHbie 3aeMeHThl (AS, Bi, Cd, Pb, Sb, Se u Te) u Tem caMbIM HOJATOTOBHUTH



12
pactBopbl 1pod OAK nns anamuza wmerogom OTAAC-HUC. [anHbplii MeTON

XapaKTEepU3yeTcsi  BBICOKOHM  MPOU3BOJUTEIBHOCTbIO  (BpeMsi  MPOOONOATOTOBKHU

COKpAIIEHO B 2 pa3a) U Majoil TPyJAO0EMKOCTbIO HapsIIy C MUHUMAJIbHBIM KOJIMYECTBOM

PCaKTHBOB.
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I'JIABA 5. UCCJEJOBAHUE AHAJJUTUUYECKHUX BO3MOKHOCTEM

HHCTPYMEHTAJIBHOI'O ITAAC-HUC METO/JA AHAJIM3A
OTPABOTAHHBIX ABTOMOBHWJIBHBIX KATAJIM3ATOPOB

AHann3 0oTpabOTaHHBIX ABTOMOOMJIBHBIX KaTalU3aTOPOB MPEACTaBIseT co00i
MHOTO3TanHyl0, CJOKHYI0 aHaJIMTHYECKyro 3amady. IloaTomMy wHcciienoBaHue
AHAIUTUYECKUX BO3MOXKHOCTEW W oOrpaHudeHuil uHCTpymeHtanbHOoro DTAAC-HUC
aHasu3a SIBJSETCS BAXXHBIM METOJUYECKUM 3TANlOM, BKIFOYAIOIIHNM:

- BBIOOp YCJIOBUH OJKCIEpUMEHTAa — allapaTypHbIX pPEXKUMOB IS
OnpeIeTIeHUSI UCKOMBIX 3JIEMEHTOB (aHAJIUTOB);

— OLIEHKY  MOTEHIMAJIbHBIX  METPOJIOTMYECKHX  XapaKTEPUCTUK U
OTPaHUYECHUMN METOAA,

— W3YYEHHE BIIUSHUS MATPUYHBIX U COIMYTCTBYIOIIUMX SJEMEHTOB Ha
pe3yJIbTaThl ONIPEACIICHUS aHaJIMTOB WHCTPYMEHTAIbHBIM METOJ0M

(OTAAC-HUC-MH) u crioco6oB ycTpaHEHHsI STHUX BIHSHUH.

5.1 Bbi0op annmapaTypHbIX Pe;KMMOB /JIsl ONpeieJIeHUs AaHAJIUTOB

TemnepaTypHO-BpeMEHHBIE YCIOBUS aHAIN3a — 3TO BAXHBIN (DAKTOP, BIMSIOIIMNA
Ha wmeTrposiorndyeckue  xapakrepuctuku OTAAC-HUC  wmeroma. [IpaBuiibHO
pa3zpaboTaHHasi TeMIIEpaTypHO-BPEMEHHAsl Iporpamma IO3BOJSET N0  CTaJuu
aTOMU3ALUN YAaCTUYHO WM IOJHOCTBIO YCTPAHUTHh MATPUYHBIE BIUSHUS IPH MOJHOM
COXpPAaHEHUW aHaJuTa W OIPENEIUTh HHU3KHE COJEp)KAHHUS AJIEMEHTOB-IIPUMECEH B
CJIO’KHBIX MaTpUIAX.

TemneparypHO-BpeMEHHasi MOporpaMma  3JIEKTPOTEPMHYECKONW  aTOMHU3ALHUH
COCTOMT M3 HECKOJBKHMX IIOCIIEJOBATEIbHBIX CTAJUN HarpeBa: BbICYLIMBAHUE,
npeaBapuTeNbHas TepMudeckas 00padoTka (MUPOIN3), aTOMU3AIUS U OUYUCTKA (OTHKUT).

Jlis  BbIOOpa anmapaTypHbIX pEXKHUMOB B HMHCTPYMEHTAJIbHOM BapUaHTE
UCIIOJIb30BaH  MOJIEIBHBIA  PAacTBOp,  COAEpXKAIUMi  MATPUYHBIE  AJIIEMEHTHI

(350 mxr/mim Al, 90 mxr/mn Fe, 70 mxr/man Mg, 40 mxr/ma Ce, 10 mxr/mi Ni,
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5 mxr/ma Ti, 5 Mxr/ma Zr, 2 mxr/mn Mn, 1 mkr/ma Si) u anamute! (3,5 mxr/mi Pd,
2,5 mxr/mi Pt, 2 mxr/mi Pb u 0,5 mxr/mi Rh), pasoasnennsiii B 50 pas.

CocTtaB MOJENBHOTO pacTBOpa IO OMpPEACNIIeMbIM JJIEMEHTaM OOYCIIOBIICH
obnacteto mpuMeHeHHss uHcTpyMmeHTanbHONM OTAAC-HUC wMeromuku, o uem
nopoOHas nHpopMaIs npuBeacHa najiee (paszaen 5.4).

BricymmBanue mpoObl IPOU3BOAUTCS 10 CTAHIAPTHON MpOTrpaMMe CIIEKTpOMETpa
(contrAA 600), uyTto obecrieurBaeT MOJHOE BBICYIIMBAHUE AIMKBOTHI O€3 KUIICHUS U
MOJIYYCHHUE PE3yTbTATOB U3MEPEHHUS C BRICOKUMH MTOKA3aTEISIMU TIOBTOPSIEMOCTH.

[TommydeHHbIE SKCIIEPUMEHTAIBHBIC JaHHBIE TI0 YCTAHOBJICHHUIO TEMIIEpaTyp

MUPOJIM3a aHAJIMTOB MpeicTaBieHbl Ha pucyHke 10.

0,3

0,25 -

o
N

AdcopOuus
o
'_\
a1

N\ N\
b N s e
NN

0,1
=Pt
0,05
Rh
0

700 800 900 1000 1100 1200 1300 1400 1500 1600 1700
TemmnepaTypa nupoJmu3a, °C

Pucynok 10 — DTAAC-HUC-UH 3aBucumocth abcopOIuy onpeaesieMbIX

9JICMCHTOB OT TCMIICPATYPBI TUPOJIN3a

W3 nanubix puc. 10 BuaHO, 4T0 Hanboiee MOAXOIAUIMMH TEMIIEPaTypPaMH CTaIUH
nUpoJM3a ISl UHCTpyMeHTanbHoro ompenenenus Pd, Pt u Rh senstorcs 1050, 1400
u 1100 °C, coorBercTBeHHO. Hanbosee noaxoasmumu temneparypoit ctaguu [ITO mis
MHCTpYMEHTaNbHOTO onpenenenus Pb sensercs 1300 °C.

[Tomy4yeHHble SKCHEPUMEHTAJIbHBIE [AHHBIE I10 YCTAHOBJICHUIO TEMIIEPaTyp

ATOMH3AalIH AaHAJIUTOB IIPCACTABIICHBI HA PUCYHKC 11.
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Pucynok 11 — 3TAAC-HUC-UH 3aBucumMocth abcopOI1un onpeaesieMbIX

QJICMCHTOB OT TCMIICPATYPbI ATOMH3AIUN

N3 puc. 11 BuaHo, 4yTOo HamboJiee MOAXOMSIIMMHU TeMIIepaTypaMu CTaJIuu
aTOMM3AIWH I HHCTpyMeHTaapHoro onpexaeneHus Pd, Pt u Rh ssisrores 2300, 2300
u 2400 °C, cootBercTBeHHO. Hambonee mnoaxonsmier TemmepaTypod  CTaJIuH
aTOMU3AIMH U1 MHCTpYMEHTalIbHOTO omnpeneienus Pb sensercs 1600 °C.

OO0o0OIIeHHBIE  pe3yJAbTAaThl  IKCHEPUMEHTAIBHO  YCTAHOBJICHHBIX  YCIIOBUU

onpenaeneHus anemeHToB MetojoM DTAAC-HUC-MH npeacrasnens! B Tadautie 10.

Ta6muna 10 — TemmneparypHo-BpeMenHas mporpamma OTAAC-HUC onpenenenus

AHAJINTOB
TemmneparypHbiit pexuM (t, °C) )
M IIPOJIOJDKUTENILHOCTE Ipoliecca (T, ¢
Moaudukaro
AHamT Vv :qé MKn)p BeicymmBanue [Muponu3 ATOoMU3aIus 2;;;%??
t, °C T,¢ t, °C T,¢ t, °C ,c | ,°%C | 1,¢
80 2001 350 | 20
110 10
80 20
Pd - 90 20 | 2O 59 | 2300 | 7 | 2450 | 5
110 10
80 20
Pt - 90 20 | 30| 2 | 2300 | 8 |2450 | 5
110 10
80 20
Rh - 90 20 | 30| 2 | 2400 | 7 |2450 | 5
110 10




76

5.2 Ouenka npejaesioB 00OHAPY:KeHUSI AHAJIUTOB

JIist  OLIGHKW TIpEAeNioB OOHApYXXEHWs aHAJIWTOB HCIOJIB30BaH PacTBOD,
NPUMEHSIEMBIH TpU IpoBeAcHUH Xojoctoro ombita (2 %-uenii pactBop HCI). Ilo
pexomMeHmanun MexyHapoaHoro coro3a mnpukiagHod xumuu MIOITAK [150-152]
npenenbl 0OHapYKEHUS! NCKOMBIX 3JI€MEHTOB paccuuThiBasv 1o 3S-kpurteputo s 10
napajyiebHbIX HM3MEPEHUN MOMpaBKH XOJOCTOro omnbiTa. OlIEHEHHbIE 3HAYEHUS
MIpEeesioB OOHApYXeHUs omnpeaensemMbix saemMeHToB metogom DTAAC-HUC-UH, a
TaKke Tpenenasl oOHapykeHus, oleHeHHble Metogamu OTAAC u ADC-UCII

npuBeIeHBI B Tabumie 11.

Ta6nuna 11 — [penensl 00HAPYKEHUST HCKOMBIX 2JIEMEHTOB

AT [Ipenen oGHapy>KeHUsI, MKT/MII
S5TAAC-HUC-UH OTAAC [154] ADC-UCII [153]
Pb 0,0004 - 0,01
Pd 0,0008 0,005 0,02
Pt 0,0009 0,01 0,01
Rh 0,0004 0,005 0,005

N3 Tabmumper 11 BUgHO, YTO mpenenbl OOHAPYKEHUS HMCKOMBIX 3JIEMEHTOB B
OTAAC-HUC-MH ananuze 3HaunTenbHO HUXKE TpaauimonHoro OTAAC meroza, 4To B
OCHOBHOM CBSI3aHO C MOJCPHU3UPOBAHHBIMHU anmapaTypHbIMU W TMPOrPAMMHBIMU

BO3MOXXHOCTSAMM.

5.3 OuneHka mnpeaeaoB OMNpeJejeHHs] U BEPXHUX TPAHMI] ONpeaeaseMbIX

CO/IeP:KAHMH aHAJIUTOB

BcenenctBue rereporeHHOro cocraBa mpo0O OTpaOOTaHHBIX aBTOKATaIM3aTOPOB
npeesibl ONpeaeieHUs] Pa3IuYHbIX JE€MEHTOB MOTYT 3HAUYUTEILHO BAPbUPOBATHCS OT
poObI K mpobe.

C uenvlo oneHku npenenoB onpeneneHus wmerogom  OTAAC-HUC-MH

HCITIOJIb30BaH MO,Z[CJIBHBIﬁ pacTtBop, IO MATPpHUYHOMY COCTaBy I/I,ZleHTI/I‘{HBII\/II
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aHamusupyembiM  npodam  OAK, coxmepxamuii 350 mxr/min  Al, 90 mxr/mn Fe,
70 mxr/mi Mg, 40 mxr/ma Ce, 10 mxr/mi Ni, 5 mxr/mn Ti, 5 mxr/mi Zr, 2 mxr/mia Mn,
1 mxr/mit Si. MopaenbHBI pacTBOpP BHOCHJIM B JJICKTPOTCPMHUSCKHN aTOMHU3aTOp W
M3MEPSIM  CUTHaJI abcopOIMy  omnpenenseMbix djieMeHToB. CurHan abcopOumw,

MOJIYYCHHBIM OT JTaHHOTO (DOHOBOTO PacTBOpa (XOJOCTOTO OMBITA), UCIOJB30BaH MPHU

pacueTe mpeesioB ONpeesICHIS aHAIUTOB.

B Tabmume 12

no 10S-kputepuro 15t

IIPpUBCACHDBI

npeaebl

napauiCJIbHbIX

IPHUTrOTOBJIICHHOI'O MOACIILHOI'O paCTBOPA.

OIIpEACIICHUAA,

W3MEpPECHUN

paCcCUNTaHHBIC

curHaga (QoHa OT

Tabnuna 12 — Ipenenst 9TAAC-HUC-UH onpenenenus aHalIuToB

OnpenensieMblid SJIEMEHT Ananutudeckas JUHUS, HM [Ipenen onpeneneHus, MKT/Mi
Pb 217,0 0,0008
Pd 244,791 0,001
Pt 265,945 0,002
Rh 343,489 0,0005

CTOUT OTMETHTh, YTO TOJy4YEeHHBbIC MPEACIbl ONpPEACICHHUS IIATHHOBBIX
metaiioB (Pd, Pt, Rh) meromom DTAAC-HUC-UH na 1,5 — 2 nopsaka HIKe, 9eM
npenenbl onpeaencuus I[IM B paspaborannbix DTAAC [155] u ADC-UCII [15]
Metoaukax ananmn3a OAK.

[lpy mMOCTPOCHUM TPAAYMPOBOYHBIX 3aBUCHUMOCTEH HCKOMBIX 3JIEMCHTOB

YCTaHOBJIEHBI u OTAAC-HUC-H

BEPXHHUE IPaHUIIBI OIpeIeICHUS
anaymrtoB: 0,1 mxr/mn Pb, 0,1 mxr/mn Pd, 0,8 mxr/mn Pt, 0,1 mxr/min Rh, kortopsie
JTUMHUTHPYIOTCS BO3MOKHOCTSIMHU JCTCKTUPYIOIIEH CUCTEMBI M XOJI0M I'PaIyHPOBOYHBIX

rpadukos.

5.4 BiausiHMe MATPUYHBIX M CONMYTCTBYIOIIMX J3JIEMEHTOB HAa ompejaeeHue

anaauToB metoaom DTAAC-HUC-UH

Bricokoe paspenieHue CIeKTpoMeTpa C HENPEPbIBHBIM HCTOYHUKOM CIIEKTpa,

oOjanaromuii B COTHM pa3 OOJIBIIUM pa3pelieHueM, YeM TPaAUIMOHHBIE aTOMHO-
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a0COpOILIMOHHBIE CIEKTPOMETPhl C CEJIEKTUBHBIMU HCTOYHHKAMU CBETA, IO3BOJISET
CHU3UTh YPOBEHb CHEKTpaJbHBIX TMoMex. JluHeiHass cOopka mnukcenert CCD
CIOCOOCTBYET  OJHOBPEMEHHOMY  JCTEKTHPOBAHUIO  AHAJUTHUYECKOW JUHUH U
CHEKTPAJIbHOrO JMana3oHa OKOJO 1 HM BOKPYI Hee C BBICOKMM paspelieHueM. Tpu
nukcensi coopku CCD perucTpupyroT CUTHANI aHAIUTUYECKOW JTUHUH, B TO BpeMs Kak
Bce octanbHble (0osee 200) MCTONB3YIOTCS A MPOBEACHHS MPOIEIYypPbl KOPPEKIUU
¢ona [62].

HecmoTpst Ha BblcOKO€ pazpemieHue U uHble Bo3MoxHocTH OTAAC-HUC
CIEKTPOMETPA, ONpEJEJICHUE aHAJIMTOB HAa HU3KOM YpOBHE COjAepX)aHUW Ha (oHe
BBICOKMX KOHIICHTPALUA MATPUYHBIX D3JIEMEHTOB TpeOyeT HCCIEOBaHUE BIIMSHUS
MaTPUYHBIX KOMIIOHCHTOB Ha AQHAJIWTHYECKUI CHTHAJI OMNPEACIIIEMBIX 3JIEMEHTOB,
MOCKOJIBKY CHEKTPBI COIMMYTCTBYIOUIUX 3JIEMEHTOB, MPUCYTCTBYIOIINX B PACTBOpPax Mpod
OAK, MOryT Kak epeKphIBaTh AHAIUTUYECKHUE JTUHUU OTPEISIIEMBIX dJI€MEHTOB, TaK
¥ U3MCHSTHh BeIMUUHY (POHA, HA KOTOPOM HEOOXOIMMO BBIJICIHUTh U 3apETUCTPUPOBATH
aHAJIMTUYECKUI CUTHAIL.

C 1enbto U3yYeHHS M OICHKHU BJIMSHUS MakpokomiioHeHToB (Al, Mg, Fe, Ce, Zr,
Ni, Ti, Mn, Si) Ha aHaJIUTHYECKUI CHUTHAJ OIPEACISICMBIX 3JIEMEHTOB IPHUTOTOBJICHBI
MOJICTIbHBIE ~ PAcTBOPBI, COJEpPJKaIlMe pa3IUYHbIE KOJWYECTBA  OIpPEAesIeMBbIX
anemeHnToB (0,005 — 3,5 MKr/mi), MarpuyHBIX M COIYTCTBYIOIIUX KOMIIOHCHTOB

(ot 1 mxr/mi g0 350 MKr/mn).

5.4.1 BaiusinMe MATPUYHBIX M CONMYTCTBYIOIIMX 3JIEMEHTOB HA Oompe/e/ieHne

IVIATHHOBBIX MeTAJ10B MeToaoM DTAAC-HUC-UH

Panee Obu10 moKazano [34], uyto npu onpeaenenuu [IM B npobax OAK meTomom
OTAAC (MCTOYHMK W3JIy4YeHHUs — Jamma TMojoro karojga) abcop6Ormus [IM
yBenuunBaercs B npucyrcteun Ce, Zr, Mg u yMeHbI1aeTcsi B mpucyTcTBUM T1 1 Si.

Jns uccnenoBanust BaussHUM MakpokomnoHeHTOB OAK Ha omnpenenenue [IM
metoaoM DTAAC-HUC rotoBuim MoaenpHBIN pacTBOp, coaepxarmii 0,5 — 3,5 MKT/mit

I1IM u pasnsle konruecTBa (10 350 Mr/min) conyrerByromux siementoB: Al, Si, Fe, Mg,
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Ce, Ni, Zr, Ti, Mn — Ha ¢one pasbasiaerHoro pactBopa cmecu HCl u H,0;,

UJCHTUYHBIA COCTaBY aHAJIU3UPYEMBIX MPOO MPHU PACTBOPEHHH OOBEKTOB aHAIW3a B
cMecH MUHepanbHbIX KuCIOT (Tabmuma 13). IlockonmbKy coaep:kaHue OOJBIIMHCTBA
anemMeHToB B mnpobax OAK Bwicokoe (6osee 0,1 MKr/mi) majis MHCTPYMEHTAJIBHOTO
OTAAC-HUC anammsza Heobxoammo pazdasienue npoosl B 10, 25 u 50 pa3 2 %-Hou
HCI. B cBs3u ¢ 3THM, NPUTOTOBIICHHBI MOJCIBHBI PACTBOP [UIS U3YYCHUS
MaTtpuuHoro BiausHus Ha [IM Obin pazbaBiaen B 10, 25 u 50 pa3 (MoaenbHBIM
pactBop Ne 1, MozaenbHbIN pacTBOp Ne 2 1 MozaenbHbIN pacTBOp Ne 3, COOTBETCTBEHHO),
YTO [OIYTHO TIO3BOJWJIO HU3Y4YMTh BIMSHHE pa30aBiIeHUsT Ha MaTpUYHbIE

UHTEPPEPEHIINH.

Tabmuua 13 — Coaepxanue [IM, MaTpUYHBIX U COMMYTCTBYIOUIUX MAaKPOKOMIIOHEHTOB B

MOJICJIBHBIX paCcTBOpax

MogenbHbli Konrenrpanus, MKIr/mi

pacTBop Al Fe Mg | Ce Ni Zr Ti Mn | Si Pd Pt Rh
Nel* 35 9 70 |4 1 05 |05 |02 |01 |0,35 |0,25 [ 0,05
No2#* 14 36 /|28 |16 |04 |02 |02 |008 [0,04 014 |01 0,02
No3#** 7 18 |14 |08 |02 |01 |01 |0,04 002 0,07 |005 0,01
[Ipumevanus.

*CoctaB MozenbHOro pactBopa Nel COOTBETCTBYeT HAECHTUYHOMY COCTaBY pa30aBICHHOMN
ananusupyemoit mpoosr OAK B 10 pas.
**CoctaB MoaenbHOro pactBopa Ne2 COOTBETCTBYET HACHTHYHOMY COCTaBY pa3z0aBlieHHON
ananusupyemoit mpoosr OAK B 25 pas.
***CoctaB MozenbHOro pactBopa Ne3 COOTBETCTBYET MIECHTMYHOMY COCTaBY paz0aBIeHHON
ananmsupyemoii mpoosr OAK B 50 pas.

Jis Toro, 4roObl OLIEHWTh MATpPUYHOE BiIMsHUE Ha ompezaeneHue [IM, ObLn
OTACJIIBHO IPUTOTOBJIIEHBI CTaHAApTHbIE pacTtBOopbl IIM ¢  KOHuHeHTpanusMy,
COOTBETCTBYIOIIMMM KOHIeHTpauusm IIM B monensHbIX pacTBOpax. llocpenctsom
COIOCTaBJIEHUs CUTHaJoB abcopOuuu [IM M3 craHaapTHBIX U MOJEIBHBIX PAaCTBOPOB
OLIEHEHO MaTpuyHoe BiHusiHUE KomnoHeHToB OAK wa IIM 1npu wu3mMeHeHUUM

AHAJIMTUYECKUX JIMHUM aHAJIUTOB. PCBYJ'IBTaTBI IMpCACTaBJICHDLI B Ta6J'II/II_IC 14.
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Tabnuna 14 — Pesynbrarhl oneHku BiusiHus matpuilbl OAK npu onpenenenuu 1M

metogom DTAAC-HUC-UH (x + 1,96-S;, (n=4, P=0,95))

Amnanmr, KoHuenTpauus ananuros KoHuenTpanus ananuros KoHuenTpauus ananuros
aHAJINTH- (MKT/MIT) (MKT/MIT) (MxT/MT)
qecKast Pd 0,35; Pt 0,25; Rh 0,05 Pd 0,14; Pt 0,10; Rh 0,02 Pd 0,07; Pt 0,05; Rh 0,01
JIMHUS, KonnenTpamus MKr/mi KonmenTparus MKr/mi KonnenTparus MKr/mi
HM
CranpapTHBbII Monenbublit CrannapTHbIi MonenbHblii CranpapTHBIH MopenbHblii
pacTBoOp pactBop Nel pacTBop pactBop Ne2 pacTBop pactBop Ne3
Pd He He He He
244,791 onpexnensian* onpexnensian* ompepemsn® | ompenemnsuti* RS LTS i
Pd He He He He
247,641 onpenensm* onpenensn* ompeneysin* | onpenensm’* ORI=0ns Dftles=s 0008
Pd He He He He
340,458 onpenensn* onpenensn* ompeneysin* | onpenensn* 0,069+ 0,003 0,068 + 0,003
225 945 0,25+ 0,01 0,170+ 0,007 | 0,100+ 0,004 | 0,090+ 0,004 0,049 + 0,002 0,050 + 0,002
286 471 0,26 + 0,01 0,180+ 0,007 | 0,110+0,004 | 0,100+ 0,004 0,050 + 0,002 0,048 + 0,002
;;O 24 0,25+ 0,01 0,190+ 0,007 | 0,100+0,004 | 0,100+ 0,004 0,050 + 0,002 0,049 + 0,002
223 489 0,054 + 0,002 0,052+ 0,002 | 0,021+0,001 | 0,021+0,001 | 0,010+ 0,0005 | 0,0100 + 0,0005
Egg 236 0,048 + 0,002 0,047 +£0,002 | 0,020+0,001 | 0,019+0,001 | 0,0100 + 0,0004 | 0,0090 + 0,0004
5:?9 682 0,047 + 0,002 0,047 +£0,002 | 0,019+0,001 | 0,019+0,001 | 0,0100 + 0,0005 | 0,0100 + 0,0004
*Ipumeuanue — onpenenenre Pd B MomensHbIX pactBopax Ne 1 um 2 He MpOBOIWIN, TaK KaK MCKOMOE COJCpIKaHHE
MIPEBBIIIAET IKCIIEPUMEHTAIBHO YCTAHOBICHHYIO BEPXHIOI TPaHHMILY ONpeIeIeHH .

Hcxons w3 moy4eHHBIX pe3ynabTaToB (Tabnuna 14), oTMEYEHO MPaKTHYECKOE
OTCyTCTBUE MaTpuuHOro 3¢ dexra npu onpenenennn Pd Ha n3ydeHHBIX aHATUTUYECKUX
jmuHugx. He BO3EHCTBUS

BBISIBJICHO  MHTEP(EepUPYIOLIETO

MaTpPUYHBIX |
COITyTCTBYIOLIUX 3JEMEHTOB Ha ompezeneHue Rh. Takum oOpasom, ompenencaue Pd
1eaecoo0pa3Ho MPOBOJIUThL HA aHaTuTH4YecKuX JuHusX: 244,791 um; 247,641 um u
340,458 um, a onpenenenne Rh — Ha ananuTrueckux auaMsX: 343,489 um; 369,236 uM
u 339,682 HM.

[Ipu uccnenoBanuu BiausiHUs MatpuuHoro cocrtaBa OAK Ha ompenenenue Pt
YCTAaHOBJICHO 3aHIDKCHUE aHAJUTUYECKOTO curHama (tabmuma 14, MoOAENbHBIN
pactBop Ne 1). BOausu nunum Pt 265,945 uM HaOmrogaeTcs CHEKTpaibHas JIMHUS

Al (266,039 um) (pucyHok 12), a taxxe BOmu3n auaun Pt 306,471 HM — criekTpaibHast

aunaust Ni (306,462 um) (pucynok 13).
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Pucynok 12 — Cnektp Pt 265,945 um
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Pucynok 13 — Cnextp Pt 306,471 uam

Jlnsg ycrpaHeHus: maTtpudHoro »¢dexra mpu ompeneneHund Pt mpenioxeHa
KOPPEKTUPOBKA (DOHA MPOrpaMMHBIMU cpeicTBamMu criekTpomeTpa contrAA 600. C aToit
IeJIbI0 TPUTOTOBIIEHBI MozenbHbIe pacTBopel OAK ¢ IIM (Matrix with PGM) u 6e3
(Matrix w/o PGM) (tabauma 15). UtoObl NpHMEHHUTh KOPPEKTUPOBKY (oOHa,
HEOOXOMMO M3MEPHTh CHTHAJ aHalIWTa B «mmycToi» Marpuie (Matrix w/o PGM), To

eCTh 3a(pUKCUPOBATH KOPPEKTUPYIOIIUN CIIEKTP.
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Tabnuua 15 — MonenbHble pacTBOPHI ISl KOPPEKTUPOBKU (POHA

MonenpHbIi Konnenrpanusi, MKr/mi

pacteop | Al Fe |Mg |Ce |Ni |Zr |Ti Mn | Si Pd | Pt Rh
Matrix with

PGM Nol 35 9 7,0 4 1 0,5 0,5 0,2 01 0351|025 | 0,05
Matrix  w/o

PGM Nel 35 9 7,0 4 1 0,5 0,5 0,2 0,1 - - _

[IpuroToBneHHble pacTBOPHl OBUTM MPOAHATM3UPOBAHBI, U 3a(UKCHPOBAHBI
cnekTpsl i Pt B kakaom pactBope. B mozgensHom pactBope Matrix with PGM Ne 1
3apETUCTPUPOBAH CHUTHAJI aHAJIWTAa C y4eToM MaTpuyHoro 3¢@dexTa, B MOICIHHOM
pactBope Matrix w/o PGM Ne 1 3apeructpupoBaH <«JIOKHBIH)» CHTHAJl aHAIUTA C
Y4€TOM MATpU4HOro 3(¢eKkra — KoppekTupyromuil crnekrp. llomyueHHble naHHBIE

MpeICTaBICHBI B Tabmie 16.

Tabmuna 16 — Pe3ynbratel ananmusza pactBopoB Matrix with PGM Ne 1 u Matrix w/o
PGM Ne 1

T KOHueHTpaum aHAJIMTOB (MKF/MJ'I) I_3t 0,25
S H’HHHH . Matrix w/o PGM Nel Matrix with PGM Nel
’ (10/100) (10/100)
Pt, 265,945 -0,09 0,17
Pt, 306,471 -0,07 0,18
Pt, 270,24 -0,06 0,19

Koppektupoka Marpuunoro ¢pona OAK c ucnonb3oBaHMEM MOJACIM Ha 0ase
nporpaMMHOro obtecreueHust crnekrpomerpa contrAA 600 mo3Bonmumna oOpaboTath
CIEKTp M TOJY4YUTh pealbHOE cojepxkaHue Pt Ha Bcex H3y4yaeMmblX JHMHUAX B
MoneiabHOM pacTtBope «Matrix with  PGM  Nel (10/100)». Hmke mpencraicH
pucyHOK 14 ¢ u3o0paxenusimu criekTpoB Pt (265,945 um) 10 1 mocne koppeknuu ¢GoHa.

Takum 00pa3oM, OCHOBBIBAsICh HA MOJYYEHHBIX JAaHHBIX, MOXHO CIENaTh BBIBOJ,
yro npu DTAAC-HUC-UH onpeaenennun Pd m Rh marpuusble M CHEKTpasibHBIC
uHTepdepeHiuy He BbIABICHBI. C I€/IbI0 HUBEIUPOBAaHUSA MaTpuyHOro 3ddexra mnpu
onpeneneHuu Pt nmpeaioxkeHo NpoBOAUTH aHAIN3 MAKCUMAJIbHO pa30aBIeHHONW MPOObI
(B 25-50 pa3 B 3aBUCHMOCTH OT HMCXOJHOTO COJEP)KAaHMs aHAIUTA B MpoOe), TrOO

UCIIOJIb30BaTh MPOLEypy NPOrpaMMHON KOppeKuu (HoHa.
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Pucynok 14 — Cnektpsl Pt: a) koppextupytommii 2D — cnextp Pt, 6) 2D — cnextp Pt B MogensHoM pacTBope Ne 1,

B) KoppekTupytoumii 3D — criektp Pt, r) 3D — cniektp Pt B MmogensHoM pactBope Ne 1,

1) IPOIIeCcC KOPPEKIMK CIieKTpa (CHHUH criekTp — criekTp Pt B Matrix with PGM Nel, 3eneHblii CrieKTp — KOPPEKTUPYIOIINT

cniektp), €) CxoppexkrupoBanHubiii 3D — ciektp Pt B MogensHOM pacTBOope Ne 1
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5.4.2 Bausinue MATPUYHBIX U COMYTCTBYIOLIMX 3JIEMEHTOB Ha ompe/ejieHne

TOKCHYHBIX 3J1eMeHTOB MeToaoM DTAAC-HUC-UH

BnusHue MaTpUyHBIX KOMIIOHEHTOB Ha OIpE/eNIeHHEe TOKCUYHBIX SJIEMEHTOB
Merogom DTAAC-HUC-UH cucrematndecku paHee HE HUCCIeAOBaioch. B cBszu co
CJIOXKUBIIEHCS CUTyalluel — «yTEUKOM 3a pyOex» Ha peuukiauHr 0omibiieit yactu OAK,
HE00XO0AMMO MOIy4YaTh UHOOPMAIUIO O COIEPKAHUU TOKCUYHBIX JIEMEHTOB B HUX (AS,
Bi, Cd, Hg, Pb, Sb, Se, Te, Tl) npu TpaHcrpanu4Hbix mnepeBo3kax [3, 4]. Takxke
coJiepKaHNe TOKCHUYHBIX 3JI€MEHTOB JIOJDKHO OBITh M3BeCTHO mpu rnepepadotke OAK ¢
LEJbI0 M3BJICYEHUS IUIATHHOBBIX METAJUIOB, TaK KaK IOCJE PELUKIWHIa OCTaBIIAsICSA
yactb OAK yTunmsupyercs B BUJI€ OTBAJIOB.

Jna uccnenoBanusa BiausgHuA MakpokomnoHeHToB OAK Ha omnpenenenue TO
METOAOM OTAAC-HUC-H MIPUTOTOBJIEH MO/ICJIbHBIN pacTBop,
conepkammmii 0,005 — 3,000 Mmkr/m1 TO uw or 1 po 350 ™Mr/mMim MaTpUdHBIX |
comyrcrByronux anementoB: Al, Si, Fe, Mg, Ce, Ni, Zr, Ti, Mn — Ha d¢one
pasbaBiennoro pactBopa cmecu HClI u  H,0; cooTrBercTByrommii  cocraBy
aHAIM3UPYEMbIM MTPoOaM MPU PACTBOPEHUH OOBEKTOB aHANIM3a B CMECHU MUHEPAIbHBIX
kucior. Conepxanue TO W MaTPUYHBIX, COMYTCTBYIOIIUX MAaKPOKOMIIOHEHTOB B

MOJICILHOM PacTBOpE MpeAcTaBieHo B Tabnuie 17.

Tabmuua 17 — CoctaB MoaenbHOro pactsopa npod OAK

Konmenr- Konmenr- Konmeunr- Konmenr-
DaeMeHT pauus, OneMeHT pauus, ONeMeHT pauus, DneMeHT panus,
MKI/MIT MKI/MIT MKT/MII MKI/MII
Al 350 Ni 10 Si 1 Pb 3
Fe 90 Zr 5 As 0,05 Sh 0,05
Mg 70 Ti 5 Bi 0,05 Se 0,05
Ce 40 Mn 2 Cd 0,005 Te 0,05

YuuteiBas BBICOKHE COAEpKaHUS KOMMHOHEHTOB OcCHOBbI OAK u Hu3KHiI
ypoBeHb cojepkaHuss 1O, MOAENbHbIM pacTBOp pa30aBieH B MHUHUMAJIbHON
crenenu — 10 pa3. Kak u npu ouenke marpuunoro Biusgaust OAK Ha onpenenenue 11M,

Tak 1 s TO OTnenbHO MPUTOTOBJIEH CTaHAApTHBIM pacTtBop T (pactBop Ne 1) ¢
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KOHIICHTPAIUSIMH, COOTBETCTBYIOIIMMH KOHIIEHTpanusM T3 B MOJETHLHOM pPacTBOpE
(pactBop Ne 2). Tem He MeHEe, MPOBENCHHBIC YKCIICPUMEHTHI MIOKA3aJIH, YTO MPH TAKOM
pa3z0aBieHUN cojepkaHUEe OOJBIIMHCTBA OMNPEACISIEMBIX TOKCHYHBIX 3JIEMEHTOB
(kpome Pb) naxoautcs BOIM3U IpeaCIIOB ONPEACICHUS aHATUTOB.

[Tpu ananuze moaensHOro pactopa (pactBop Ne 2) merogqom 9 TAAC-HUC-UH
oOHapykeHo, uto abcopOrus Pb, Sb u Te yBenmmuusaercs Ha 15 — 30 %, B TO BpeMs kak

aHanutuueckue curHanbl AS, Bi, Cd u Se nogasasiores Ha 17 — 25 % (tabnuna 18).

Tabmuna 18 — Pesynbrarel onenku BiausHus matpuiibl OAK npu 9TAAC-HUC-UH

onpenenenun TO

PactBop KoHIneHTpanus aHaanTa, MKI/MJI
As Bi Cd Pb Sh Se Te
Ne 1 0,052 0,048 0,0050 2,98 0,050 0,051 0,049
Ne 2 0,043 0,039 0,0044 3,84 0,059 0,042 0,060
[Tpumeuanue. OtHocutenpHas norpemHoctb DTAAC-HUC-MH onpenenennii cocrasisieTr 4 — 7 %.

BBuay BbICOKMX KOHIEHTparuii Pb B mpobax (mo 3 MKI/Mi) €ro MOXHO
onpenenuTh nHCTpyMmeHTanbHbIM MeToioM D TAAC-HUC-MH, pa36aBuB HEe MeHEe yeM
B 25 pa3 W3HAYaJIbHYIO MPOOY, YTO MO3BOJIUT HHUBEIUPOBATH BIMSHUE MaTpuilel. Ha
pucyuke 15 npexacrasien crektp Pb, rae BuaHO, 4TO BOJM3HM aHAINTA CIEKTPHI KAKHX-
60 apyrux snemeHToB OAK oTCyTCTBYIOT.

OcTanbHble omnpezenseMble TOKCUYHBIE 3JIEMEHTHl HE MOTYT OBITH OINpEAeNEHbI
WHCTPYMEHTAJIFHO, TOCKOJBKY HMX HCXOAHOE COJep)KaHue B MpobOax Majo, U TpU
MUHUMAJIbHOM pa30aBiieHUd Mpod, KOTOpOE B CBOIO OYEpelb HEOOXOIUMO JUIS
CHW)KCHHUSI MaTpU4HOTO (OHA, cofepkaHne TD CTaHOBUTCS KPUTUUECKH HHU3KUM JJIS
TOYHOTO OTPEICICHHUS.

Pesynbratel mHCTpYyMeHTaIBbHOTO omperaencuus Pd, Pt, Rh u Pb B mpo6e OAK

metogamu DTAAC-HUC-UH u ADC-UCII ananu3a npuBeaeHsl B Tadauie 19.
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Processing | Plots  Line identification |Adjustwauelength|
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0.03 | Wavelength [nm] PB217 3w 216.948 16
4 ¥h 216.950 0016
5 In 216.954 0.077
i B Ru 216.977 1.1
et 7 Al 216.984 0.19
a2 8 Ho 216.987 0.067
8 3 Fe 216.994 0.0016
2 0.01 | E_-EIJI
11 Ru 217.006
20 Line(s) found
0 .
No. | Molecule | Factor |oOfiset | |
i CS 1 0
! . A 2 OH 1 0
0 25 50 75 100 128 150 175 200 3 S0 1 0
pixel
Flot ‘Y-gcale
Absorhance ﬂ .- "ﬁ""i @ auto.
@ Spectrum [ﬁ" ] ? fromyto: 3 Molecule spectra found
pixel P 10321700290m | 0010 3| [E)Show sum spectrum

Abs.(Mean): 0.02217

[¥] average (] |so o0ss8s . | 1.000 Overview. . Data @ ISAS Berlin

E]IIE]EJ Pb217 ’ Line parameters.. l [ 3D plot. W]

Pucynox 15 — CnekTp cBHUHIIa

Tabmuna 19 — Pe3ynbraTel HHCTpyMeHTaIbHOTO onpenencHus Pd, Pt, Rh u Pb B OAK

MaccoBas nomus, %
HcKkoMmbIit 3JIeMEHT OTAAC-HUC-MH ADC-UCII,
X £1,96-S;, (n=4, P=0,95) X £1,96-S;, (n=4, P=0,95)
Pd 3,1-101+1,0-102 3,0-101+1,0-102
Pt 1,4-102 +5,0-10* 1,3-102 +5,0-10*
Rh 49.10%+2,0-10° 5,0-10% + 4,0-10°
Pb 1,4-101+5,0-10°3 1,2.101+7,0-10°3

HpI/IMe‘-IaHI/Ie - Sr— CTAHAAPTHOC OTKJIOHCHUC ITOBTOPACMOCTH.

W3 npuBeneHHBIX NaHHBIX B Tabmuie 19 BUAHO, YTO pe3ysbTaThl, MOJYYCHHBIC
meromamu DTAAC-HUC-UH u ADC-UCTI, cornacyrorcs MexIy COOOM.

Takum o00pazoM, pe3yJabTaThl HCCICIOBAHUN AHAIUTUYECKUX BO3MOKHOCTEH
uHcTpyMeHTanbHOro Metoga DTAAC-HUC-MH nokasanu, uro Pd, Pt u Rh moryt ObITh
OTIpeJIeJICHbl HAMPSAMYIO, HECMOTPS HA HAJIMYME MAaKpPOCOACP)KaHWNM MATPUYHBIX U
COITYTCTBYIOIIIUX DJIEMEHTOB. [Tpsimoe WHCTPYMEHTAIILHOE oTpeeNieHue

OKOTOKCHKAaHTOB BO3MOKHO TOJIBKO AJIsI CBHMHIIA, BBUAY €TI0 BBICOKOT'O COACPKAHUS B
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npobax, 4TO MO3BOJSET MPUMEHUTH pa30aBleHUE aHATU3UPYEMBIX MPOO M TEM CaMbIM
CHU3UTh MaTPUUHBIN dDPEKT.

OnpeneneHre MHUKPOCOACPKAHUN OCTAIbHBIX OMPEIETIEMbIX SKOTOKCHYHBIX
anementoB (As, Bi, Cd, Sb, Se u Te) Ha ¢oHe Makpocoaep:KaHUI MaTPHUYHBIX
AJIEMEHTOB MHCTPYMEHTAJIBHBIM METOJIOM aHajau3a 3aTPyJHEHO. B Takux ciydasx s
MOJTy4EHHUSI JIOCTOBEPHBIX aHAIUTHYCCKHX PpPE3YyJIbTaTOB HEOOXOTUMBIM SIBIISETCS
JIOTIOTHEHWE METO/a aHalli3a CTaaueil BBIICIEHUS W KOHIEHTPUPOBAHHS HCKOMBIX
AJIEMEHTOB, BKJIFOYAIONTUX COPOIIHIO, SKCTPAKIIUIO, U P IPYTUX.

Hanbonee 3¢d@dEeKTUBHBIM MOAXOAOM K PEHICHHUIO OSTON 3a]ayu  SBIACTCS
MPUMEHEHUE TPEIOKECHHOTO HaMHW HOBOTO CEpPY-a30T COJEPKAIIETO T'eTEPOICITHOTO
copOeHTa, 00JAAIONIET0 YHUKAIBHBIMA CBOWCTBAMHU [0 TPYIIIOBOMY BBIJCICHHUIO

onpecACIIIEMbIX TOKCUYHBIX 3JICMCHTOB U3 Hp06 OTpa6OTaHHBIX ABTOKATaJIn3aTOPOB.
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IJIABA 6. HCCJEJOBAHUE AHAJJUTUHYECKHUX BO3MOKHOCTEM

XUMHUKO-CIIEKTPAJIBHOI'O 9TAAC-HUC METOJA AHAJIM3A OAK C
NCIHOJb30BAHUEM COPBHUOHHOTI'O PA3JIEJIEHUSA n
KOHIEHTPUPOBAHUA AHAJIMTOB

HecMmoTpss Ha BBICOKOE paspelieHue, HU3KHE TMpeaeibl  ONpeAcICHUS
OTAAC-HUC, npu HHCTPYMEHTAJILHOM ONPEIACICHUM MHUKPOCOJEpKAHUN psija
ornpeaensieMbIx TOKCHYHBIX 2iieMeHToB (AS, Bi, Cd, Sb, Se u Te) B orpaboraHHBIX
aBTOMOOMJIBHBIX KaTaJIM3aTOPax BO3HUKAIOT CEPhE3HBIC MPOOJIEMbI, KOTOPBIC CBSA3aHBI C
BJIUSHAEM CO CTOPOHBI KaK MaTPUYHBIX, TAK U COITYTCTBYIOIINX KOMITOHEHTOB. Takum
oOpaszoM, 0Oe3 crenuagbHOM MPOOOMOATOTOBKH, BKJIIOYAIONIEH CTAaIuW pa3ieliCHUs U
KOHIICHTPUPOBAHMSI, OIIPEICIICHNE YKOTOKCUKAHTOB CTAHOBHUTCS 3aTPYAHUTCIHHBIM.

CopOnroHHOE KOHIICHTPUPOBAHUE HA OCHOBE MOJUMEPHBIX aMHUHOTHOA(UPHBIX
COpOEHTOB SBJSIETCS COBPEMEHHBIM, YHUBEPCAIHHBIM W 3apEKOMEHIOBABIIUM CeO0s
IOJIXOJIOM K OYMCTKE aHAJTUTHUECKOI'O CUTHAjIa HCKOMBIX 3jieMeHToB [15, 153-155].

[Ipexne yeM mepeldT K COPOITMOHHOMY BBIJICIICHUIO U KOHIIGHTPUPOBAHUIO AS,
Bi, Cd, Sh, Se u Te ¢ ux nocneayrouum onpeaeinenueM Mmerogom ITAAC-HUC, Obuin
YCTaHOBJICHBI TEMITEPATyPHO-BPEMEHHBIC PEKUMBI OIPEICIICHNUS aHAJIMTOB U OIICHCHBI

IIpeAenbl ONPEACICHUS, @ TAKKE BEPXHUE TPAHUIIBI OIIPEAEIAEMBIX CONEPKAHNUMN.

6.1 Bo10op annmapaTypHBIX Pe;KMMOB /1JIsl ONIpeieJIeHUs] AaHAJIUTOB

Jlns BbIOOpa ammapaTypHbIX PEKHMOB B XHMHKO-CICKTPAJIBLHOM TMOIXOC
UCIIOJIB30BaIM MOIEIBHBINA pacTBop, comepskammii 0,05 mkxr/mm As, 0,005 mxr/min Bi,
0,001 mxr/mi Cd, 0,01 mxr/mit Sb, 0,01 mxr/ma Se u 0,01 mxr/mi Te.

[IpennoxeHHBIC YCIOBHS CTaJdW  BBICYIIMBAHUS TPOOBI  MPOrPAMMHBIM
obecrieueHneM aToMHO-abcopOmonHoro crnekrtpomerpa cOnNtrAA 600 obGecrieunBaroT
MOJIHOE BBICYIIMBAHKME AJIMKBOTHI 0€3 KUIICHUS M TOJYyYEHUE PEe3yJIbTaTOB U3MEPECHHS C
BBICOKMIMH TT0Ka3aTeJIIMU TTOBTOPSIEMOCTH, TIOITOMY TEMIIEPATypPHBIH PEXHUM JTaHHOU

CTaJIUU TIPOTPaMMBbI OCTajIcs 0€3 U3MEHEHUH.
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[TonydeHHbIE SKCIIEpPUMEHTANbHBIE JaHHBIE IO YCTAHOBJICHUIO TeMIIEpaTyp
nupoausa aHanuToB ¢ 1enbto nx OTAAC-HUC-XC onpenenenusi npeAacTaBIeHbl Ha

pucynke 16.

0,3
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%\\ o
0,1 \ \ Sh

Abcopouust
o
[EEN
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Temneparypa nupoJu3a, °C

Pucynok 16 — 3aBucuMocTh a0COpOIIMH ONPENEIsIEMBbIX 3JIEMEHTOB OT TEMIIEPATYPhI

IMAPOJIN3a IIOCJIC COp6HI/IOHHOFO KOHIOCHTPHUPOBAHUA

Jlns  ompeneneHusl TOKCHMKAHTOB TIOCIE COPOIMOHHOTO KOHIIEHTPUPOBAHHMS
HauOosiee TOIXOASAIIMMH TeMmIiepaTypamu ctaauu mmpoimsa sBistirores 1300 (As),
1000 (Bi), 1000 (Cd), 1200 (Sbh), 1250 (Se) u 1500 (Te) °C, cootBercTBeHHO (pHc. 16).

[TommydeHHbIE SKCIIEPUMEHTAIBHBIC JaHHBIE TI0 YCTAHOBJICHHUIO TEMIIEpaTyp
aTOMH3AIlMA  aHAJUTOB C IEJIbI0 WX ONpPENeJeHUs TOoCie  COPOIMOHHOTO
KOHIICHTPHUPOBAHUS MIPEICTABICHBI HA PUCYHKE 17.

Jlns  ompeneneHusi TOKCHMKAHTOB TIOCHE COPOIMOHHOTO KOHIIEHTPUPOBAHHUS

HanOoJiee MOAXOIAIIMMU TEMIIepaTypaMu cTaguu aromm3anuu sBistoTces 2200 (As),

2200 (Bi), 1600 (Cd), 2250 (Sb), 2200 (Se) u 2200(Te) °C (puc. 17).
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Pucynok 17 —3aBucumocTs abcopOIuu OnpeesieMbIX 3JIEMEHTOB OT

TEMIICPATYPbl aTOMHU3AlIUH I10CJIC COp6III/IOHHOFO KOHICHTPUPOBAHUSA

O0001IEHHBIE

pe3ynbTaThl

OKCIICPUMCHTAJIBbHO

YCTaHOBJICHHBIX

YCIIOBUU

onpeaeneHus anemeHToB MetosioM DTAAC-HUC-XC npencrasiensl B Tadbnuie 20.

Ta6nuna 20 — TemnepatypHo-BpemeHHas nporpamma I TAAC-HUC-XC onpenenenust

AHAJINTOB
TemmneparypHbiii pexum (t, °C() )
Y [IPOAOJDKATENLHOCTE Ipolecca (T, ¢
Moaudukaro
AHamT Vv :qé MKn)p BeicymmBanue [Muponus ATomu3anus 2;;13%?;?
t, °C T,¢ t, °C T, ¢ t, °C T, ¢ t, °C T,¢
80 20
As 019%Pd(NOs), | 90 | 20 | XU | 49 | 2200 | 7 | 2450 | 5
110 10
. +
Bi 0.05 % 19100 %8 1000 10 2200 7 2450 5
Mg(NO3)2 - 5
cd 1%NH:HPO, | 90 | 20 | 30| 20 | 1600 | o | 2450 | 5
110 10
0,1 % PA(NO3)2 80 20
Sb +0,05 % 00 | 20 | 9| 9 220 | 7 | 2450 | 5
Mg(NOs), 110 10
0,1% Pd(NOs); | 80 20 | a0 | 20
Se + 0,05 % 90 20 1250 10 2200 7 2450 5
Mg(NO3)2 110 10
0,1% Pd(NOs), | 80 20 | a0 | 20
Te + 0,05 % 90 20 1500 10 2200 6 2450 5
Mg(NOs) 110 10
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6.2 OuneHka mnpeaejioB ompeaejeHdsi U BEePXHUX T[PAHUI ONpeaessieMbIX

COoepPKAHUU AHAJIUTOB

C uensro oueHku npexaenoB onpexaeneHus wmerogom  ITAAC-HUC-XC
WCIIOJIB30BAJI  PACTBOP, COOTBETCTBYIONIMU COCTAaBY pacTBOpa IIOCHIE JECOpOITUU
aHaNMUTOB. PacTBOp BHOCHIIM B DJIEKTPOTEPMHUUECCKUN aTOMHU3ATOP U U3MEPSUIA CUTHAJ
abcopOnum omnpeaessieMbIX 3j1eMeHTOB. CUrHana aOcopOIuu, MOJyUYeHHBIM OT JaHHOTO
(¢bOoHOBOTO pacTBOpa (XOJOCTOTO OMNBITa), WCIOJIB30BaH TMIPU pacyeTe MPeaesioB
OTIPE/ICIICHUS aHAJIUTOB.

B  Tabnmume 21 mpuBeneHsl NOpeAeNbl  ONpEAEICHUs, PacCUUTAHHBIC
no 10S-kputeputo s 10  mapamnenbHbIX — M3MepeHM  curHaia  (GoHa  OT

IIPHUTOTOBJICHHOI'O pacTBOpA.

Tabnuna 21 — Ipenesnsl onpeneaeHust aHaIUTOB

OnpenensieMblid SJIEMEHT Ananutmdeckas JUHUS, HM [Ipenen onpeneneHus, MKT/MiI
As 193,696 0,0005
Bi 223,060 0,0008
Cd 228,801 0,00006
Sh 217,581 0,0005
Se 196,026 0,0006
Te 214,281 0,0007

Taxxe mpu MOCTPOSHUH TPAAYUPOBOYHBIX 3aBUCUMOCTEH MCKOMBIX DJIEMEHTOB
obun ycranoBieHsl BepxHHe rpanulibl DTAAC-HUC-XC omnpeneneHus: aHamuTOB:
0,3 mxr/mn As, 0,1 mxr/mi Bi, 0,01 mxr/mn Cd, 0,25 mxr/min Sb, 0,3 mxr/mia Se
n 0,25 Mkr/mn  Te, KOTOpbIE JUMHUTHPYIOTCS BO3MOXKHOCTSIMHU JACTEKTUPYIOIICH

CUCTEMBI U XOJIOM IPalyHpOBOYHBIX I'pa(UKOB.

6.3 UccenoBaHue cBOCTB BLIOPAHHBIX COPOEHTOB

JUisi moJiydeHHsl TPaHyJIMPOBAHHOTO aMUHOTHO3(UPHOTO COpOEHTa MPUMEHEH

OpUTHHAJIbHBIA METOJI CUHTE3a “3Mes B KieTke”. CHHTe3upOBaHNE aMHUHOTHOI(DUPHBIX
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dbparMeHTOB B 00BEME CTaHJIAPTHOTO HOHOOOMEHHHKAa IIO3BOJISIET pa3peauTh
«aKTUBHBIE LEHTPb» B MOJEKYJI€ aMUHOTHOA(}UpA, YMEHBIIUTHh YJEIbHBIN BeC
GYyHKIIMOHATBFHOW TPYIIBI 32 CYEeT OOJIbIIer0 pajuKajia TMpU aMUHOTPYIIE
MOHOOMEHHMKA. BaXHO  OTMETUTh, UYTO, UCIIOJb30BAHUE TMPU  CHHTE3E
MOAU(UITMPOBAHHOTO  COpOEHTAa  Pa3MUYHBIX HCXOIHBIX aMHUHOB, HampuMep,
THUOMOYEBHHBI, CIOCOOCTBYET CEJIEKTUBHOMY BbIJICTICHUIO 0JIarOpOJIHBIX
meTauioB [156]. Eciau B kauecTBe UCXOMHOTO aMUHA MCIOJIb30BaTh aMHUHOKHUCIIOTY, TO
MOJKHO M3BJICYb PEIKO3eMeNbHbIC 351eMeHThI [157]. UTo kacaeTcsi KOHIICHTPUPOBAHUS U
BBIJICJICHUSI TOKCHUYHBIX 3JIEMEHTOB, TO CIELHMAIBHO MOJ0OpaHHAsI CMECh HMCXOIHBIX
aMHUHOB MOKET 00€CIIeYNTh OOIIUPHBIN s M3BJICKaeMbIX aHAIUTOB [158].

Takum  00pa3oM, OCHOBHas  3ajJlaya  WCCJEJOBaHUSA  JIaHHOW  TJIaBBI
JIMCCEPTAIIMOHHOM PaboThl — 3TO pa3paboTka XuMHUKo-crnekTpaibHoro DTAAC-HUC
(OTAAC-HUC-XC) anammza OAK ¢ mnpuMeHEHHEM TaKOrO COpPOCHTa, KOTOPHIi
MO3BOJIUT JTOOUTHCS MONHOTO copOrmonHoro m3ieueHus As, Bi, Cd, Sh, Se u Te u3
npod OAK, He BoBiekass B Ipoliecc COpPOLMH Jpyrue KOMIIOHEHTBhI, TEM CaMbIM
YMEHBIITUTH TOTPENTHOCTD 32 CUET HUBEIMPOBAHUS MATPUIHOTO A dekTa.

Jns noctmxenus: nocrapieHHo 3anaun B MACI] «['upeameTy» CUHTE3UPOBAHBI
7IBA aMHUHOTHOA(HPHBIX COpOEHTa CIOCOOOM «3Mesl B KIETKE» Ha HOHOOOMEHHHKE
«Tulsion A21S» — DJIK u MTX.

C 1enbl0 YCTaHOBJIEHUS BO3MOXKHOCTU HCIIOIB30BaHUS CUHTE3UPOBAHHBIX HAMU
S, N-conmepxammx rereporenubix copoerToB IJIK u MTX nnsi KOHIIEHTpUPOBAHUS U
BbificsieHHsT TO W BBeIEHHUS] COPOLIMOHHOTO KOHIEHTPUPOBAHUS B CXEMY XUMHUKO-
aToOMHO-abcopOimonHoro Metona ompeaeincHuss TO B OAK, HE0OXOIUMO H3YUYUTh
CTENICHb W3BJICUCHUS TOKCHKAHTOB COpOEHTAMU TIPU BapbUPOBAHHH KHUCIOTHOCTHU
cpenbl copOuuu. 3aTeM KMCCIIeIOBaTh KUHETUKY HU3BJICUYCHHUS aHAIUTOB, COPOLUMOHHYIO
E€MKOCTb U CEJICKTUBHOCTh BEHIOPAHHOTO COpOCHTA.

HccnenoBanme cBOWCTB CHHTE3UPOBAHHBIX COPOCHTOB U YCIOBHM COPOITMOHHOTO
u3pneyenuss As, Bi, Cd, Sb, Se m Te mnpoBemeHo Ha MOJEIBHBIX PaCTBOPAX,
cogepxkaumx ot 0,0005-0,3 mkr/mn aHanuTa, a Takke Ha pacTBopax 0O0pasloB

OTpa0OTAHHBIX ABTOKATAIM3aTOPOB HA KEPAMUUYECKONH OCHOBE.
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6.3.1 3aBHCHMOCTH CTeNeHH MH3BJICEYEHHS AaAHAJIHUTOB OT KHCJIOTHOCTH

pactBopa S, N-conepxkamumu copoentamu 3K u MTX

CopOImoHHOE KOHIIEHTPUPOBAHME TOKCHYHBIX JJEMEHTOB TMPOBOJIWIH U3
COJITHOKHCIIBIX Cpell B CTaTUYECKOM pEXHME TMpH [EPEeMENIMBaHUU | IIPH
temneparype 20-22 °C. Bpemst koHTakta ¢az — 60 muH. B ycnoBusix maHHOrO
AKCIIEPUMEHTA M3MEHSUIH KUCIOTHOCTh pacTBopa oT 0,1 g0 1,5 M HCI. CootHotrenune
obbeMa pacTBopa u Macchl copoerTa = 50 mut : 50 wmr.

OddexTuBHOCTS  M3BIEUeHUST 1D  OINEHUBAIM C  TOMOINBIO  CTEMEHU

uspnedenus (R, %) o popmye (1)

R= —+100 %, (1)

rae M —35TO COACPKAHUEC aHAJIUTA B z:ecop6aTe, MKT,

M — 510 HCXOOHOC COJACPIKAHNUEC aHAJIMTAa B MOJICJIbHOM paCTBOPC, MKT.
KpI/IBBIC, ACMOHCTPUPYIOIIUEC 3aBUCUMOCTb CTCIICHHM HW3BJIICYHCHHUA HMCKOMBIX

TOKCUKAHTOB CHHTE3MpPOBAaHHBIMU TIpaHyiupoBaHHbIMH copOenTamu DJIK u MTX ot

KHCJIOTHOCTU PacTBOpa, MpeCTaBlIeHbl HAa pucyHkax 18 — 19,
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Pucynok 18 — 3aBUCUMOCTh CTENEHU U3BJICUEHHUS aHAITUTOB copOeHToM DJIK

OT KUCIIOTHOCTH pacTBOpa
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Pucynok 19 — 3aBucHMOCTh CTENIEHU W3BJICUEHUS aHAIUTOB copoeHToM MTX

OT KUCJIOTHOCTH pacTBOpa

Jnis oboux cOpOEHTOB MOXKHO CHAeNaTh OOIIMKA BBIBOJ — C YBEJIUYECHUEM
KOHIICHTpAIlMd BOJOPOJHBIX HMOHOB CTCTECHb W3BICYCHUS XJIOPOKOMIUIEKCOB T3
yMmeHbIaercs. Hampumep, otHocutenbHo AS u Bl monydeHHas 3aKOHOMEPHOCTb
OOBSCHSICTCS YaCTUYHBIM pa3pylICHHEM COpPOCHTa B CHJIBHOKHCIBIX Cpelaax |
oOpa3oBaHHEeM CyIb(QHUIOB MBIIMIbIKA HM BHCMYTa, HEPACTBOPUMBIX B COJISTHOM
kucioTe [153].

AHanu3upysi TMOJIydeHHble Tpaduku, COPOIMOHHOE KOHIIEHTpUpoBaHue T3
copoentom DJ/IK mo3BosSeT JOCTATOYHO MOJTHO U3BJICUb OOJBITMHCTBO aHATUTOB — AS,
Sb, Se u Te mpu kucnoranoctu pacreopa 0,1 M HCI, B To Bpems kak copoent MTX
u3Biekaer ¢ BbICOKOM creneHpto Bi, Cd, Se wum Te mnpu KHCIOTHOCTH
pactBopa 0,1 M HCI. Takoe pacmpeneicHie aHAJIWTOB MEXAY COpOEHTaMuU
MIPOUCXOJIUT, BEPOSTHO, TOJ[ BIMUSHUEM PATUKAIOB COPOCHTOB, OJHAKO MOAPOOHBIC
WCCJICIOBAHMsI TOTO BOIIPOCA HE BXOAMIIN B 3a]]a41 JaHHON paOOTHI.

B Tabimnie 22 npuBeneHsl 3HaueHus ctenenn u3piedeHus As, Bi, Cd, Sb, Se u Te
copoentamu /1K u MTX B 0,1 M HCI npu temneparype 20-22 °C B reuenue 60 MUHYT

nociie ecopOIuu copOeHTa-KOHIIEHTpaTa B KOHIIEHTPUPOBAHHON a30THON KHCJIOTE.
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Tabnuna 22 — Ctenenp u3BiaeueHus aHanuToB copoentamu DK u MTX

Cop6ent DJIK Copoent MTX
Amnamur Beeneno, Haiineno, CrencHb Beeneno, Haiineno, CrencHb
MKT MKT coponuu, % MKT MKT coporuu, %
As 0,1 0,096 96 0,1 0,057 57
Bi 0,1 0,055 55 0,1 0,099 99
Cd 0,01 0,0023 23 0,01 0,0095 95
Sh 0,1 0,098 08 0,1 0,063 63
Se 0,1 0,1 100 0,1 0,1 100
Te 0,1 0,1 100 0,1 0,1 100

[TomyueHHble pe3ynbTaThl CBUACTENBCTBYIOT 00 3()()EKTUBHOCTH MPUMEHEHHS

copbertoB DJIK u MTX mna otnenbHbix aHanutoB. C LEibl0 cO3laHUS cOpOeHTa,

IMMO3BOJAIOIICTO OAHOBPEMCHHO IIPOBOAWTL IIOJIHOC HM3BJICUCHHC BCCX HMCKOMBIX

dAHAJIMTOB M3 PACTBOPOB 00BbeKTa U ABIAIOIICTOCA CCIICKTHBHBIM 110 OTHOIICHHIO KO

BCEM MCKOMBIM »3JI€MEHTaM, CHUHTE3UpPOBAH MOJIU(DUIIMPOBAHHBIA TUOPUI-COPOEHT

OJIK-MTX ¢ wucnomp3oBaHHEM OOOMX HMCXOJHBIX AaMHHOB — OJTHJICHAWAMHUHA U

MeTujiaMuHa. P C3yJIbTaTbl 3aBUCUMOCTU CTCIICHHU H3BJICUCHUA AHAJIMUTOB FI/I6pI/II[0M-

copoerToM DJIK-MTX 0T KUCTOTHOCTH pacTBOpaA MpeICTaBICHBI Ha pucyHKe 20).

Takum
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Pucynok 20 — 3aBUCUMOCTH CTEIICHU W3BJICUCHUSI AaHATIUTOB

rubpuaom-copoenrom DJIK-MTX ot KHCTOTHOCTH pacTBOpa

00pazom,

ruopuI-cOpoSHT

DIK-MTX,

CHUHTE3UPOBAHHBIN

C

HUCIIOJIB30BaHHUCM OTWJICHIHMAaMMHAa MW MCTHJIaMHHAa CIIocoOOM «3Mesi B KIJETKe» Ha
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noHooOMeHHuKe «Tulsion A21S», siBisieTCcs MEPCIEKTUBHBIM I UCIIOJIb30BaHHUS €T0 B

COpOIIMOHHOM KOHIIEHTPUPOBAHUU IKOTOKCUYHBIX npumMeceit B OAK.

6.3.2 KuHeruka wusBjiedyeHusi aHajauToB S, N-cogep:kamumM TrudpuaoM-

copoentom JIK-MTX

KuHeTnKy H3BI€UEHUS MCKOMBIX DJIEMEHTOB H3ydYaldd ITyTeM OMpPEACICHUS HUX
coJiepKaHUsI B PACTBOPE Yepe3 OMpeeTICHHbIE TPOMEXKYTKHA BpeMeHu. KuHeTnueckue
kpuBbie u3BieucHus As, Bi, Cd, Sh, Se u Te rpanyaupoBaHHBIM aMHHOTHOI(PUPHBIM
rubpuaom-copoentom DJIK-MTX npuBeneHsl Ha pucyHke 21.

W3 mony4yeHHBIX pe3yabTaTOB BUAHO, YTO HCIOJIb3yeMblit Tudpua-copoent /(K-
MTX mo3BOJSET MPaKTUYECKH MOTHOCTHIO M3BJIEYh BCE aHAMMUTHI B TeueHne 40 MuH
B3aMMOJICUCTBHS COPOEHTA C PACTBOPOM.

Hcnonw3ys pe3ynbTaThl MPOBEACHHBIX HCCIIENOBAaHUM, pa3padoTaHa METOIUKA
noJiydeHus: coporronnoro konmenrpara As, Bi, Cd, Sb, Se u Te mis mocaemyroriero

aTOMHO-a0COPOITMOHHOTO OTPEIEIICHUS aHATUTOB.

120
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Pucynok 21 — Kunernka uspneuenus anaautoB copoerntom DIK-MTX

VY ca0BUS NOTyYEeHHS] KOHLIEHTPATA:

Cop6ent — DJIK-MTX.
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Macca cop6enrta — 0,1-0,2 r.

OobeMm pactBopa 10 — 20 mi, 0,1 M o HCI.

Cratudeckuil pexum — npu nepemermmBanuu u temmeparype 20-22 °C, Bpems
KoHTakTa (pa3 He meHee 40 MUH.

CopOeHT-KOHILIEHTpAT OTAESAIOT OT pacTBOpa (UIBTPOBAHMEM uepe3 TIOTHBIN
GmIbTp, mpombIBatoT Ha GuibTpe pactBopoM (2 % HNO3). 3atem copOeHT-KOHIIEHTpaT
nepeHocsAT ¢ GuiabTpa (BBICYIIMBAHUE-CTPSAXUBAHUE) B KOJIOY W, M00aBJsis K HEMY B
ko00y 3 mu koH1. HNO3 ocu, mpoBoasT necopobumio B TeueHue 20 MUH 1MOJ] YaCOBBIM
crexiiom npu Temmeparype 20-22 °C. Ilpu mnpoBeaeHUH IeCOpPOIUU TMPOUCKOIUT
paspylieHre (PyHKIIMOHAIBHBIX TPYII, U aHAIUTHI NEPEXOAsT ¢ COpOEHTa B pacTBOp —
necopb6ar. [locne nmpoBeaeHUs CTaauu AECOPOLMU OTACNSAIOT «HEAKTUBHYIO» MATPHILY
copbeHTa OT jAecopbara myTeM (UIBTPOBAHHUS B KOJOYy, NMPOMBIBAIOT Ha (QUIbTpE
copOeHT u 10BOAAT 10 METKU H2O jenon. OcTaBIIAsICS «HEAKTUBHAS» MaTpuUlla COpOEHTa

SIK-MTX MoxeT ObITh BHOBb HCIIOIH30BaHA JIsl CHHTE3a TOTO YK€ COpOCHTA.

6.3.3 CopOunonnaa emkoctb S, N-coaep:kamero rudpuaa-copdeHrta
IAK-MTX

B tabnure 23 mpeacTaBieHbl pe3ysbTaThl IO U3YYCHUIO COPOITMOHHON €MKOCTH

aMUHOTHO3(HpHOTrO ruOpuaa-copbenTa DJIK-MTX mns As, Bi, Cd, Sh, Se u Te.

Ta6nuna 23 — CopbrmonHas emkoctb copoenTa IJIK-MTX 1151 HCKOMBIX TOKCUKAHTOB

AHanut As Bi Cd Sb Se Te
EmKkocth
copOeHTa, 0,1 0,15 0,05 0,1 0,15 0,15
r/t

YcTaHoBIEHO, YTO COpOLMOHHAs €MKOCTh rudpuaa-copOenta DAK-MTX s
OTpe/ieNisieMbIX TOKCHYHBIX 3yieMeHTOB Bapbupyerca oT 0,05 mo 0,15 r/r. EmkocTsb
rpaHyJupoBaHHoOro rudpumaa-copobenta IIK-MTX, cuHTe3upOBaHHOTO MyTEM «3Mes B
KJIETKE», HUXKE, YeM Y UHAUBUAYAIbHBIX MOPOMKOBBIX copOeHTtoB K

MTX [153, 154], uro O0OYCIOBICHO YMEHBIICHHEM YICIBHOIO BeECa «AKTHUBHBIX
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LEHTPOB», OTBEYAIOUIUMX 3a KOMILIeKCcooOpa3zoBaHue TO, MOCKOJIbKY YacTh MacChl
copOeHTa IPUXOAUTCS Ha «HEAKTHUBHYIO» MATPUIy HOHOOOMEHHOTO COPOEHTA.

Tem He MeHee, MOMYYEHHBIC AHHBIE MO CTENEHW M3BIICUEHUS U COPOIMOHHOU
€MKOCTU CHHTE3MPOBAHHOTO TMOpHIa-cOpOEHTa YAOBIETBOPSIOT TPEOOBAHUAM K €ro

IPUMEHEHHUIO MIPH ONPEIEICHUHN TOKCUYHBIX 31eMeHTOB B pobax OAK (tabi. 24).

6.3.4 CeaekTuBHOCTh S, N-conepxamero rudopuaa-copoenra IJIK-MTX

ITockonbky conepxxkanue TO B OAK HaxoauTcsi HA MUKPOYPOBHE, @ MATPUYHBIE U
COMYTCTBYIOIIKE 3JIEMEHTBl UMEIOT BBICOKOE COJIepkKaHUE, MPU BHIOOpE COPOEHTOB JIJIst
U3BJICYEHUS TOKCHUYHBIX JJIEMEHTOB U3 KOHKPETHBIX CpEll BAXKHEHUIINM KpUTEPUEM
SBJISIETCS] UX CEJIEKTUBHOCTH. VccienoBanus mokaszaiu, YTO CHHTE3UPOBAHHBINA THOPHI-
copbert DJIK-MTX B mpeasnoKeHHbIX YCIOBHUSIX HE COPOUpYET Takue MaTpUUHbIE U
comyrcTBytomue kommoHeHTHI OAK, kak Al, Mg, Ce, Zr, Ti, Mn, Si; gactuuno

copoupyet Ni (crenens copOiuu He 6ostee 0,5 %) u Fe (crenenp copoumu ~ 1 %).

6.4 HcciaenoBanue MaTpuyHoro BJusiHusi S, N-coaep:kamiero rudpuaa-

copoenTa J/IK-MTX Ha onpeneseHne aHAJIUTOB

C uenbto wucciegoBaHus MatpuuHoro 3¢ddexra copbenta IDJIK-MTX Obuta
IIPUTOTOBJICHA CMECh TOKCHUYHBIX 3JIeMeHTOB, conepskamias mo 0,05 mxr/mi As, Bi, Sb,
Se u Te u 0,005 mxr/min Cd. 3areM mo pa3pabOTaHHOW METOAMKE COPOLMOHHOIO
KOHIICHTPUPOBAHUSI C TOMOIIBIO CHUHTE3UPOBAHHOTO TuOpuaa-copoenta DJIK-MTX
MPOBEJIM COPOIMI0O ATUX TOKCHYHBIX OJJIEMEHTOB W3 TMPUTOTOBIEHHOW CMeECH, U
MpOaHAIM3UPOBAIA TOJYYEHHBIH jgecopOar Metojgom aHanmza OTAAC-HUC-XC.
[Tomy4yeHHBIE pe3yabTATHI COMOCTABUJIM C pe3ylbTaTaMU aHajdnu3a HCXOJIHOU
IPUTOTOBJICHHO!N CMECH TOKCUKAHTOB, conepxarieii o 0,05 mxr/mn As, Bi, Sh, Se u Te
u 0,005 mxr/mit Cd. PesyibTatel mpezctaBieHbl B Tadmuie 24. Marpuunbiii dhdexT

S, N- conepxamero copoenta DJIK-MTX Ha onpeneneHne aHATUTOB HE BBISIBIICH.
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Ta6nuna 24 — PesynptaTel ananuza metogoM D TAAC-HUC ucxoaHoit cMecu aHAJIUTOB

u necopbarta (x = 1,96-S;, (n=4, P=0,95))

KoHneHnTpanus, MKr/mi
AHamut
Hcxonnasa cMech aHaIUTOB HecopOar
As 0,048 + 0,002 0,050 £+ 0,002
Bi 0,0510 £ 0,0015 0,052 £ 0,002
Cd 0,0050 + 0,0002 0,0047+ 0,0002
Sh 0,049 £+ 0,002 0,046 £+ 0,002
Se 0,047 + 0,002 0,049 + 0,002
Te 0,052 £+ 0,002 0,052 £ 0,002

Takum 00pa3zoM, CHHTE3UpOBaHHBIM THOpuUA-copoeHT IJIK-MTX cnocobom
«3Mes1 B KJIETKe» 00JiajaeT HeoOXOAWMBIMH CBOMCTBAMH H  JIOCTATOYHOM
3¢ (HEKTUBHOCTHIO MJISi M3BJICUEHUS NECATHIX JOJIEW MKI/MJI M MEHEee, YTO TIO3BOJIUT
MPOBOJIUTh AHAIN3 OTPAOOTAHHBIX ABTOKATAIM3aTOPOB HA KEPAMHYECKOW OCHOBE B
nuanasone (N-10°-n-10") % macc.

Pesynbratel ompeaenenus As, Bi, Cd, Sb, Se u Te B OAK wmerogamu
OTAAC-HUC-XC u MC-UCII ananm3a mociie coOpOIUM aMHUHOTHOI(PHUPHBIM
ruopunoM-copoentom IJIK-MTX npusenens! B Tadmuiie 25.

Tabnuna 25 — Pe3ynbraThl aHanu3a aecopbara

Maccosas mois, %

HckoMEbIi diieMeHT

X +1,96-S;,

n=4, P=0,95)

OTAAC-HUC-XC

MC-HUCII

As 2,8:10° +1,0-10° 2,9-10° +1,5-10°
Bi 53:10*+3,0-10° 54:104+2,0-10°
Cd 1,7-10* £ 7,0-10° 1,6-10* + 4,0-10°
Sh 1,9-10° +1,0-10° 2,0-10° £ 9,0-10”
Se 5,6-10°+4,0-107 54-10°+ 3,0-10”7
Te 2,6-10*+£1,0-10° 2,2:10*+£1,0-10°

[Tpumeuanue — Sy — CTaHIaPTHOE OTKJIOHEHHE MOBTOPSEMOCTH.

W3 npuBEeNEHHBIX AAHHBIX BUJHO, YTO PE3YyJbTaThl, MOJYYEHHBIE METOIAMH
OTAAC-HUC-XC u MC-UCII, cornacyrTcss Mexay co0oii. OTCyTCTBUE 3HAYMMBIX
pa3nu4Mil pe3yJabTaToOB, NOJIYYEHHBIX IPEICTaBIEHHBIMU METOIAMHU M0CIIE TPUMEHEHUS
rpymmoBoro kouueHtpupoBanus AS, Bi, Cd, Sb, Se u Te ¢ wucnonp3zoBanuem

amuHotuoddupHoro  copbenta  DJIK-MTX, mnoarBepxknaaer  3HPEKTUBHOCTH
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npuMmeHerns: D TAAC-HUC-XC ananuza 1151 onpenesieHuss TOKCUYHBIX 3JIEMEHTOB B

OTpa6OTaHHBIX aBTOMOOMILHBIX KaTajiu3aTopax Ha KepaMHqCCKOﬁ OCHOBC.
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I''TABA 7. PABPABOTKA U ATTECTAIIUA METOJIUK 9TAAC-HUC

AHAJIM3A OTPABOTAHHBIX ABTOKATAJIM3ATOPOB

Ha ocHOBaHMM TIPOBEJCHHBIX HCCIEAOBAaHUN pa3paboTaHbl M ATTECTOBAHBI
metonukn OTAAC-HUC ananu3a oTpabOTaHHBIX aBTOKATAIN3aTOPOB:

- Metoauka unctpymertaabaoro 9TAAC-HUC onpenenenus Pd, Pt, Rh u
Pb B 0TpaboTaHHBIX aBTOMOOMJIbHBIX KaTalu3aTopax Ha KEPaMHUECKON OCHOBE;

— MeTtoanka XUMHKO-CIeKTpanbHoro onpezaencaus As, Bi, Cd, Sb, Se u Te
meronoM OTAAC-HUC B orpaboTaHHBIX aBTOMOOWJIBHBIX KaTajau3aTopax Ha
KepaMHUYECKOW OCHOBE C MPUMEHEHHUEM aMUHOTHO3pupHOro rudpuaa-copbenra IJK-
MTX.

C uenbi0 HUBENMPOBAHUSA MATpUYHOrO 3(p(dexTa B METOAMKAX HCHOIb30BaHBI
CJIETYIOIINE TTPUEMBI:

— BBIOOD CIEKTPATBbHBIX JJMHHA, CBOOOIHBIX OT HAJIOKEHUH,

— pas0aBiieHre aHanu3upyemoro pactsopa npodo OAK,

— Koppekius (oHa,

— npeaBapUTebHOE COPOLIMOHHOE KOHIIEHTPUPOBAHUE.

[IpaBunbHOCTE  pe3ynbraroB  OTAAC-HUC  ananm3a  KOHTpOIMpPOBAIH
UCIIOJIb30BAaHUEM METOJIOM «BBEACHO-HAM/IeHO», BAPbUPOBAHWEM HABECKH, a TaKXkKe
COTOCTABJIICHUEM C pe3yJibTaTaMH, IOJyYEeHHBIMH JPYTUMH METOJaMHU aHaIu3a,
0a3uPYIOMMXCSA HAa PA3IUYHBIX (PU3MUECKUX OCHOBAX.

Pacyer  MeTponoruueckux — XapakTEepUCTUK  METOJUK  OCYILECTBIEH B
cootBercTBUM ¢ TpeOoBanusmu ['OCT P 5725-2002, PMI" 61-2010. Odopmnenue u

aTTecTanus MeToauK mpoBeaeHsl B cooTBeTcTBur ¢ 'OCT 8.563-2009.

7.1 Metoauka uacrpymentaiabuoro TAAC-HUC onpenenenns Pd, Pt, Rh

u Pb B 0oTpadoTaHHBIX aBTOMOOHJILHBIX KATAJH3aTOPAaX HA KepaMH4YecKOil 0CHOBe

Nuctpymentanbubiit  OTAAC-HUC anamm3  pactBopoB OAK  ocnoxneH

MAaTpUYHbIM BJIMUAHUCM Ha OIPCACICHUC AHAJIUTOB. HpI/IMCHHH TaKHue CIOCOOBI KakK
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pasbaBieHre mpod H Koppekuus ¢oHa, pa3paboTaHa M aTTECTOBaHA METOIUKA
unctpymeHranbioro OTAAC-HUC onpenenenns Pd, Pt, Rh u Pb B OAK Ha
KEPaMHUYECKOW OCHOBE.

Jlnara3oHsl ornpeesieMblX COIepyKaHui NpUBEeHbI B Ta0auIe 26.

Tabnuna 26 — J[uanazonsl onpenenseMbix coaepxxanuii ananutoB npu DTAAC-HUC-

HNH anpannze OAK

DaeMeHT CojeprkaHue 3J1eMeHTa, MaccoBas 10Jis, %
Pd 0,002 -0,5
Pt 0,005-0,3
Rh 0,0005-10,1
Pb 0,001 -0,5

Pa3zpaboTanHas MeTOMKA 3aKJIFOYAETCS B MEKPOBOJIHOBOM Pa3I0KEHUU HABECKH
aHanmuzupyemor mpoOsl OAK B pacTBop, BBEIEGHUM IIOJYYEHHOIO pacTBOpa B
IEKTPOTEPMUYECKUN AaTOMHU3aTOp, U3MEPEHUU CUTHAJIOB a0COpPOIMU OMpeesieMbIX
AJIEMEHTOB U UX OTPECICHUH 110 TPATyHPOBOYHBIM XapaKTEPUCTHKAM.

KoHTponsr  mpaBUIBLHOCTH  pa3pabOTaHHOM  METOJMKH M OILIGHKYy €€
METPOJIOTUYECKUX XaPaKTEPUCTUK MPOBOJWIN C HMCIOJIH30BAHHEM METO/a «BBEIACHO-
HaWJeHO», BapbUPOBAHMEM HABECKH, a TaK)Xe COIMOCTaBICHHUEM C pe3yJbTaTaMu,
MOJTYYEHHBIMU B PE3YJIbTaTE MEKMETOIHOTO SKCIIEPUMEHTA.

Pe3ynpTaThl KOHTpOJIA NOpaBWIBHOCTH UHCTpyMeHTanbHOro OTAAC-HUC
onpenenenus Pd, Pt, Rh u Pb B OAK MeTonoM «BBeJeHO-HaiIeHO» MPEACTABICHBI B

tabmnurie 27.

Tabmuua 27 — IlpoBepka NpaBUILHOCTH PE3yJIbTaTOB aHanu3a oTpaboTaHHbIX AK

METOJIOM «BBeJeHO-HaiineHo» (Xqp * 1,96-Sy, n=4, P = 0,95)

1 \ 2
Pd
BBeneno, MKr/mi Haiineno, Mxr/mi
Coneprkanne B mpooe 0,237 £ 0,010
0,1 0,110 £ 0,004
0,2 0,200 £+ 0,007
0,5 0,50 £0,02
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Oxkonuanue Tadune! 27

1 \ 2
Pt
BBeneno, MKr/mi Hatimeno, MKr/mi
Copepxanue B npobe 0,0189 + 0,0008
0,01 0,0120 £ 0,0005
0,02 0,0190 + 0,0007
0,05 0,0500 + 0,002
Rh
BBeneno, MKr/mi Haiineno, Mxr/mi
Coneprkanne B mpooe 0,0010 + 0,00005
0,0005 0,0005 + 0,00002
0,0010 0,0012 + 0,00004
0,0020 0,0020 + 0,00007
Pb
BBeneno, MKr/mi HatimeHo, Mxr/mi
Copepxanue B npobe 0,056 + 0,003
0,03 0,028 + 0,001
0,06 0,060 + 0,002
0,10 0,10 = 0,003

HpI/IBC,Z[CHHBIC B Ta6J'II/IHC 27 PE3YJIbTAaThl aHaJIN3a CBUACTCIBLCTBYIOT O TOM, YTO
IIPpaBUJIbHOCTDL aHAJIM3a IMOATBCPIKIACHA.

[TokazaTenn TOYHOCTH METOJAMKHU TIPUBEACHBI B Ta0OuIle 28.

Ta0Onuma 28 — ITokazarenn TOYHOCTH METOIUKHU (MaccoBast 10181, %)

Conaeprxkanue orpeaensieMoro S, CRogs (4) Siro) K(TO) (4) LA
JJIeMEHTa
510 1,6:10° 5,8-10° 1,8:10° 6,5:10° 3,5:10°
5.10°3 1,5-10* 5,4-10™ 1,7-10% 6,1:10* 3,3-10
5.102 1,2:10°3 4,3-10° 1,410 5,0-107 2,7-10°3
5-10*1 1,0-10% 3,6-10 1,1-10% 4,0-10% 2,1-102
IIpumeuanue-

Sr - cTaHAApPTHOE OTKJIOHEHUE MTOBTOPSIEMOCTH;

Si(To) - CTaHIAPTHOE OTKJIOHEHHE BHYTPHIIA00PATOPHOM MPEIU3UOHHOCTH (C M3MEHSIIOITUMUCS
(daxTopamu oreparopa u BpeMeHH);

+A - TpaHWIBI WHTEpBaja, B KOTOPOM TIOTPEIIHOCTh HAXOMUTCS C JIOBEPUTEIHLHOM
BeposTHOCTBIO P = 0,95. Paccunrans! kak 1,96-Sy;

CRo,95(4) — 3HaueHne KPUTHIECKOTO auana3ona (mpu n=4, P =0,95);

I(TO) - 3HayeHue npeaena BHyTpwiIadopaTopHoii nperusunonHocty (npu P = 0,95).

JI7d  TpOMEXYTOUYHBIX 3HAYEHUW MACCOBBIX [IOJIEM 3HAYEHHUS [OKa3aTeseu

TOYHOCTH HAXOJAT METOIOM JIMHEHHOW MHTEPIOJISIIHNH 110 (hOpMyJIe:
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Ay =A,+(X—Cp)2

B_AH
T (9)

rae X — pe3yJIbTaT aHajau3a,
A, — 3HaYeHHE NOoKa3aTessl TOYHOCTH IS PE3yJIbTaTa aHanu3a X;
Cp, Cy — HWKHAA U BEPXHSA IPAHULA ITOAAUANIA30HA CONEPKAHNN, B KOTOPOM
HAXOJUTCS Pe3yJIbTaT aHAJIN3A;
A;, A, — 3HaueHus MoOKazaTenas TOYHOCTH, COOTBETCTBYIOIIHME HUKHEH U
BEPXHEM TIpaHULAM Juana3oHa COAEpXKAaHUH, B KOTOPOM HaxOIUTCA

pe3yNbTaT aHAIU3A.

Pa3pa60TaHHa;I MCTOAMKA ITO3BOJIACT OAHOBPEMCHHO OIPCACIIATL INJIIATHHOBBIC
MCTaJlJZIbI 1 CBUHCL B OTpa60TaHHbIX aBTOMOOMJILHBIX KaTaJin3aTopax Ha KepaMquCKOﬁ
OCHOBE C BBICOKOU YYBCTBHUTCIIbHOCTBIO, B IIMPOKOM JHAIIA30HC CO,Z[ep}KaHI/Iﬁ u 0e3
INPUMCHCHUA IMIPCABAPUTCIIBHOIO XHMHYCCKOI'O pasacIiCHUuA W KOHUOCHTPHUPOBAHMA.

TekcT METOANKY IPUBEAEH B IPHIIOKEHUH A.

7.2 MeToauka XHMHKO-CIIEKTpaJabHOro onpeneaenust As, Bi, Cd, Sb, Se n Te
MeTo0M JTAAC-HUC B 0oTpadoTaHHBIX ABTOMOOMJIbHBLIX KATAJIH3ATOPaxX Ha

KepaMn4eckoi OCHOBe ¢ NMPUMEHEHHEM aAMHMHOTHOI(QHUPHOro rudpuaa-copoeHTa

IIK-MTX

Pa3paborana MeToMKa XMMUKO-CIIEKTpalibHOTO onpenencuus As, Bi, Cd, Sb, Se
u Te metonom DTAAC-HUC-XC B oTpaboTaHHBIX aBTOMOOWMIIBHBIX KaTaln3aTopax Ha
KepaMUYECKOW OCHOBE IIOCJ€ TPYIIIOBOIO KOHIEHTPUPOBAHUS C TMPUMEHEHHUEM
aMUHOTHOA(DUPHOTO rudpuaa-copoeHTa OAK-MTX Ha YpOBHE
1-10° — 1-10° maccoBbIx poneif, %. TekcT pa3pabOTaHHONW METOAUKM MPEACTABJIEH B
MPUIOKEHNH b.

[TokazaTenu TOYHOCTH METOJUKHU TIPUBEACHBI B TabuIle 29.
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Tabmuna 29 — [TokazaTen TOYHOCTH METOIUKH (MaccoBast 10Jis1, %)

ConeprkaHue onpeaessieMoro S, CRogs (4) S0 I(TO) (4) LA
2JIEMEHTAa
1-10° 3,8-108 1,3-107 4,0-108 1,4-107 7,9-108
5-10 1,4-10° 5,0-10° 1,7-10° 6,1-10° 3,4-10°
5-10% 1,3-10° 4,7-10° 1,6-10° 5,8-10° 3,1-10°
1-103 2,2:10° 7,9-10° 2,6:10° 9,4-10° 5,0-10°
[Ipumeuanme-

Sr - cTaHAapTHOE OTKIIOHEHUE MOBTOPSIEMOCTH;

Siro) - cTaHAAPTHOE OTKJIOHEHHE BHYTPUIA0OPATOPHON MPEIM3UOHHOCTH (C M3MEHSIOIUMHUCS
(akTopamu orepaTopa U BpeMeHH);

+A - TpaHHIBI HHTEpBaja, B KOTOPOM MOTPEHIHOCTh HAXOMUTCS C JOBEPUTEIHHOMN
BepossTHOCTHIO P = 0,95. Paccunrans! kak 1,96-Sy;

CRo,95(4) — 3HaueHne KpUTHIECKOTO auama3oHa (mpu n=4, P = 0,95);

I(TO) - 3HaueHue npezena BHyTpuiIadoparopHoii npeuuznonnoctu (mpu P = 0,95).

JIns TIPOMEXYTOUHBIX 3HAYEHUM MACCOBBIX [JOJEM 3HA4YeHUs I10Ka3areleu

TOYHOCTH HAXO0JAT METOJ0OM JINHEHHOU HHTCPIIOJIALIMU I10 (bOpMy.TIe:

AB_AH
Av= Ay + (X=CE (©)

rae X — pe3yJIbTaT aHajau3a,
Ay — 3HaYeHHE NOKa3aTess TOYHOCTH I PE3yJIbTaTa aHaIu3a X;
Cy, C, — HIOKHSS M BEPXHSS TPAHULA MTOAAHANAa30Ha COJEPKAHU, B KOTOPOM
HAaxXOJIUTCS PE3YJIbTAT aHAIIN3A,
A;, A, — 3HaueHus MoOKazaTejas TOYHOCTH, COOTBETCTBYIOIIHME HUKHEH U
BEPXHEH TIpaHULaAM Juana3oHa COAEpXKAHUM, B KOTOPOM HAaXOIUTCS

pe3yibTaT aHaJIKU3a.

Pa3paboTraHHas MeTOAMKA IO3BOJSET OJHOBPEMEHHO ONPENENATh TOKCHUYHBIE
AJIEMEHTHI B OTPAOOTAaHHBIX aBTOMOOMJIBHBIX KaTalIW3aToOpax Ha KepaMUYECKOW OCHOBE.
[Ipumenenne xumuko-crnekTpaibHoro noaxona k OTAAC-HUC anamusy OAK c¢
IPUMEHEHUEM COpPOLIMOHHOIO  KOHLIEHTPUPOBAHMS  CIIOCOOCTBYET  PACIIMPEHHIO
Bo3MoxHOCTel Meroga OTAAC-HUC w nosydeHHIO JOCTOBEPHBIX pPE3YyJbTaTOB

OIIpCACIICHUA aHAJIUTOB.
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CBI/I,Z[CTCJIBCTBa 00 arrecTalinuu p8,3pa60TaHHBIX MCTOAUK IIPCACTABJIICHbBI B

MpUJIOKEHNH B.
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I''TABA 8. BHEJAPEHUE PA3ZPABOTAHHbBIX METOJAUK B

ITPAKTUKY PABOTbI UCIIBITATEJBHOI'O AHAJIMTUKO-
CEPTUOPUKALIMOHHOI'O HEHTPA HHCTUTYTA I'IPEMET

8.1 IlpumeHeHue pa3padoTaHHBIX MeTOIMK 1A aHaau3a OAK

C uenpl0  BHeIpeHUss  pa3pabOTaHHBIX U aTTECTOBAHHBIX  METOJUK
MHCTPYMEHTAJIBHOTO U XUMUKO-criekTpanbHoro OTAAC-HUC ananuza OAK:

— «Metoanka nactpymerTanbHoro DTAAC-HUC onpenenenus Pd, Pt, Rh u
Pb B oTpaboTaHHBIX aBTOMOOMJILHBIX KaTaIM3aTOpax Ha KEPAMUUYCCKON OCHOBEY,

- «MeToiMKa XUMHKO-CIIEKTpalibHOro onpeaencuus As, Bi, Cd, Sb, Se u Te
meronoM OTAAC-HUC B orpaboTaHHBIX aBTOMOOWIBHBIX KaTaau3aTopax Ha
KepaMHUYeCKOM OCHOBE C MPUMEHEHHWEM aMUHOTHO3(UPHOTO TrudpuIa-copOeHTa
SJIK-MTX», B mpaktuky paboTsl VcnbITaTensHOr0 aHAIUTUKO-CEPTU(HUKAIIMOHHOTO
nentpa (MACIL) uacruryra ['MpeaMer KOHTPOJIb MPAaBUIBHOCTU PE3YJIBTATOB aHAIM30B
nmpo6 OAK wmetomom OTAAC-HUC mnpoBeneH TOCPEACTBOM COIMOCTABJICHUS C
pesynbraTamu arrectoBaHHbIXx ADC-NCIT u MC-UCII meTonoB ananu3a (tab:. 30-31).

NucTpymeHTanbHas U XUuMHKO-criekTpaiibHasg Metoauku DTAAC-HUC ananuza
IPUMEHEHBI T OqHOKOMITOHeHTHBIX (Pd wim Pt), nByxkommonenTHbIx (Pd-Pt mma Pd-
Rh wm Pt-Rh) u tpexxommonenTHoix (Pd-Pt-Rh) OAK pa3nmuyHbIX MPOHU3BOIUTENICH:

Honda, Mercedes-Benz, VVolvo u apyrue.

Tabmuua 30 — PesynbpraThl anamusza npod OAK HMHCTpyMEHTaJIbHBIMU METOAAMMU:

OTAAC-HUC n ASC-UCII

Mapka T Ne Maccosas noins, % X = 1,96-S;, (n=4, P=0,95)
KaTaJIn3aTopa/aBTOMOOMIIS pOoObI OTAAC-HUC ADC-UCII
1 2 3 4 5
Oonoxomnonenmuvie OAK
1 0,280 + 0,010 0,270 £ 0,015
Pt 2 0,081 + 0,004 0,083 + 0,004
[LITIK 3 0,0087 + 0,0005 0,0086 + 0,0006
4 0,322 + 0,015 0,319+ 0,010
Pd 5 0,034 + 0,002 0,036 + 0,002
6 0,0057 + 0,0003 0,0057 = 0,0004
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[Tponomxenue Tadmuib 30

1 2 3 4 5
1 0,021 + 0,001 0,020 + 0,001
HITTK Pb 3 0,0096 + 0,0005 0,0095 + 0,0007
5 0,245 + 0,009 0,246 + 0,010
7 0,059 + 0,003 0,054 + 0,003
Pt 8 0,044 + 0,002 0,047 + 0,002
9 0,315+ 0,010 0,310+ 0,010
10 0,0022 + 0,0001 0,0026 + 0,0002
[J1d Pd 11 0,0039 + 0,0002 0,004 + 0,0003
12 0,046 + 0,002 0,045 + 0,002
8 0,00120 + 0,00006 0,00110 + 0,00008
Pb 10 0,056 + 0,002 0,058 + 0,003
12 0,435 + 0,015 0,435+ 0,015
13 0,237 £ 0,010 0,238 + 0,009
Pt 14 0,0083 + 0,0004 0,0082 + 0,0007
15 0,0190 + 0,0009 0,019 + 0,001
16 0,047 + 0,002 0,048 + 0,002
[Ig® Pd 17 0,0094 + 0,0005 0,0093 + 0,0007
18 0,220 + 0,009 0,23 £ 0,008
15 0,450 + 0,020 0,440 + 0,010
Pb 17 0,0013 + 0,0001 0,0013 + 0,0001
18 0,152 + 0,006 0,150 + 0,007
Jeyxxomnonenmuovie OAK
19 0,094 + 0,005 0,090 + 0,005
Pt 20 0,225 + 0,010 0,227 + 0,009
21 0,142 + 0,006 0,145 + 0,013
19 0,070 + 0,002 0,065 + 0,004
Mercedes-Benz Rh 20 0,145 + 0,006 0,148 + 0,006
21 0,075 + 0,004 0,073 + 0,005
19 0,350 + 0,015 0,360 + 0,010
Pb 20 0,046 + 0,002 0,044 + 0,002
21 0,00160 + 0,00008 0,0016 + 0,0001
22 0,0088 + 0,0005 0,0086 + 0,0006
Pt 23 0,0171 + 0,0008 0,0175 + 0,0010
24 0,244 + 0,011 0,245 + 0,009
22 0,0020 + 0,0001 0,0018 + 0,0002
Volkswagen Pd 23 0,420 + 0,015 0,420 + 0,010
24 0,0078 + 0,0004 0,0080 + 0,0006
22 0,00110 + 0,00006 0,0012 + 0,0002
Pb 23 0,147 + 0,006 0,144 + 0,005
24 0,00135 + 0,00007 0,0014 + 0,0002
25 0,079 £ 0,004 0,076 + 0,004
Pd 26 0,127 + 0,005 0,126 + 0,006
27 0,496 + 0,020 0,500 + 0,015
VoIVo 25 0,0023 + 0,0001 0,0022 + 0,0001
Rh 26 0,00050 + 0,00003 0,00052 + 0,00006
27 0,097 + 0,005 0,094 + 0,008
Pb 25 0,00054 + 0,00003 0,00055 + 0,00006
26 0,00070 = 0,00004 0,00068 * 0,00006
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1 2 3 4 5
Volvo Pb 27 0,0152 + 0,0008 0,0151 + 0,0008
Tpexxomnonenmuwvie OAK
28 0,310 + 0,015 0,300 + 0,010
Pd 29 0,180 + 0,007 0,180 + 0,006
30 0,091 + 0,004 0,093 + 0,004
28 0,0100 + 0,0005 0,0130 + 0,0007
Pt 29 0,087 + 0,004 0,090 + 0,004
Niissan 30 0,0057 + 0,0003 0,0056 + 0,0004
28 0,00046 + 0,00002 0,00050 + 0,00005
Rh 29 0,0230 + 0,0015 0,0220 + 0,0015
30 0,00064 + 0,00004 0,00063 + 0,00006
28 0,140 + 0,006 0,120 + 0,005
Pb 29 0,088 + 0,004 0,089 + 0,004
30 0,033 + 0,001 0,035 + 0,002
31 0,058 + 0,003 0,063 + 0,003
Pd 32 0,0097 + 0,0005 0,0098 + 0,0005
33 0,00250 + 0,00015 0,0024 + 0,0002
31 0,0047 + 0,0003 0,0048 + 0,0003
Pt 32 0,180 + 0,008 0,175 + 0,007
Honda 33 0,085 + 0,004 0,083 + 0,004
31 0,00087 + 0,00005 0,00085 + 0,00009
Rh 32 0,094 + 0,004 0,093 + 0,007
33 0,063 + 0,003 0,061 + 0,005
31 0,251+ 0,010 0,240 + 0,010
Pb 32 0,00320 + 0,00015 0,0035 + 0,0003
33 0,093 + 0,004 0,090 + 0,004

[Tpumeuanue — Sy — craHIapTHOE OTKJIIOHEHUE TIOBTOPSIEMOCTH.

Ta6nmuma 31 — Pesynbprarhl ananmuza npod6 OAK meTogamMu XMMHMKO-CHEKTPabHOTO

OTAAC-HUC u xumuko-cnexkrpaibHoro MC-MUCIT

No Maccosas nois, %
Ananur Hp0-6H ¥ +1,96-Sy, (n=4, P=0,95)
ATAAC-HUC MC-UCII

1 2 3 4
28 2,8:10°+1,5.10° 2,9:10°+1,0-10°®
11 6,2-10° + 4,0-10” 6,2:10° + 3,0-107
6 7,7-10% + 3,0-10° 7,6:10% +2,0-10°
7 55-10%+2,5-10° 5,3:10%+2,0-10°

As 26 1,3-10° +8,0-10” 1,5-10° +6,0-10”
31 1,8-10% +7,0-10° 1,9-10% +6,0-10°
15 3,2:10%+2,0-107 3,210+ 1,5-107
17 6,6:10° + 4,0-10° 6,7-10° +5,0-10°
9 2,3:10%+9,0-10° 2,0:10% + 8,0-10°®
13 1,0-10° + 4,0-10° 1,1-10° + 3,0-10°

Bi 28 5,3:10%+2,0-10° 5,4-10% +2,0-10°
29 6,8:10° + 4,0-107 6,8:10° + 3,0-107
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1 2 3 4
33 1,9:-10°+ 1,0-10° 2,1-10°+1,0-10°
2 3,7:10°+2,0-10° 3,7:10°+ 1,5.10°
8 9,5-10°+6,0-107 9,4-10° + 4,0-107
Bi 14 4,4.10° +2,0-10° 4,5.10° +2,0-10°
20 5,2:10% + 2,5.10° 5,4-10% +2,0-10°
24 8,1-10° + 4,0-10° 8,0-10° + 3,0-10°®
17 2,7-:10% +1,0-10° 2,5-10% +1,0-10°
16 3,9:10°+2,0-10° 4,0-10° +2,0-10°°
28 1,7-10% +7,0-10°° 1,6-10% +5,0-10°
33 6,4:10° + 4,0-10° 6,5:10° + 3,0-10°
1 4,8-10% +2,0-10° 4,9-10% +2,0-10°
21 1,1-10% +8,0-10°® 1,1-10% +6,0-10°®
cd 6 7,3-10% +5,0-10” 7,4-10° + 3,510
18 9,7-10° + 5,0-10°® 9,6:10° + 3,0-10°®
19 3,5:10°+2,0-10° 3,3:10°+1,5-10°
24 2,6:10%+20-107 2,8:10%+15.107
29 9,2:10% + 6,0-107 9,2:10% + 4,0-107
30 1,5-10%+7,0-10° 1,5-10% +6,0-10°
28 1,9-10°+1,0-10° 2,0:10°+9,0-107
12 6,6-10* + 3,0-10° 6,4:10% +2,0-10°
19 5,7-10% + 4,0-107 5,7-:10%+25.107
3 1,4-10°+9,0-107 1,5-10° + 6,0-10”7
Sb 15 8,6:10° + 4,0-10°® 8,5:10° + 4,0-10°®
29 7,2:10% + 3,0-10° 7,0-:10% + 3,0-10°
5 4,1-10°+2,0-10° 4,1-10°+1,5-10°
11 3,0:10% +2,0-107 3,1:10%+1,5.107
31 2,9-10%+1,5-10° 3,0:10%+1,0-10°
16 9,3:10° + 4,0-10°® 9,3:10° + 4,0-10°®
28 5,6-10° + 4,0-10” 5,4-10°%+ 2,5-107
1 3,4-10%+1,5-10° 3,5-10%+1,0-10°
9 1,1-10° + 4,5-10° 8,1:10° + 2,0-10°
32 6,5:10° + 4,0-107 6,8:10° + 3,0-107
Se 24 7.4-10° +4,0-10° 7,5-10° + 3,0-10°®
27 8,3:10* + 4,0-10° 8,3:10% + 3,0-10°
4 9,9:10° + 5,0-10® 1,0-10* + 3,5-10°
16 1,0-10° + 4,0-10° 1,0-10° + 3,0-10°
19 4,3-10° +2,0-10° 4,5-10° +2,0-10°
21 6,2:10° + 3,0-10°® 6,0-10° +25.10°
28 2,6-10%+1,5-10° 2,2-10*+8,0-10°
6 5,2:10% + 3,0-107 5,2:10% +25.107
11 5,9-10%+2,5-10° 6,0-10% + 2,0-10°
13 9,4-10° +5,0-10° 9,5:10° + 4,0-10°®
Te 19 1,7-10°+1,0-10° 1,7-10°+7,0-107
7 6,3-10° + 4,0-10” 6,2-10° + 3,0-10”
22 2,7-:10% +1,0-10° 2,5:10% +1,0-10°
24 8,4-10° +5,0-10” 8,5-10° + 4,0-107

30

6,9-10* £ 3,0.10°

6,9-10% +£2,0.10°
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Oxonyauue Tadbmumsl 31

1 2 3 4
Te 33 3,3-10*+ 1,5-10° 3,4-10%+1,5-10°
[TpuMeyanue — Sy — CTaHAAPTHOE OTKJIOHEHHUE TMTOBTOPSIEMOCTH.

[lomyueHHble  pe3yibTaThl,  MpeIACTaBiIeHHble B Tabmumax — 12-13,
CBUJIETEJIbCTBYIOT O MPUTOJHOCTH Ul BHEAPEHUS Pa3pabOTaHHBIX M aTTECTOBAHHBIX B
JaHHOW paboTe METOIUMK B TMPakTUKy paboTel McmbITareabHOro aHAIUTHUKO-
cepruduKanoHHoro nentpa ['mpeamer. AKT BHeapeHuss Metoauk B padbory MACI]

['upenmer npuseneH B [Ipunoxenun I

8.2 IlpuMeHeHMe pa3paGOTAHHBIX METOAMK /JIS aHAJIM3a aBTOA0POKHOM

NbIJIH

ABTOTPAHCTIOPT BHOCUT B AKOCUCTEMY TaKME€ TOKCUYHBIC JIEMEHTHI, KaK CBUHEII,
LIUHK, MEb, HUKEIIb, KAIMUMI, XpOM, BaHAAUN U JPYTHE.

BakHpIM acnekToM B HACTOSIEE BpeMsl SBISETCS TakKe 3arpsa3HCHHE
OKpYy’Kalollled Cpelbl MeTaulaMd IUIaTUHOBOM TIpyINIbl. BBUIYy MHOTOYMCIEHHOIO
UCTIOJIB30BaHUSl aBTOMOOWJIBHBIX KaTalmu3aTopoB, coaepxkammx Pt, Pd u Rh, ux
pa3pylIEHUs] B MPOLIECCE SKCIUTyaTallid M BBIIEICHUS B OKPYKAIOLIYI0 CPEAY YacTHIL
[IM BMecTe C BBIXJIOMHBIMH Ta3aMHu MPOUCXOAUT KoHIeHTpupoBanue [IM B oObekTax
OKpyXatome cpeapl. Mexanusm smuccud U popma I[IM B BBIXJIONHBIX Trazax
aBTOMOOUJIEH 10 CUX TOp He BbIICHEHbl. Ho cumTaeTcs, 4To MexaHuueckas 3po3ust
MOBEPXHOCTU KaTaJlu3aTopa SBISICTCSI OCHOBHOW MPUYUHOW BHIOPOCOB TIJIATHHOWIOB,
XOTsI TSPMHUUYCCKHE U XUMHUYCCKHUE MPOIIECCH MOT'YT TaK»e BHECTH CBOM BKjaxa [159].

B 1997-2000 r.r. EC mpoBen uccienoBanue no 3arpsizHenuto [IM 1 ux BIusHUIO
Ha 4eloBeka M dKocuctembl B JloHmone, Manpune, Pume, I'erebopre u napyrux
ropojioB [160], koTopsie B OYepeaHOW pa3 JOKA3bIBAIOT, YTO TJIABHBIM HCTOYHHKOM
3arpsi3HEHUS IJIATUHOBBIMHU MeTaJlJIaMU SIBJISIFOTCS aBTOMOOUITEHBIC

KaTajau3aTopsl (puc. 22-24).
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B ABTOKaTa/nM3aTop H JnekTpoobopyaoBaHue
m CtomaTonorus B OBeVpHan NPOMBbILNIEHHOCTb

B X1mmnyeckasa npomblwneHHOCTb M MHBecTuL MK

Pucynoxk 22 — VIcTOYHUKH 3arps3HEHUS TaJIaIueM

Pt

B ABTOKaTasnm3aTop M dneKkTpoobopyaoBaHue
B MepgunumHa B HOBenMpHaAa NPOMbILLNIEHHOCTb

B X1mmnyeckaa npomblneHHOCTb M MHBecTUL MK

H [pyroe

Pucynok 23 — MicTOUHUKY 3arps3HEHUS TJIaTHHOM
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B ABTOKaTanusaTop M InekTpoobopyaosaHue B CTekno M [pyroe HM XMmMUYecKasa NPOMbILIEHHOCTb

Pucynok 24 — VICTOYHHMKY 3arps3HEHUS POJIUEM

HemanoBaxxHo, 4TO wYacTUIBl BBIXJIONHBIX Ta3oB, coaepxamue [IM, nmeror
pasmep oT HaHodacTull U a0 63 mukpoH [161]. Takue yacTuIlbl, TIPOHUKAS B JIETKUE
JIFOJIC, MOTYT BBI3bIBATh TOKCHUYECKOE U AJUIEPTHUYECKOE AcucTBHE. M3BECTHO, YTO B
METAJUIMYECKOM COCTOSSHUM 4YacTuibl [IM He HMET TOKCHYECKOro BO3JICHCTBHUS,
OJHAKO MeTaJUIopraHuueckue coequHeHus [IM sBIgrOTCS BpeIHBIMU U C JIETKOCTHIO
pacIpOCTPaHSIOTCS. B TOYBE W MPUPOAHBIX BOJAX, TEM CaMbIM BOBJEKAsSICh B
JKU3HEHHBIM ITUKJ OKPY’KAIOLIEW cpenbl M MPEACTaBssl MOTEHIMAIbHBIA PUCK IS
310pOBbs YesioBeka [162-168].

Takum o00pa3om, aBTOMOPOXKHAS TMBUTH SBJSIETCS BAXKHBIM OKOJOTHYECKUM
00BEKTOM aHAJIMTUYECKOTO KOHTPOJIS, COJAEpIKallluM B cebe paznuuHbie TOD, B TOM
yucne IIM, Takxe BBICTyHAOIIKME B POJIM SKOTOKCUYHBIX TNPHUMECEH, KOTOPBIE
HEO0OXOJMMO KOHTPOJUPOBATh BBUY MHTPAIlMU ITHX TMPUMECEH, MX HAKOIUICHUS U
OMOJIOTMYECKON AaKTUBHOCTH, 4YTO OOECHEYUT BO3MOKHOCTH OOBEKTUBHOW OIIEHKHU
MOTEHIIUAIBHOTO PHCKAa SKOTOKCUKAHTOB B OTHOLIEHUM 370POBbSl 4YEJIOBEKA H
OKPYKarOUIEH CPEIBI.

PazpaboTtanHpie B JaHHOW paboTe METOAUWKM TIPUMEHEHBI K aHAJIU3y

aBTOJIOPOKHOM MBLIH, OTOOpaHHOU B 1eHTpe I. MockBbl. [IpaBUIBHOCTD MOTYyYEHHBIX
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pe3yJbTaTOB KOHTPOJHPOBAIM COMOCTABICHUEM C pe3yJbTaTaMH, IOJy4eHHBIMU
meTtonoM MC-UCII.

Ha ocHOBaHMM TOJIy4EHHBIX JTaHHBIX MOXHO OTMETHTh, YTO pa3paOOTaHHBIC
Metogukn OAK mepcrekTuBHBI JUIsi NMPUMEHEHUS B OKOJOTHMYECKOM KOHTpPOJIC

00BEKTOB OKPY>KAIOIICH CPEIbl.
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BbIBO/IbI

1. HccienoBaHbl 0COOEHHOCTH OTpabOTAHHBIX aBTOMOOMJIBHBIX
KaTaqu3aTopoB Kak OObEKTa AaHAJIMTHUYECKOrO0 KOHTpoJjss. (OTMedeHbl Takue
cnenupuueckre xapakrepuctukn OAK xkak MHOTOKOMITOHEHTHBINM M HECTEPEOTUITHBIN
COCTaB, HEOAHOPOJHOCTb MPOO M OTCYTCTBHE aJE€KBATHBIX CTAHJIAPTHBIX OOpPa3IOB
coctaBa. PaccmoTpena npobsiema ananutudeckoro koHTposisi OAK npu nepepabotke u
TPAaHCTPAHUYHOM TepeMenieHuH oTxon0B. CnenaH BBIBOA O HEOOXOAMMOCTH
pa3pabOTKU BBICOKOUYBCTBUTEIBHBIX U BHICOKOTOYHBIX MHOTOKOMITOHEHTHBIX METOIUK
aHanu3a.

2. HccnenoBaHbl BO3MOKHOCTH COBPEMEHHBIX METOJOB AHATUTUYECKOTO
koHTposisi OAK. Ilokazana mepcnekTuBHOCTh mpuMeHeHus meroga DTAAC-HUC B
pa3MyYHBIX €ro BapHUaHTaX, BHIOPAHHOTO B KadecTBe HaubOOJiee YHUBEPCAIBHOTO U
METPOJIOTUYECKHU MPUTOTHOTO METO/1a aHAJIM3a JJIsl TOCTUKEHHS TOCTABJICHHOM LIEIIH.

3. [Ipensioxken u pazpabotaH cnocod 3PPEeKTUBHOTO MHUKPOBOIHOBOTO
paznoxkenust mpod0 OAK B 3aMKHYTBIX CHCTEMax, IMO3BOJISIONIMKA KOJIHMYECTBEHHO,
OJTHOBPEMECHHO W BBICOKOA(pGeKkTuBHO mepeBectn aHaiuthl: [IM (Pd, Pt u Rh) u
TokcuuHbie 3eMeHThl (AS, Bi, Cd, Pb, Sb, Se u Te), B pactBop u Tem cambim
noArotroBuTh poosl 1is I TAAC-HUC ananu3a.

4. HccnenoBanbl ~ aHAIMTUYECKUE  BO3MOXKHOCTM M OTpaHUYECHUS
unctpymentanibHoro OTAAC-HUC anammza OAK. Pazpaboransl TemmeparypHO-
BpemeHHble  pexumbl  OTAAC-HMC  omnpeneneHuwss ~ aHaJIUTOB,  OLICHEHBI
METPOJIOTUYECKUE XapaKTePUCTUKU MeToja. [Ipu M3ydyeHHM BIUSHHUS MATPUUYHBIX U
CONMYTCTBYIOLIMX DBJEMEHTOB Ha ompeaeneHue aHaimutoB meroaom OTAAC-HUC,
BeisiBiieHO, uyto Pd, Pt, Rh um Pb moryr ObiTh ompejeneHbl HEMOCPEICTBEHHO
uHctpymeHTanbHbIM DTAAC-HUC meTonoM aHanmn3a ¢ HEOOXOAMMOM TOYHOCTBIO, B TO
BpeMsI KaK Ha OINPEJIEIEHUE TOKCUYHBIX 3JIEMEHTOB, COAEPKaHUE KOTOPBIX HAXOJUTCS
Ha MUKpPOYpPOBHSIX, MaTpHIlla OKa3bIBa€T CYIIECTBEHHOE BIIUSHUE, 3HAYUTEIHHO

3aBbIIIas WJIKM 3aHMXKass CUT'HAJI a6COp6]_II/II/I HWCKOMBIX 3JIEMEHTOB. B cBsI3U C O9THUM, AJIA
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ompenenenuss As, Bi, Cd, Sb, Se u Te mpennoxkeHo pa3paboTaTh XUMHKO-
crnektpanbHbiil MeToa uX D TAAC-HUC onpenenenus.

d. [Ipenmoxen u paspaboran mMeron XuMHKO-criekTpaibHoro DTAAC-HUC
onpenenenust As, Bi, Cd, Sh, Se u Te B OAK ¢ npumeHeHHEM TpaHYJIMPOBAHHOTO
amMmuHOTHO3QUpHOTO rudpuaa-copdenta IAK-MTX. Ilpu pazpaboTke AJaHHOTO METOa
u3y4yeHa CTETNIEHb U3BJICUCHUS aHAJINTOB TBYMSI IpaHyJIMPOBAHHBIMU
aMuHOTHOA(pUpHBIMHU copOenTamu — DK u MTX, u caenan BIBOJ O HEOOXOIUMOCTH
co3nanus rudbpuaa-copoerTa IAK-MTX, mo3BosIONMEro OJHOBPEMEHHO U CEJICKTUBHO
BbIICIATh U3 pacTBopoB mpod OAK As, Bi, Cd, Sb, Se u Te ¢ BBICOKO# CTEIEHbIO
u3Bneuenud (95 — 100 %). [IpoBeneHo uccnenoBaHre KUHETUKU U3BICYEHUS! AaHAJIUTOB
S, N-coxepxarmum rudpumom-copoeatom IIK-MTX. Onenena copOnoHHass eMKOCTh
ruopuaa-copoenta IJIK-MTX (0,05 — 0,15 r/r), ycTaHOBJIEHA CEIEKTUBHOCTh THOpHUIa-
copoenta DJIK-MTX (0,5 — 1 % copbiust Ni u Fe) B ycrmoBusx, 00eCIedrBarOIINX
MaKCUMaJIbHYIO CTETIEHb W3BJICUCHHS aHAIUTOB. M3ydeHa BO3MOXHOCTh MATPHUUYHOTO
BiusHUS S, N-coaepixkartiero rudpuga-copoenra JIK-MTX Ha onpesaeneHue aHAIUTOB
¥ TIOKA3aHO OTCYTCTBHUE TAKOTO BIIMSIHUSI.

6. Pa3paborana  mertonumka  uHctpymeHTanbHoro  DOTAAC-HUC-MH
onpexnenenust Pd, Pt, Rh u Pb B orpaGoTanHbIx aBTOMOOMJIBHBIX KaTaqu3zaTopax Ha
Kepamuueckoid ocHoBe B wuHTepBajge or 0,0005 % wmacc. go 0,5 % wmacc. ¢
YIIYYIICHHBIMA METPOJIOTHUYESCKUMU XapaKTePUCTUKAMHU.

1. Pa3paborana wmetomumka  xumuko-crekTpambHoro OTAAC-HUC-XC
onpenenenus As, Bi, Cd, Sb, Se u Te B 0TpaboTaHHBIX aBTOMOOHJIBHBIX KaTaJ3aTopax
Ha KEepaMUYECKOH OCHOBE IIOCJIC TPYIIIOBOTO KOHIICHTPUPOBAHUS C TPHUMEHECHHUEM
amuHoTHO3(upHOTO  THOpUma-copbenta JDJIK-MTX w ¢ y;mydmieHHBIMU
METPOJIOTUYECKHMH  XapaKTEepPUCTHKaMU. J[Mama3oHbl OmpenensseMbIX —COJepKaHUi
agaauToB — 0,000001 % macc. go 0,001 % macc.

8. PazpaboTanHbie METOMKH aTTECTOBAHBI M BHEIPEHBI B MPAKTUKY PAaOOTHI

HcnpiTaTenbHOTO aHATUTUKO-CEpTUPUKAIIMOHHOTO IIeHTpa [ upenmera.
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1 OBJIACTDB ITPUMEHEHW A

Hactosmas METOIUKA yCTaHaBIMBAET aTOMHO-a0COpPOITMOHHBIH C
IEKTPOTEPMUYECKON aTOMHU3AINMEH W HEMPEPHIBHBIM HCTOYHUKOM CIIEKTpAa METO
onpexaenenus Pd, Pt, Rh u Pb B orpaboTtannbix aBToM0oOMIbHBIX KaTamu3aropax (OAK)
Ha KEPAMUYECKOU OCHOBE.

Metonuka OCHOBaHa Ha TEpPEBEJCHUM HABECKH aHAIM3UPyeMOW NpoObI B
pacTBOp, HCHNApEHHWH W AaTOMHU3AlMd pPacTBOpa MPOOBI B DIEKTPOTEPMHUYECCKOM
aTOMHU3aTOpe, W3MEPEHUU AaTOMHOIO TMIOTJIOIICHUSI aHATUTUYECKUX (PE30HAHCHBIX)
JVHUA OMpEeNIeMbIX JJIEMEHTOB C TIOCICAYIONIMM ONpPEASICHHEM aHAIUTOB II0
IpagyupOBOYHBIM XapaKTEPUCTUKAM.

Jlnama3oHbl OmpeneiaeHusl 3JIEMEHTOB (B MacCOBBIX JOJSIX, %), a TaKkxke

aHAJMTUYECKUE JIMHUU aHAJUTOB (B HM) NMPUBEACHBI B Ta0wmIle 1.

Ta6nuna 1 — /luamazons! onpeaencHus anamTos B OAK

OmnpenensieMblil 3JIEMEHT AHanuTHuecKkas JIMHUS JlnarnazoHbl ONpeaesIeHui
Pd 244,791 0,002-0,5
Pt 265,945 0,005-0,3
Rh 343,489 0,0005-0,1
Pb 217,0 0,001-0,5
2 HOPMATUBHBIE CCBIJIKA

B Hacrtosmeli MeToanKe MCIOJIb30BAaHBI CCHUIKM Ha CIIEAYIONME HOPMATHBHBIC
JIOKYMEHTHI:

I'OCT P 8.563-2009 T'ocymapcTBeHHass cucTemMa OOecCHeyYeHUsl eIuHCTBA
U3MepeHU. MeTOAMKY BBINIOJIHEHUS U3MEPEHUN

I'OCT 12.0.004-79 Cuctema cranaaptoB Oe3omacHocTH Tpyaa. OpraHu3zaius
00yueHus 6e3onacHocTy Tpyaa. OOIIHe MOJ0KEHUS

I'OCT 12.2.032-78 Cucrtema ctanmapToB Oe3omacHocTH Tpyaa. PaGouee mecto

IIPU BBIMOJIHEHUU paboT cuist. OO1IMe 3proHOMUYECKre TPEOOBaAHUS
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I'OCT 12.2.033-78 Cuctema ctaHmapToB Oe€30MacHOCTH Tpyda. PaGodee mecTo
IIPU BBIMOJHEHUU padoT cTos. OO1IKe 3proHoMUYecKrue TpeOOBaHMS

I'OCT 12.4.021-75 Cucrema cranaapToB Oe3omnacHoctd Tpyaa. Cucremsl
BEHTWIAIIMOHHBIE. O01I1e TpeOoBaHUS

I'OCT P HUCO 5725-1-2002 TouHOCTh (MPaBHJIBHOCTD M NPELU3UOHHOCTD)
METOJIOB U Pe3yibTaToB u3MepeHuid. YacTth 1. OCHOBHBIE MOJIOKEHHUS U ONIPEICTICHUS

I'OCT P UCO 5725-2-2002 TouHocCTb (IPaBUIBHOCTh W MPEIU3HOHHOCTD)
METOJI0OB W pe3ynbTaToB u3MepeHuid. Yactes 2. OCHOBHOM METOJ OIpeaeacHus
MOBTOPSEMOCTH U BOCITPOU3BOJAMMOCTH CTAaHJAPTHOI'O METOAAa U3MEPEHU N

I'OCT P UCO 5725-3-2002 TouHocTh (IIPaBUIBHOCTh W MPEIU3MOHHOCTD)
METOJ0OB U pe3yinbTaToB u3MepeHuil. Yacte 3. IIpomexyTodHble mMokazarenu
MPEU3UOHHOCTH CTAHIaPTHOTO METO/Ia U3MEPEHUI

I'OCT P HUCO 5725-4-2002 TouHOCTh (NMPaBHJIBHOCTE M NPELU3UOHHOCTH)
METOJ0B U pe3ynbTaToB u3MepeHuid. Yactb 4. OCHOBHBIE METOJIbI OIpEEICHUS
MPaBWJIBHOCTH CTAaHAAPTHOTO METOa U3MEPEHUI

I'OCT P UCO 5725-6-2002 TouHOCTh (MpaBHJIBHOCTh W MPEIU3UOHHOCTD)
METOJIOB M PE3yJbTaTOB U3MepeHuid. Yacte 6. Mcnonb3oBaHne 3HAYEHW TOUHOCTH Ha
MPaKTUKE

I'OCT P 50444-92 TTpubopsl, anmapatsl 1 000pyaoBaHUEe MeauIinHCKue. O01Ime
TEXHUYECKHUE YCIOBUS

I'OCT P 52361-2005 Koutponb oObekTa aHaMUTHUYCCKH. TepMHUHBI W
onpeaeneHus

I'OCT P 53228-2008 Becbl #HeaBroMatmdyeckoro paeiictBua. Yacte 1.
MeTtponoruueckue u TexHudeckue TpedboBanus. McnpiTanus

I'OCT 1770-74 TIlocyna w™epHas mnabopaTropHasi CTekasHHas. L[lumuHapsl,
MEH3YPKH, KOJIObI, TpoOupKu. OOIIHe TEXHUIECKUE YCIOBHUS

['OCT 10157-79 Apron razoo0pa3Hblii ¥ )kuIKHN. TexHUIecKnue yCIoBUs

['OCT 10929-76 Bonopoaa nepokcui. TexHuuecKrue yCIoBUs

I'OCT 14261-77 Kucaora conssHas 0coO00M YUCTOTHI
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I'OCT 29227-91 Ilocyna naboparopHasi CTekiasiHHas. [IuneTku rpagyupoBaHHbIE.
Yacte 1. O61mume TpedoBaHus

I'OCT P 52501-2005 Boxa st mabopatopHOTO aHamu3a. TeXHUYECKUE YCIOBUS

3 TEPMUHBLI 1 OITPEJEJIEHU A
TepMuHBI, XapaKTEpPU3YIOLIME MOKA3aTeJIM TOYHOCTA METOJa aHaiau3a, U HX

OonpcAcCIICHUA MPUMCHAIOT B COOTBECTCTBHM C TCPMHHAMU MW OIPCACICHUAMH 110

I'OCT P UCO 5725,TOCT P 8.563, 'OCT P 52361.

4 TPEBOBAHUA

4.1 O6mume TpeboBaHUS K METOZaM aHaJIKM3a U TpeOOBaHUs O€30MaCHOCTH

4.1.1 PaboThl, CBsSI3aHHBIE C XUMHUYECKOM IMOJATOTOBKON MPOO, JIOKHBI
MPOBOJUTHCA TIPH BKJIIOYCHHOW BEHTWIALNMM B BHITSOKHBIX MmKadax wuiu OOKcax,
000pyZI0OBaHHBIX MECTHBIM OTcachiBatomuM yctporictBoM o 'OCT 12.4.021.

4.1.2 Paboune MecTa I8 BBIIIOJHEHUS aHAINW30B JIOJDKHBI COOTBETCTBOBATH
I'OCT 12.2.032 u I'OCT 12.2.033.

4.1.3 IlomenieHue, B KOTOPOM pACHOJIOKEH CHEKTPOMETP, MOHKHO HMETH
MeCTHYI0 BeHTWIIHIo B cootBeTcTBuM ¢ 'OCT 12.4.021.

4.1.4 Opranuzauus oOydeHuss paOoTalmux O€30macHOCTH  Tpynda 1o
I'OCT 12.0.004.

4.1.5 Ilpu BBIIOHEHUH aHAJM30B HEOOXOIUMO COOMOMaTh TpeOOBaHUS
HHCTPYKIIMM TI0 TEXHUKE OE30MaCHOCTH, YTBEPXKISCHHOW JIisi JlabopaTopuu B
YCTAHOBJICHHOM TOPSIJIKE.

4.2 TpeboBaHus K KBaTU(DUKAITUN UCTIOTHUTEIIEH

K BeImosiHeHMIO aHaIM3a JOMYCKAIOTCS JIMIa HE MOJoXke 18 jeT, o0ydyeHHbIE B
YCTAHOBJICHHOM TIOPSIAKE, OCBOMBIIME COOTBETCTBYIOIIME METOJbI aHAIW3a W

O3HAKOMJICHHBIE C MHCTPYKIIUSAMH 10 OXpaHe TPyAa U TEXHUKE 0€3011aCHOCTH.

5 IOKA3ATEJIM TOUHOCTU METOJUKN

ITokazaTenu TOYHOCTHU MCTOAUKHU: CTAHAAPTHBIC OTKIIOHCHUA ITOBTOPSACMOCTHU Sr
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U TMPOMEKYTOYHON TMPEIU3UOHHOCTH Si(T0), T'PaHMIGI HHTEpBaJa A, B KOTOPOM
HOTPEITHOCTh aHAIU3a HAXOAUTCS C BepoATHOCTHIO P = 0,95, 3HaYeHUST KPUTHUYECKOTO
muanazona CRogs(4), mnpemena mnpomexyrouHord mnpenusuonHoctr 1(TO) (mns

noBepuTenbHON BeposTHOCTH P=0,95) mpuBenens! B Tabnuiie 2.

Tadonura 2 — [Toka3areau TOYHOCTA METOIUKHA

MaccosBas 1oas, %

Conepxanue
S, CRogs (4) S 1(TO) I(TO) + A
OTIPEICIIIEMOTO dJIEMEHTA
5-10* 1,6:10° | 5,8-10° 1,8-10° 6,5-10° | 3,510°
5-1073 1,5-10* | 5,4-10* 1,7-10* 6,1-10% | 3,3-10*
5-102 1,2:10° | 4,3-103 1,4-10°3 5,0-10° | 2,7-103
5-101 1,0-102 | 3,6:102 1,1-102 4,0-102 | 2,1-102

JInst TIPOMEXYTOUHBIX 3HAYEHUM MACCOBBIX [JOJEHM 3HA4YeHUs I0Ka3areleu

TOYHOCTH HAXOJSAT METOJIOM JIMHEIHOU uHTepmosiun 1mo dhopmyse (1):

AG_AH
c,-C,’

8 H

A=Ay + (X-Cy) 1)

rae X — pe3yJbTaT aHAJIN3a;
Cu, Cy — HUKHSAA 1 BEpXHSA I'PAHULIBI IOIMAINIA30HA COIEpKAHUM, B KOTOPOM
HAXOJUTCS PE3yJIbTAT aHAIIN3A,
Ay, Ay — 3Ha4YCHHUA IIOKA3ATENsI TOYHOCTH, COOTBETCTBYIOIIME HMIKHEU H
BEPXHEW TpaHMLAM IOJAMana3oHa COAEpKaHUM, B KOTOPOM HaXOIUTCS
pe3ynbTaT aHaJIn3a;

AX — 3HAYCHUC IMOKA3aTCJIsA TOUYHOCTH IJId PE3YJIbTaTa aHalln3a X.
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6 CPEACTBA W3MEPEHMI, BCIIOMOTATEJILHBIE YCTPOMCTBA,

MATEPUAJIbI 1 PEAKTHBBI

[Ipy BBIIOJIHEHMHM aHANIW3a MPUMEHSIOT CIEAYIOIIUME CpPEACTBA H3MEPEHUI,
BCIIOMOTaTEIIbHbIE YCTPOMCTBA, MaTepralbl U PEAKTUBBI.

Crektpomerp COntrAA 600 Analytik Jena wimu aHamorWyHblid €My IO
AHATMTHYECKUM M METPOJIOTMYECKUM XapAKTEPUCTUKAM, BKIIFOUAFOIIIHIA:

— DJJIEKTPOTEpMHUUYECKUN aTomm3aTop C rpadutoBoi Tpyokoit c 1-PIN
1aTGOPMON U TUPOIUTHIECKUM MTOKPBITUEM;

— MHKPOJIO3UPYIOLIEE YCTPOICTBO;

— KOPOTKOIYroBasi KCEHOHOBAs JIaMIIa BEICOKOTO JIaBJICHMS;

— JIBOMHOH DIIeie-MOHOXPOMATOP BBICOKOTO pa3peIEHUs;

— CCD pnerexTop.

MukposonHoBas cuctema MARS 6 (CEM, CIIA) ¢ peakiMOHHBIMHU COCYIaMHU
EasyPrep Plus.

Apron mapku A o 'OCT 10157.

OnHOKaHaIbHBIM IIOJIMMEPHBIN I10JIyaBTOMATUYECKUI 1103aTop 10
I'OCT P 50444, o6semom ot 0,1 1o 10,0 mir.

[Tonmumepnsle HakoHeyHHKH K no3atopy mo ['OCT P 50444, o6vemom ot 0,1
10 10,0 mi.

Becwi naboparopnsie mo 'OCT P 53228, ¢ nmpeaenom aomyckaeMoi abCOMIOTHOM
norpertHocTu He 6onee = 0,0002 T.

Kon6s1 Mmepubie o 'OCT 1770 Bmectumoctbio 50, 100 mir.

Hunmuaaper BMectuMocThio 10 M o 'OCT 1770.

[luneTkn CTEKISTHHBIE TPagyupoBOuUHble C aAenenusMu 1; 2; 5; 10 ma mo
['OCT 29227.

Bona nis maboparopraoro ananuza mo 'OCT 52501.

Kucnora consinast mo I'OCT 14261 «ocu» u pazbasienHas 1:35.

Bonopona nepokcua no 'OCT 10929.

CMech KOHUEHTPUPOBAHHBIX COJIIHOM KHUCJIOTBI M NEPEKUMCH BOJIOpoAa B

COOTHOIIIEHUH 00bEMOB 4:1 (TOTOBSIT HEMOCPEACTBEHHO MEPe]l TPUMEHEHUEM ).
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CranpaptHeiii  pacTBOop  namiaauss  ¢upmbl  High  Purity  Standards
(1000 + 3 mMKkr/mi).

Crangaptaelii  pactBop  miatuHel  ¢upmbl  High  Purity  Standards
(1000 + 3 mMKkr/mi).

CrangaptHabiid pactBop poaus dupmer High Purity Standards (1000 + 3 mkr/mur).

CrannapTHslii pacTBop cBuHIla pupmbl High Purity Standards (1000 + 3 mkr/min).

Xumuueckuit moguduxarop 1 % NH4H2PO,4 dupmer High Purity Standards.

JlommyckaeTcsi TpUMEHEHHE JPYTUX CpPEJACTB HU3MEPEHUM, BCIIOMOTATEIbHBIX
YCTPOMCTB, MAaTEPUAIOB U PEAKTUBOB MPHU YCJIOBHUH TOTYUYEHUS MTOKa3aTeleid TOYHOCTH,

HE YCTYNAIOIIUX YKa3aHHBIM B TaOnuIle 2.

7 YCJIOBUA BBITIOJIHEHU A AHAJIM3A
Ananu3 BeIOJHSIOT npu Temneparype ot 15 °C mo 35 °C u oTHOCUTENbHOU

BJI&YKHOCTHU Bo3Ayxa B nmomenieHuu ot 40 % mo 80 %.

8 IIOAI'OTOBKA K ITPOBEJAEHNIO AHAJIM3A

8.1 IlpuroroBieHue CTaHIAPTHBIX PACTBOPOB CPABHEHHUS IUIATHHBI, HaJIaAus,
pOJIMS U CBHHIIA

C menpl0 TpPagyupoOBKH MNpUOOpa TOTOBIT CEPUIO PACTBOPOB OMPEIEITEMbIX
AJIEMEHTOB TEPEMEHHOM KOHUEHTpaluu. [l 3Toro mociaenoBaTenbHO Ppa30aBIsIIOT
TOJIOBHBIE CcTaHAapTHBIE pacTBOpbl ¢upmbl High Purity Standards myrem momemeHus
COOTBETCTBYIOIIETO O0OBEMa CTAHIAAPTHBIX PACTBOPOB CPABHEHUS B MEPHYIO KOJIOY,
JOBOASAT JO METKH pa30aBICHHBIM PACTBOPOM COJITHOW KucCiIoThl (1:35) «ocu» wu
MepPEeMEIINBAIOT.

Pacmeop PC — 1. B MepHyto kon0y BMectuMocThio 100 M momeniatoT 1 mi
crangaptHoro pactBopa Pt. OOmeM pacTBopa MOBOAST 10 METKH pa30aBIICHHBIM
pPacTBOPOM COJISTHOUM KUCTOTHI (1:35) «ocuy.

1 mi pactBopa PC — 1 conepxkut 10 mxr Pt.



144

Pacmeop PC — 2. B mepHyto kon0y BMectuMocThio 100 M momeniaror 1 mi

cranmapTHeix pactBopoB Pd, Pt, Rh, Pb. O6mem pactBOpa m0BOAST 10 METKH

pa30aBIEHHBIM PACTBOPOM COJISTHOM KUCIOTHI (1:35) «ocuy.

1 M pactBopa PC — 2 cogepxut 10 MKT BCEX 3JIEMEHTOB.

Jlanee TPOBOMAT TMOCIEAOBATENIbHOE pa30aBIeHUE IONyYEHHOTO pacTBOpa

PC — 1. O6o3nauenus pactBopoB cpaBHeHus (PC) myis yctaHOBICHUS TpalydupPOBOYHBIX

XapaKTCPHUCTHUK, 00BEMBI BBOAUMBIX CTAaHAAPTHBIX PAaCTBOPOB CPaBHCHHUA U 00BEMBI

HCIIOJIb3YyCMbIX MCPHBIX KOH6, KyZa IoOMCIaroTCs aIMKBOTbI CTAHJAAPTHBIX PaCTBOPOB,

yKa3aHbl B Ta0ute 3.

Tabmuma 3 — CocTtaB pacTBOpOB CpaBHEHHs MAJSi YCTAHOBJICHHS TPalyHpPOBOYHOI

XapaKTCPHUCTUKHU
MaccoBas
O06o3HaueHne KOHHLCHTpaLHA
O6o3HaueHune Ob6Bvem OIIPEJIENIIEMOTO
pacTBopa O6Bvem
BBOJIIMOTO . BBOJIUMOTO JJIeMEHTa B
CpaBHEHHS IS MEpPHOM
DJeMEeHT | CTaHJapTHOTO CTaHJApTHOTO | pacTBOPE CpaBHEHUS
YCTaHOBJICHUS KOJIOBI,
. pacTBOpa 3 pacTBopa IUISL yCTAHOBJICHUS
IpagyupOBOYHOMN cM s .
CpaBHEHWUSI CpaBHEHUS, CM IpagyupOBOYHOMN
XapaKTePUCTHKH
XapaKTEPUCTHKH,
MKr/cM?
PC-3 Pt PC-1 100 4,0 0,4
PC-4 PC-1 100 3,0 0,3
PC-5 PC-1 100 2,0 0,2
PC-6 Pd, Pt, PC-2 100 5,0 0,5
PC-7 Rh, Pb PC-6 50 10,0 0,1
PC-8 PC-6 50 5,0 0,05
PC -9 PC-6 50 2,5 0,025
PC-10 PC-7 50 5,0 0,01
PC-11 PC-8 50 5,0 0,005
PC-12 PC -9 50 5,0 0,0025
PC-13 PC-10 50 5,0 0,001

8.2 IloaroroBka npubopa K MPOBEACHUIO aHATTN3A

ATOMHO-a0COPOIIMOHHBIN CHEKTPOMETP IMOJATOTABIMBAIOT K pabOTe COIIACHO

WHCTPYKITUH TI0 dKCIUTyaTaIuu npudopa.

Hcnonb3yror

rpaUTOBYI0 KIOBETYy C

IMUPOJIUTUYICCKHUM  IIOKPBITUEM U

watopMoi JIsl BCEX OIMpeAesieMbIX 371eMeHTOB. CKOpOCTh MOJaur aproHa Ha BCEX
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cTaguax (Kpome ctaau aroMu3anuu) — 2,0 JI/MUH; B TE€YCHUE CTaAUU aTOMM3AIIUH
UCIIOJB3YIOT PEXUM  «ra3-crom». Ilpounme ycimoBus aHajau3a TPU  aTOMHO-

abCOpPOIIMOHHOM OTIPE/ICTICHUN aHAIMTOB MTPUBEICHBI B TAOIHUIIE 4.

Tabmuma 4 -  TemmepaTypHO-BpeMEeHHas  MpOrpaMMa  HMHCTPYMEHTAIBHOTO

OTAAC-HUC onpenenenus aHaIUTOB

Temnepatypnblil pexxuM (t, °C) 1 mpoAOIKUTEIBHOCTD Mporiecca (T, ¢)
Monudukarop Ounctka
AHanur (V = 5 wix) BricymBanue [uponus ATtomu3zarus CIOBETLL
t, °C 1, ¢ t, °C T, ¢ t, °C T, ¢ t, °C T, ¢
80 20
1% 350 20
Pb 90 20 1600 8 2450 5
NH4H2PO4 110 10 1300 20
80 20
Pd - 0 | 20 | >0 2 | 230 | 7 | 2450 | 5
110 10
80 20
Pt - 90 20 13;5000 38 2300 8 2450 5
110 10
80 20
Rh - 00 | 20 | 0| 20 | 2400 | 7 | 2450 | 5
110 10

PexomeHnyeMble aHATUTUYECKHE JIMHUU ONPENEIIIEMbIX JIEMEHTOB IIPUBECHBI B
tabmnure 1.

JlommyckaeTcsi WCIONBb30BAaHWE JPYTUX JUHUW TPU  YCIOBUU  TMOTYYEHUS
noKasartelieid TOYHOCTH, HE YCTYHaloUMX YKa3aHHbIM B Ta0auLe 2.

8.3 IlogroroBka mpo6

8.3.1 PactBopenue mnpoO oTpabOTaHHBIX aBTOMOOWJIbHBIX KaTalM3aTOPOB Ha
KepaMH4eCKOl OCHOBE /I mocieayromiero onpenencHus Pd, Pt, Rh u Pb

HaBecky mnpoObr maccoit 0,1 — 0,3 r nomemaroT B Te(pJIOHOBBIM cocyA
BMecTUMOCThIO 100 M1, 1100aBIAIOT 5 MJI  CBEXENPUTOTOBJICHHOM  CMeCH
XJIOPUCTOBOJIOPOJHOM KHCJIOTBI M mepekucu Boaopona (4:1). PeakunoHHBIN cocyn
3aKpBIBAIOT KPBIMIKOW W TEPMETU3UPYIOT, TIOCIIE YEero TMOMEMIAl0T B CHCTEMY
MUKPOBOJIHOBOTO pasyiokeHuss W Harpeator a0 210°C B Tedyenue 25 MuUH
BBIJICPKMBAIOT B TeueHwe 20 MHH 0pU JaHHOM TeMIieparype. 3areM pacTBOP

OXJIQXK/IAIOT 10 KOMHATHON TeMIEpaTyphbl, IEPEBOAIT B KOJIOY BMecTUMOCThIO 100 mu1,
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JOBOJIAT IO METKW BOAOW W mepemenuBaioT. [Tunerkoil oTOMpalOT alMKBOTHYIO YacTh
(2 — 5 M) moJIydeHHOTO pacTBOpa, MOMEHIAIOT B MEPHYH) KOJIOY BMECTUMOCTBIO
50 — 100 mu1, moBomsat a0 metku (1:35) HCI «ocu» u TmiareapHO epeMenImBaroT.

OaHOBpPEMEHHO PACTBOPSIIOT YEThIPE MapasuiesibHbIe HABECKHU MPOOBbI.

8.4 Tlomyuenue pacTBopa «X0JI0CTOI MPOObI

[lapannensHO € pacTBOPEHHEM MPOO TOTOBIT PACTBOP «XOJOCTOI» MPOOHI,
BBITIOJIHSSI BCE ONEpallii paCTBOPEHUSI U UCIIOJIb3Ysl TE€ K€ KOJIMYECTBA PEAKTUBOB, IS
yudeTa CoJep>KaHus ONPEAEIEMBIX JIEMEHTOB B pEaKTUBAX.

8.5 YcraHoBiieHHE TPayHPOBOYHBIX XapaKTEPUCTHUK

C 1enpl0 YCTaHOBJIEHUS TPaJyHPOBOYHBIX XapaKTEPUCTHK 11 Pt ncmomib3yror
CEepUI0 M3 JecATH TIpagynpoBouHblx pactBopoB (PC-4 — PC-13) onpenensiemoro
anemeHnTa, ;i Pb, Pd, Rh mcrmone3yror cepuio U3 ceMu rpaalyHpOBOYHBIX PACTBOPOB
(PC-7 — PC-13) omnpenenseMbIx »JJIEMEHTOB, a TakKKe pacTBOp pa30aBiIeHHOU
HCI «ocu» (1:35) B kauecTBe HYJIEBOTO CTaHIAPTA.

JIis KaX7I0ro dJIeMEHTa B KaXJIOM pPacTBOPE MPOBOAST MO TPU H3MEPECHHS
aTOMHOTO TIOTJIOIIEHHUSI U BBIYUCIISIOT CPEHEE 3HaUeHUe pe3ysbTaToB u3Mepenuid. 1o
CpPETHUM 3HAYCHHSIM aTOMHOTO MOTJIONIEHUS YIPABISIONIas MporpaMMa KOMIbIOTepa
BBIYHCIIICT TMapaMeTphl TPAJAYUPOBOUYHBIX XAPAKTEPUCTHUK W 3aHOCUT B TIAMSTh.
KoadhdummenT xoppensiiuu kanuOpoBodHOTro rpaduka 10KeH ObITh He MeHee 0,999.

JlommyckaeTcsi TPUMEHSATh JApPYyrue METOIAbl OMPEICNICHUS TPagyupOBOYHBIX

XapaKTEPUCTHK, €CJIA ATO MPETyCMOTPEHO MaTeMaTHIYECKUM oOecrieueHneM mpuoopa.

9 ITIPOBEJJEHUE AHAJIN3A

PactBOp «x0510CTO#1» MPOOBI BBOJAT B TPAPUTOBYIO MEUYbh U U3MEPSIOT aTOMHBIC
MOTJIONIEHUS AaHATMTUYECKUX JTUHUN OMPEeACIIsIEMbIX 3JIEMEHTOB.

PactBopel anamm3upyembix mpo0 (20 MKI) TOCHEIOBAaTENbHO BBOISAT B
rpauUTOBYIO T€Yb, KK pa3 HarpeBas Medb MO 3aJIaHHON MPOrpaMMe W U3MEpPss
aTOMHOE€ TIOTJIOLIEHUWE AHAJIWTUYECKOM JIMHUM OMNpeAeNseMoro »sjemMeHTa. B
COOTBETCTBHM C MPOTPaMMON, YIPaBIAIONIEH CHEKTPOMETPOM, ISl KaxAoro u3

pPacTBOPOB aHAIM3UPYEMON TMPOOBI BBIMOJHAKOT [0 TPU H3MEPEHUS AaTOMHOTO
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MOMJIOIIEHUSI ¥ BBIYMCISIOT cpefHee 3HadeHue. C  MOMOIIBIO TPalyHpPOBOYHOM
XapaKTEPUCTUKHU HAXOSAT KOHIICHTPAIIMIO JJIEMEHTA B PACTBOPE MPOOBHI.

Ecim atoMHOE ToTJIoeHre A aHaTUTHYSCKON JTMHUK OTPEACIIIEMOT0 dJICMCHTA
IPY aTOMH3ALUU aHAIM3UPYEMOTO PACTBOpA MPEBBINIACT 3HAUYCHUE A BEPXHEH TOYKH
IPaayruPOBOYHON XapaKTEPUCTUKH, TO PACTBOP aHAIM3UPYEMOid MPoObI pa30aBIIsAIOT B n
pa3, moaoupasi pakTop pazdaBiIeHUS n Tak, YTOOBI 3HAUCHHE A I pacTBOpa MPOOBI

CTaJI0 MEHbIIIE 3HAYEHUS A JJIsl pacTBOpa CpaBHEHMUSI.

10 ObPABOTKA PE3VJIbTATOB

MaccoByo 07110 3JIeMEHTOB B Mpooe (X) B MPOILIEHTaX BRIYUCIIAIOT 10 hopmylie

X=CV-K10° 109004 )

m
rae C — MaccoBasi KOHIIGHTpALKA JEMEHTa B aHAIM3UPYEMOM PacTBOPE, MKI/MJT;
V — BMECTUMOCTh MEPHOU KOJOBI, B KOTOPOH MPUTOTOBJIEH aHATU3UPYEMBI
pacTBOp, MJI;
M — Macca HaBECKH aHAJIM3UPYEMOil poOBbl, T;

K — dakrop pazbaBnenus npoOsl.

3a pe3ynpTaT aHajdu3a MPUHUMAIOT CcpeaHee apuPMETUYECKOe YeTbIpeX
pe3ynbTaTOB MapajuIeIbHBIX OMpPENENICHUN, KaXJA0€ U3 KOTOPHIX BBIIOJIHEHO U3
oTHeNnbHON HaBecku. Pacxoknenuwe (pa3Max) 4eThIpeX pe3yJIbTaTOB MapajliedbHbIX
ONPENICIICHUI C JOBEPUTENbHON BepossTHOCTHIO P = 0,95 He MO0MKHO MNpEBHIIATH
KpuTHIecKoro auama3ona — CRggs(4).

3HadyeHus kputudeckoro nuamnazona — CRo g5(4)npuBeaeHsl B Tadbnuie 2.

UwucnoBoe 3HaUYCHHE pe3yibTaTa aHalln3a OKPYTJISIOT 0 IU(GPBI TOTO K€ pas3psiaa,

YTO ¥ 3HAYCHHE KPpUTHUECKOro auama3ona — CRgs(4).



148
11 KOHTPOJIb TOYHOCTU AHAJIN3A

11.1 KoHTpoab TOYHOCTH PE3yJILTATOB MapalIeIbHbIX ONPEACICHUM

[Ipu KOHTpOJE TOYHOCTH PE3YJIBTATOB MAapaLICTBHBIX OMPEICICHUN Pa3HOCTH
HAUOOMBIIETO (Xyaxe.) U HAUMEHBIIETO (Xyyy.) U3 YETHIPEX PE3YIbTATOB MapalIeIbHbIX
OTIpe/ie]ICHUI HE [IOJDKHA TPEBBINIATh HOPMATHBA KOHTPOJSI — KPUTHYECKOTO

nuanazona— CRogs(4), T.e. ¢ BepoaTHOCTHIO P = 0,95 10mKHO BBIMTOTHATHCS YCIIOBUE:

Xmake, — Xmum. < CR0,95(4)J (3)

3nauennsi CRog5(4) mpuBeneHs! B Tabmuiie 2.

Ecin yka3aHHOE COOTHOIIIEHHE HE BBIMOJHACTCS, aHAIW3 TOBTOPSIOT. Ecim
JTMAna3oH BOCBMHU PE3YJIbTATOB MapauIeIbHBIX OMpPENeNICHUH HE MPEBBIIIAST 3HAYCHUS
kputndeckoro auana3zoH CRoes(8) mis n = 8, T.e. ¢ BepostHocThio P =0,95

BBITIOJIHACTCA YCIIOBHUC!

(XMaKC - XMI/IH) < CRO,95(8) ) (4)

TO 3a pe3yJbTaT aHajM3a MPUHUMAIOT CpeAHee apu(pMETHUYEeCKOe 3HAYEHHE BOCHMU
pe3yJbTaTOB NapajuIeIbHbIX OMPEICICHUM.

Kputnueckuii [uana3oH pacCUMTHIBAIOT MO (hopmyIe:

CR0,95(8) = f(8)S;, ()
rae f(8) — koaddunueHT kpuTHUecKOoro nuamasoHa Uil BOCBMH PE3yJbTaTOB
napajielbHbIX onpenencuui, f(8) =4,3;

Sr — CTAHAAPTHOC OTKJIOHCHUC ITOBTOPACMOCTH.

3nauenust S, mnpuBeneHbl B Tabmuie 2. [Ipy MOBTOPHOM HECOOTBETCTBHUH
NOJIyYEHHBIX PE3YJIbTATOB HOPMATHMBY 3a PE3YJIbTAT AHAINW3a NPUHUMAIOT MEIHAHY

BOCbMHU PC3YyJIbTATOB IIAPAJUICIIBbHBIX OHPCHCHCHHﬁ, 00 BEITIOJIHCHHE aHaIu3a
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OPEKpalaloT, BBIYUCIAIOT MPUYMHBL, HPUBOJSALIME K HEYIOBIETBOPUTEIbHBIM
pe3yJsibTaTaM, U yCTPaHSIOT UX.

11.2 KoHTpoab MNPEUM3MOHHOCTH B  YCIOBUAX  IPOMEXYTOUHOU  (C
U3MEHAIOIUMCS (PaKTOpaMM OIepaTopa U BpPEMEHH ) IPELU3UOHHOCTH

[Ipy KOHTpoOJE NPOMEXKYTOUHOW (BHYTPUIAOOPATOPHON) MPEHU3UOHHOCTH
abCOJIIOTHOE 3HAUEHUE PA3HOCTH YEThIpEX pEe3yJbTaTOB aHalM3a OJHOW M TOM JKe
npobsl (X3, X2) HE JOJDKHO  TMPEBBINIATH  Mpeaesia  MPOMEXKYTOYHOM
(sHyTpHIabopatopHoit) npeunsuonHoctu I(TO), T.€. ¢ BepositHOCTBIO P = 0,95 momxHO

BBITIOJIHATHCA YCIIOBHC!

X1 = X3) < 1I(TO), (6)

3unauenue npezena [ (TO) npuseneHs! B Tadbuuue 2.

[Ipy HECOOTBETCTBUM MOJYYEHHBIX PE3YJIbTATOB HOPMATUBY BBIIOJIHEHHE
aQHAJIM30B MPEKPAIIAIOT, BHIACHIIOT MIPUYMHBI, IPUBOSLINE K HEYIOBIECTBOPUTEIbHBIM
pe3ynbTaTam, U YCTPaHsSIOT UX.

11.3 KoHTpoib MpaBUILHOCTH PE3yIbTATOB aHAIN3A

KoHTponb npaBuiIbHOCTH pe3yIbTaTOB aHAIM3a CEpUU MPOO MPOBOAST METOAOM
BapbUPOBAHUS HABECKHU.

JI71st 3TOTO OT OJHOW M3 paHee MPOaHAIM3UPOBAHHBIX MPOO, ST KOTOPOM ObLI
MOJIyY€H pe3yNbTaT aHalu3a Xaui, OEPYT YETHIpE HABECKU MPOOBI Maccoil B /Ba pasa
MEHbIIIE, 4YeM OBbLIM HCIOJIb30BAHBl MPHU TMOJYYEHUH pe3yibTaTa aHaiu3a Xaui,
IPOBOJAT BCE ONEpALMM, YKAa3aHHbIE B METOAUKE, W IOJYYAIOT PE3YyAbTaT Xau.
AOGCOIIOTHOE 3HAYCHHE PA3HOCTHU JIBYX PE3YyIbTAaTOB aHAMM3a |Xaui—Xam2| HE JTOIKHO
NPEBBINIATh 3HAYEHUSA TMpenesia mnpoMexyTtoyHoil mnperuzuonHoctu I(TO), T.e. ¢

JIOBEPUTEILHON BEPOSITHOCTBIO P=0,95 10MKHO BBITOIHATHCS YCIOBUE:

|XaH1_XaH2| S I (TO) (7)
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3nauenust npenena I[(TO) npusenenst B Tabmuue 2. Ilpu HecooTBETCTBUU
MOJIYYEHHBIX PE3yJIbTATOB HOPMATHUBY BBINIOJHEHHUE aHAIU30B MPEKPALIAIOT, BHISCHSIIOT

IMPHUYNHBIL, IPUBOAAIINC K HCYJJOBJICTBOPUTCIIbHBIM PC3YJIbTaTaM, U YCTPAHAIOT UX.

NHPOPMALIMOHHBIE TAHHBIE

I'niaBHBIN MeTpostor \f K / IO.A. Kapnos

Hauansaux MACI] Wﬁf M.C. doponunHa

3amectHTens HavanbHuka MACL] @ s 47 —0. A. JlanbHOBa

HayuHnerii cotpyauuk C@bﬂa&a (% — B.B. Ecbkuna
A
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penkomMeTamTnieckoi npoMeluneHHoCTI» (AO «I'Mpeamer»)

YTBEPXJAIO
Hupexrop AO «Hayxka 1 uHHOBaIUMY -
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E.Il. Masios
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METOJIUKA
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B 0TpaboTaHHBIX aBTOMOOHIILHEIX KaTAIH3aTOPax Ha KepaMHUecKOi OCHOBe

C NpUMEHEHHEM aMHUHOTHO3(QUpPHOTO rudpuna-copbenrta DJK-MTX
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Metponoruyeckas ciyx6a AO «['upeamer»

CsupnerensctBo 06 arrecrauuu Ne 2/01.00053-2014/2018 ot 2 arycra 2018 r.

Mocksa 2018 1.
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1 OBJIACTbH ITPUMEHEHUA

Hacrosimass  meTonuka — yCTaHABIMBAE€T  XUMHUKO-CHEKTPAIbHBIA ~ aTOMHO-
aO0COPOIIMOHHBIN C 3JEKTPOTEPMUUYECKON aTOMM3AlMENd U HENPEPHIBHBIM HCTOYHUKOM
cnektpa meron onpeaenenus As, Bi, Cd, Sb, Se u Te B oTpaboTaHHBIX aBTOMOOMIBHBIX
katanu3aropax  (OAK) Ha  Kepamuyeckoi  OCHOBE  TOCJIE€  TPYIIIOBOIO
KOHIICHTPUPOBAHUS C IPUMEHEHHEM aMHUHOTHOX(pHUpHOTO Trubpuaa-copdenta /K-
MTX.

Meroarika OCHOBaHAa Ha TIEPEBEACHUM HABECKU aHAJIM3UPyeMOWl MpoObl B
pacTBOp, KOHIIEHTPUPOBAHMU  AHAJIUTOB TIpaHyJupoBaHHbIM  S,N-conmepxkaimmm
TeTePOIECITHBIM  KOMIUIEKCOOOPa3yoIMM  moJuMepHbiM  copOenTtoMm  JJIK-MTX,
OTQUIBTPOBBIBAHUN KOHIIEHTpAaTa, UCHApPEHUH M aTOMHU3AIMU PAcTBOpPa KOHIIEHTpaTa
npoObl B DJIEKTPOTEPMHUUYECKOM aTOMHU3ATOpPE, H3MEPEHUU aATOMHOTO IOTJIONICHUS
AHATUTHYECKNX (PE30HAHCHBIX) JIMHUN OMPEEIsIEMbIX 3JEMEHTOB C TOCIETYIOIINM
OTIPE/ICIICHUEM aHAIUTOB TI0 TPATYHPOBOYHBIM XapaKTEPUCTHKAM.

JlnamazoHbl OmpeAeNeHus] d3JIEMEHTOB (B MAacCOBBIX JOJAX, %), a Takke

aHAJMTUYECKHE JIMHUU aHAJIMTOB (B HM) NMpUBECHBI B Ta0uile 1.

Ta6mumna 1 — /luama3ons! onpeaeiacHus anamToB B OAK

OnpenenseMplil SIEMEHT AHanurryeckas JTUHUS JlManasoHbl OIpeIeeH i
As 193,696 1-10%-1-103
Bi 223,060 5-10°%-5-10"*
Cd 228,801 1-10%-5-10"*
Sb 217,581 1-10°%-8-10"*
Se 196,026 5-10°-1-103
Te 214,281 5-10%-7.10"*
2 HOPMATHUBHBIE CCBIJIK1

B HaCTOHH_ICI‘/JI MCTOAMUKE HCIIOJIb30BaHbI CCBIJIKHM Ha CICAYIONIME HOPMATHUBHBLIC

JAOKYMCHTBI:
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I'OCT P 8.563-2009 TocymapcTBeHHas cucTemMa OOeCHeUYeHUsl eIUHCTBA
n3MepeHni. MEeTOAMKHU BBITIOJHEHUS U3MEPEHUMN

['OCT 12.0.004-79 Cucrema ctannapTtoB Oe3zomacHocTH Tpyaa. OpraHusaius
00yueHust 6e3onacHocTy Tpyaa. OOIIKe MOJ0KEHUS

I'OCT 12.2.032-78 Cuctema ctanmapToB 6e3omacHocTH Tpyaa. PaGouee mecto
IPU BBIOJHEHUH padboT cuast. O01re 3proHoMUYecKie TpedoBaHus

I'OCT 12.2.033-78 Cuctema cTtaHaapToB O€30MacHOCTH TpyAa. PaGouee mecTo
IIPU BBIOJHEHUH paboT cTos. O01Ine 3proHoMruIecKkre TpeOoBaHus

I'OCT 12.4.021-75 Cucrtema craHgapToB Oe3onacHocTd Tpyaa. CHCTEMBI
BEHTWIAIIMOHHBIE. O01I1e TpeOoBaHUS

I'OCT P HUCO 5725-1-2002 TouHOCTh (NMPaBWJIBHOCTh M NPELU3NOHHOCTD)
METOJIOB U pe3ynbTaToB u3mMepeHuil. Yacts 1. OCHOBHBIE MOJOKEHUS U ONIPEIeTICHUs

['OCT P UCO 5725-2-2002 TouHOcTh (IPaBHWIIBHOCTh U MPEIU3UOHHOCTH)
METOJ0OB U pe3ynbTaToB u3MepeHuid. Yacte 2. OCHOBHOM METOJ OIpeaeiIeHUs
MOBTOPSEMOCTH U BOCIIPOU3BOJAMMOCTH CTAaHAAPTHOI'O METOAa U3MEPEHU N

I'OCT P UCO 5725-3-2002 TouHOocTh (NpaBHWIIBHOCTh U MPEIU3UOHHOCTD)
METOJIOB M pe3yiabTaToB u3MepeHud. Yacte 3. I[IpoMexyTouHble MOKa3aTenu
NPELU3NOHHOCTH CTaHIaPTHOTO METOJA U3MEPEHUI

I'OCT P UCO 5725-4-2002 TouHOCTh (IPaBUIBHOCTh W MPEIU3HOHHOCTD)
METO/IOB U pe3ysbTaroB u3MepeHuid. Yacte 4. OCHOBHBIE METOJbl ONpPENeSICHUs
MPAaBWIBHOCTH CTAaHAAPTHOTO METOAA U3MEPEHUI

I'OCT P UCO 5725-6-2002 TouHocTh (MPaBWIBHOCTh M TPELU3UOHHOCTD)
METOJIOB M PE3yJbTaTOB U3MepeHui. Yacte 6. Mcnonb3oBaHne 3Ha4EHW TOUHOCTH Ha
MIPaKTUKE

I'OCT P 50444-92 TTpubopsl, annapatsl 1 000pyAoBaHUE MeauUUHCKHE. O0mue
TEXHUYECKUE YCIOBUS

I'OCT P 52361-2005 Koutponb oObekTa aHanmuTHYECKHi. TepMHUHBI W
onpeaeneHus

I'OCT P 53228-2008 Becbl HeaBTOMaTH4eckoro neiictBusg. Yacte 1.

MCTpOJ]OFI/I‘ICCKI/IC N TEXHUYCCKUEC TpC6OBaHI/I$I. HcnpiTanus
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I'OCT 1770-74 Tlocyna w™epHas JjaboparopHasi CTeKIsHHas. [{umuHapsl,

MEH3YpPKH, KOJIOBI, MpoOupKU. OOIIHE TEXHUYECKUE YCIOBHS

I'OCT 10157-79 Aproun razoo0pa3ubiii U kuakuid. TexHu4ueckue ycioBus

I'OCT 10929-76 Bonopoaa nepokcui. TeXHUUECKHUE YCIOBUSA

I'OCT 11125-84 Kucnora a3oTHast 0cO00# YUCTOTHI

I'OCT 14261-77 Kucnota consnaast 0co00i YHCTOTHI

I'OCT 19908-90 Twurnm, yamm, CTakaHbl, KOJOBbI, BOPOHKH, IPOOUPKH U
HAKOHEYHHUKH U3 MPO3payHoro crekiia. OOme TeXHUIeCKHEe yCIOBUs

['OCT 23932-90 Tlocyna u obopyaoBaHue JiabopaTopHble CTEKJISTHHBIE. OO01ue
TEXHUYECKUE YCIOBUS

I'OCT 25336-82 Ilocyna u obopymoBaHue 1aOOpaTOPHBIE CTEKISHHBIC. THITHI,
OCHOBHBIE TTApaMeTPhI U pa3Mep

I'OCT 29227-91 Tlocyna naboparopHas crekisiHHas. [luneTku rpagyupoBaHHbIE.
Yacte 1. O6mme TpedboBanms

I'OCT P 52501-2005 Bona nnst mabopatopHoro aHanuza. TeXHUUEeCKHe YCIOBUS

TY 2642-001-13927158-2003 ®unbtpsl ob6e33oneHnsie "Cunssa nenrta”, "benas

nenrta", "Kpachas nenra"

3 TEPMUHBI U OITPEJEJIEHU A
TepMuHBI, XapakTepU3YIOIIUE IOKa3aTed TOYHOCTH METOJla aHaiu3a, U HX

OonpCACiICHUA IMPUMCHAIOT B COOTBCTCTBMHM C TCPMHHAMH MW OIPCACICHUAMU IIO

I'OCT P UCO 5725, T'OCT P 8.563, TTOCT P 52361.

4 TPEBOBAHUA

4.1 O6mue TpeOoBaHMS K METO/IaM aHAJIM3a U TpeOOBaHUs 0€30MaCHOCTH

4.1.1 PaboTbl, CBS3aHHBIE C XHUMHWYECKOM IIOJATOTOBKOM TIP0O0, JTOJIKHBI
MIPOBOAUTLCSA TPU BKIIOYCHHOW BEHTHISAIMM B BBITSDKHBIX IKadax WM OoKcax,
000pyZJOBaHHBIX MECTHBIM OTcachiBaloIUM ycTporictBoM 1o 'OCT 12.4.021.

4.1.2 Paboume Mecrta I BBIIIOJHEHUS AHAIW30B JIOJDKHBI COOTBETCTBOBATH

I'OCT 12.2.032 u I'OCT 12.2.033.
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4.1.3 TlomenieHue, B KOTOPOM pACHOJOXKEH CHEKTPOMETP, [OKHO HMETh
MeCTHYI0 BeHTWIsiuio B cootBeTcTBUM ¢ ['OCT 12.4.021.

4.1.4 Opranuzanuss oOydeHHs paloTaromMXx O€30MacHOCTH Tpyda IO
I'OCT 12.0.004.

4.1.5 Tlpu BHINOJHEHUH AaHAIM30B HEOOXOAMMO CcOOMIOAATh TpeOOBAHMS
UHCTPYKIMU 10 TEXHUKE Oe30MacHOCTH, YTBEPXKACHHOM [uisi jabopaTopuu B
YCTaHOBJICHHOM TOPSIJIKE.

4.2 TpeboBaHUs K KBATHU(PUKAIIUN UCTIOTHUTENCH

K BeImosiHeHMIO aHaIM3a JOMYCKAIOTCS JIMIa HE MOJoXke 18 jeT, o0ydeHHbIC B
YCTAaHOBJICHHOM TIOPSJKE, OCBOMBILIKME COOTBETCTBYIOLIME METOJbl aHaldu3a u

O3HAKOMIJICHHBIC C HHCTPYKIHAMU 110 OXPAaHC TPYyJdd U TCXHHUKC 0e3011aCHOCTH.

5 IOKA3ATEJIM TOUHOCTU METOJUKN

[TokazaTenn TOYHOCTH METOJUKH: CTAH/IAPTHBIC OTKIOHEHUS MOBTOPSIEMOCTU Sy
U TPOMEXYTOUYHOM MPEUU3UOHHOCTH SyTo), TPaHUIBl HHTEpBalia A, B KOTOPOM
MOTPEIIHOCTh aHAIN3a HAXOAUTCA C BEPOSITHOCTHIO P = 0,95, 3HaUeHUs KPUTHUYECKOTO
nuanazona  CRogs(4), mpeaena mpomexyrounoit mnpeuusuonHoctd 1(TO) (mns

noBepuTenbHON BepositHocTu P=0,95) mpuBenens! B Tabmure 2.

Tadmnuita 2 — [loka3aTean TOYHOCTA METOAUKHA

MaccoBas 1o, %

Conepxxanue
S, CRogs (4) S[(To) I(TO) + A
OIPEIENIIEMOrO dJIEMEHTA
1-10°% 3,8-108 | 1,3-107 4,0-108 1,4-107 | 7,9-10%
5-10° 1,4-10® | 50-10% | 1,7.10® | 6,1-10° | 3,4-10°
5-10 1,3-10% | 4,7.10° | 1,6-10° | 5,8-10° | 3,1-10°
1-10°3 2.2.105 | 7,9-10% | 2,6-10° | 9.4-105 | 50-10°
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I[J'IH IMPOMCIKYTOYHBIX 3HAUYEHUH MAaCCOBBIX I[OJ'ICﬁ 3HAUCHUS MOKa3aTelieu

TOYHOCTH HAXOJAT METOJIOM JIMHEHHOW nHTepnoisauuu no dpopmysie (1):

AG _AH

A= At (X-C) 5 (1)

s ~ L
rae X — pe3yJbTar aHaJIn3a;
Cu, Cs — HWXKHSS W BEpXHSS TpaHULBl MOJJMANA30HA COJACPKAHUM, B
KOTOPOM HaXOJIUTCS pE3yJIbTAT aHAIN3A;
Ay, Ay — 3HauYeHHUs NOKa3aTeasi TOYHOCTH, COOTBETCTBYIONIUME HIKHEH U
BEpXHEN TpaHUIAaM MOJJMAIIA30HAa COJIEpPKAHUKW, B KOTOPOM HAXOJUTCS
pe3yJIbTaT aHAJIN3a;

Ay — 3HaUEHHE MOKA3aTeNsl TOUHOCTH JIJIsl pe3ysibTaTa aHanu3a X.

6 CPEJICTBA W3MEPEHUI, BCIIOMOI'ATEJILHBIE YCTPOMCTBA,
MATEPUAJIbI U PEAKTHUBbI

[Ipu BbBINIOJIHEHMM aHaANIKM3a MPUMEHSIOT CIEAYIOLUE CpEACTBA H3MEPEHHH,
BCIIOMOTaTEIbHbIE YCTPOMCTBA, MaTEPUAIIbI U PEAKTUBBI.

Crektpomerp contrAA 600 Analytik Jena winum aHaloruyHelii €My 11O
aHATMTUYECKUM M METPOJIOTHYECKUM XapaKTEPUCTUKAM, BKIIFOUAIOIIIHIA:

— DJIGKTPOTEPMHUYECKUM aroMuzaTop ¢ rpadutoBoit TpyOkoit ¢ 1-PIN
1aTGOPMON U TUPOTUTHIECKUM TTOKPBHITHEM;

— MHKPOIO3HUPYIOLIEE YCTPOUCTBO;

— KOPOTKOJYroBasi KCEHOHOBAs JlaMIla BEICOKOTO JIaBJICHMUS,

— JBOWHOW DIIIeJIe-MOHOXPOMATOP BBICOKOT'O pa3peIICHU;

— CCD nerekTop.

MuxkpooaHoBas cuctema MARS 6 (CEM, CIIIA) ¢ peakIlMOHHBIMH COCYaMH
EasyPrep Plus.

Apron mapku A o 'OCT 10157.

OnHokaHaNbHBIN IIOJIMMEPHBIN IIOJIyaBTOMAaTUYECKUN J103aTop 110

I'OCT P 50444, o6semom ot 0,1 10 10,0 M.
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[TonmumepHbie HakoHeuHUKH K npo3zatopy mo ['OCT P 50444, o6vemom ot 0,1
10 10,0 mor.

Becst maboparopusie mo 'OCT P 53228, ¢ npenenom momyckaeMoi abCOMFOTHOM
norpemHocty He 6onee £+ 0,0002 r.

Kon6st Mmepubie mo 'OCT 1770 Bmectumocthio 10, 25, 50, 100 mur.

Konnueckue k010561 mo I'OCT 25336 BMectumocTbio 10, 100 M.

Humuaaper BMecTuMocThio 10 Mt mo I'OCT 1770.

[IuneTkn CTEKNISIHHBIE TPagyHMpOBOYHbIE C JeieHusMu 1; 2; 5; 10 mu mo
I'OCT 29227.

Crexia yacoBbie 1o ['OCT 23932 nuameTpom 55 MM.

Boponku u3 npozpaunoro crekiia mo I'OCT 19908 nnamerpom 45 mm.

CrakaHbl cTeKJIIHHbIE BMeCTUMOCTBIO 110 250 mut mo 'OCT 23932.

OunpTpsl 00e330neHHble "Cunsis nenrta”, "benas nenta", "Kpachas nenra" mo
TV 2642-001-13927158.

Bona nis naboparopsoro ananuza mo 'OCT 52501.

Kucnora consinast mo I'OCT 14261 «ocu» u pactBopsl 0,1 u 3 M.

Kucnora azotnas no 'OCT 11125 «ocu» u paz6apnenHas 1:35.

Bonopoaa nepokcun no I'OCT 10929.

CMech KOHLEHTPUPOBAHHBIX COJSHOM KHCIOTBHI M TEPEeKUCH BOJOpOJa B
COOTHOIIIEHUH 00BeMOB 4:1 (TOTOBST HEMOCPEACTBEHHO TIepe] IPUMEHECHHUEM ).

CrannmaptHeiii  pactBop  Mblmbsika  ¢upmer  High  Purity  Standards
(1000 * 3 mkr/m).

Cranmaptablii  pactBOop  BHcMmyTa  ¢upmbl  High  Purity  Standards
(1000 £ 3 mkr/mi).

CrangaptHblii pactBop kaamus ¢upmbl High Purity Standards (1000 £ 3 mxr/mo).

CranpmapTHbIii pacTBop cypbMbl pupmer High Purity Standards (1000 + 3 mkr/mun).

CrangapTtHbiid pacTBop cenieHa pupmbl High Purity Standards (1000 + 3 mxr/mo).

CranpaptHeiii  pactBop  Temnypa  ¢upmer  High  Purity  Standards
(1000 + 3 mMKr/mi).
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Xumnyeckue moaupuxatopsl 0,1 % PdA(NO3)2, 5 % Mg(NOs3), dbupmer High

Purity Standards u ux cmech B cooTHomernn 100:1.

Copb6ent S,N-conepxkartuii rereporientoi IJ[K-MTX.

JlonyckaeTcsi NPUMEHEHHUE JPYTruX CpPEIACTB HU3MEPECHUH, BCIOMOTATEIBHBIX
YCTPONCTB, MAaTEPHAJIOB ¥ PEAKTUBOB IPH YCAOBUH IMOJyUEHHS MOKa3aTesIei TOUHOCTH,

HE YCTYMNAIOIIUX YKa3aHHBIM B Ta0HIe 2.

7 YCJIOBUA BBITIOJIHEHUA AHAJIM3A
Ananu3 BRINOJNHAIOT npu Temmeparype oT 15 °C no 35 °C u OTHOCUTENBHOU

BJIQKHOCTH Bo3ayxa B roMmernieHnu ot 40 % no 80 %.
yX

8 I[IOAI'OTOBKA K ITPOBEJAEHNIO AHAJIM3A

8.1 IlpuroToBieHWe CTaHIAPTHBIX PACTBOPOB CPABHECHMSI MBIIIbAKA, BUCMYTA,
KaJIMHUsI, CYPbMBI, CEJICHa U TeJTypa

C menpl0 TPagyHpOBKH NPUOOpPAa TOTOBIT CEPHUIO0 PACTBOPOB OMPEICTIIEMbIX
2JIEMEHTOB TEPEMEHHON KOHIIEHTparuu. [l 3Toro mociaemnoBaTtenbHO Pa30aBIISIFOT
roJIOBHbIE cTaHjaapTHbie pacTBopbl Gupmbl High Purity Standards mytem momenenus
COOTBETCTBYIOIIETO 00BbEMa CTAaHIAPTHBIX PACTBOPOB CPAaBHEHHSI B MEPHYIO KOJOY,
JOBOAAT 70 METKH pa30aBJIEHHBIM pPAacTBOPOM a30THOM KucioThl (1:35) «ocu» u
MIEPEMEIINBAIOT.

Pacmeop PC — 1. B mepuyto konOy Bmectumocthio 100 mu momerniator 1 mi
cTaHmapTHeIX pacTBopoB AS, Bi, Sb, Se, Te. O6bem pacTBOpa MOBOAAT 10 METKH
pa30aBJICHHBIM pacTBOPOM a30THOM KUCIOTHI (1:35) «ocuy.

1 mn pactBopa PC — 1 conepxut 10 MKT BCeX 3JI€MEHTOB.

Pacmeop PC - 2. B mepHyto koa0y BMectTuMocThiO0 100 mir momermaroT 1 mit
crangaptHoro pactBopa Cd. OO0beM pacTBOpa JOBOIAT 10 METKH pPa30aBICHHBIM
pacTBOpoM a30THOM KUCIOTHI (1:35) «ocu».

1 mu pactBopa PC — 2 conepxut 10 mkr Cd.
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Pacmeop PC — 3. B MepHyto kon0y BMectuMocThio 100 M momeniaror 1 mi
crangaptHoro pactsopa PC — 2. O6beMm pacTBOpa JOBOIAT JI0 METKH pPa30aBIIEHHBIM
pacTBOpoM a30THOM KHCIOTHI (1:35) «ocwy.

1 ma pactBopa PC — 3 conmepskur 0,1 mxr Cd.

Jlanee mpoBOAAT TOCIENOBaTENbHOE pa30aBiICHHE IOJYYEHHOTO pacTBOpa
PC - 1. O6o3nauenust pactBopoB cpaBHeHus (PC) miist ycTaHOBAEHUS IPayUpPOBOUYHBIX
XapaKTEPUCTUK, 00BEMbI BBOJMMBIX CTAaHJAPTHBIX PACTBOPOB CPABHEHHS U OOBEMBI
UCITOJI3YEMBIX MEPHBIX KOJO, KyJa MOMENIAIOTCS aTMKBOTHI CTAHAAPTHBIX PAaCTBOPOB,

yKa3aHbl B Ta0uIe 3.

Tabmuma 3 — CocTaB pacTBOPOB CpaBHEHHs MAJSl YCTAHOBJICHHS TPalyHpPOBOYHOI

XapaKTCPHUCTUKHU
Maccosas
Ob6o3HaueHue KOHHCHTPatHA
O6o3HaueHune Ob6Bvem OIIPEJIENIIEMOTO
pacTBopa O6Bvem
BBOJIIMOTO . BBOJIUMOTO JJIeMEHTa B
CpaBHEHHS IS MEpPHOM
DJIeMEHT | CTaHAApPTHOTO CTaHJapTHOTO | PAcCTBOPE CPAaBHEHUS
YCTaHOBJICHUS KOJIOBI,
. pacTBopa 3 pacTBopa IUISL yCTAHOBJICHUS
IpagyupOBOYHOMN cM s .
CpaBHEHHUSI CpaBHEHUS, CM rpaslyupOBOYHOI
XapaKTePUCTHKH
XapaKTEPUCTHKH,
MKr/cM?
PC-4 PC-1 100 3,0 0,3
PC-5 As, Bi, PC-1 100 2,0 0,2
PC-6 Sb, Se, PC-1 100 1,0 0,1
PC-7 Te PC-6 50 25,0 0,05
PC-8 PC-5 50 5,0 0,02
PC-6 5,0
PC-9 PC_3 50 5.0 0,01
PC-7 5,0
PC-10 As. Bi. PC_3 50 25 0,005
Cd, Sb, PC-8 5,0
PC-11 Se, Te PC_3 50 10 0,002
PC-12 PC-9 50 5,0 0,001
PC-13 PC-10 50 5,0 0,0005
PC-14 PC-11 50 5,0 0,0002

8.2 [loaroroBka npubopa K MPOBEACHUIO aHAIN3a
ATOMHO-a0COPOIIMOHHBIN CHEKTPOMETP MOJATOTABIUBAIOT K paboTe COrjIacHO

MHCTPYKIIMH TI0 KCIUTyaTaluu npudopa.
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Hcnons3ytoT rpaduTOBYI0 KIOBETY C MUPOJUTUYECKUM TIOKPBHITUEM H
m1aTpopMon ISl BCeX OmpeAesseMblx 3ieMeHToB. CKOpOCTh MoJauM aproHa Ha BCeX
cragusx (Kkpome ctaauu aromusammu) — 2,0 J/MUH; B TEUEHWE CTAIUA ATOMH3AIUU
UCIIOJIB3YIOT ~PEXKUM  «ra3-ctom». llpoume ycnoBus aHanu3a TMpU  aTOMHO-
abCcopOLIMOHHOM OTIpEIeNICHUU aHAJIMTOB NMPUBEACHBI B TabuIe 4.

PekoMeHnyeMble aHaTUTHUECKUE JTUHUU OMPEEIIIEMbIX 3JIEMEHTOB IPUBEICHBI B
tabmurte 1.

JlomyckaeTcsi HMCHOJb30BaHUE JPYTUX JIMHUM TpU  YCIOBUU TOTYYCHHS

nokasarelieid TOYHOCTH, HE YCTYNaloUUX YKa3aHHbIM B Ta0JIULIE 2.

Tabmuma 4 - TemmepaTypHO-BpeMEHHass MpOrpaMMa XHUMHUKO-CHEKTPATIbHOTO

OTAAC-HUC onpeneneHus aHAIUTOB

Anamut | Moaudukarop | Temmeparypuslii pexum (t, °C) 1 IpoAOIKUTEIBHOCTD Iporiecca (T,
(V =5 mxn) c)
BricymuBanue [Tuponuz ATtomu3zarus Ouncrka
KIOBETHI
t,°C |1,c¢ t,°%C |1,c¢ t,°C |1,c t,°%C |1,c¢
As 0,1 % Pd(NO3)2 | 80 20 350 20 2200 |7 2450 |5
90 20 1300 |10
110 10
Bi 0,1 % Pd(NO3)2 | 80 20 350 20 2200 |7 2450 |5
+ 90 20 1000 |10
0,05 % 110 10
Mg(NO3)>
Cd 1% NH4H2PO4 | 80 20 350 20 1600 |9 2450 |5
90 20 1000 |10
110 10
Sb 0,1 % Pd(NO3)2 | 80 20 350 20 2250 |7 2450 |5
+ 0,05% | 90 20 1200 |10
Mg(NO3)2 110 10
Se 0,1 % Pd(NO3)2 | 80 20 350 20 2200 |7 2450 |5
+ 0,05% | 90 20 1250 |10
Mg(NO3)2 110 10
Te 0,1 % Pd(NO3)2 | 80 20 350 20 2200 |6 2450 |5
+ 0,05% | 90 20 1500 |10
Mg(NO3)2 110 10

8.3 IToaroroBka mpo6
8.3.1 PactBopenue mpo0O oTpabOTaHHBIX aBTOMOOWJIBHBIX KaTalM3aTOPOB Ha

KepaMUYEeCKOW OCHOBE JIJIs TTocieayroIiero onpeaenenus As, Bi, Cd, Sb, Se u Te



161

Hapecky mpo6sr maccoit 0,2 — 0,3 r nomemaroT B Te(JIOHOBBIA COCYA
BMectuMocThio 100 My, 1100aBiIArOT 5  MII CBEXKENPUTOTOBJICHHOM  CMeECH
XJIOPUCTOBOJIOPOJTHONW KHUCIIOTHI W Tepekucu Bomopona (4:1). PeaknumoHHBIA cocyn
3aKpBIBAIOT KPBIIIKOW W TEPMETU3UPYIOT, IIOC]IE€ Yero MOMEIIAl0T B CHCTEMY
MUKPOBOJHOBOTO pasjokeHuss u HarpeBaoT 10 210°C B Teuenwe 25 MHH H
BbIZICp)KMBatOT B TeueHne 20 MHUH Tpu JaHHOM Temmeparype. 3aTeM pacTBOP
OXJIAKJIAIOT 10 KOMHATHOM TeMIlepaTyphl, epeBoaAT B K010y BMecTuMOCcThio 100 mut,
JIOBOJIAT JIO METKH BOJOU U TIEPEMEITNBALOT.

OnHOBpPEMEHHO PACTBOPSIIOT YETHIPE Mapauie/ibHbIe HABECKHU MPOOBbI.

8.3.2 Copbrmonnoe koHuentpupoBanue As, Bi, Cd, Sb, Se u Te

AnukBoTHyt0 yacTh (10 M) pactBopa (1. 8.3.1) momeniaroT B KOHUYECKYIO KOJIOY
BMecTuMOocThio 100 M1, mo6aBmsaroT 40 Mt H20 yenon 11 0,1 — 0,2 1 copbenta DK-MTX,
HAKpBIBAIOT YaCOBBIM CTEKJIOM M TpoBoasiT copOuuio TO B Teuenue 40 mMuH mpu
nepememmBanun  u  Temneparype 20-22°C. Tlocme 3Toro copOEHT-KOHIIEHTpAT
OTIIEJSIOT OT pacTBopa (UIBTPOBAHUEM 4Ye€pe3 IUIOTHBIM (UIBTP, MPOMBIBAIOT Ha
dbunsTpe pactBopoM ( HNOj3 «ocu» (1:35)). 3areM copOeHT-KOHIIEHTpAT MEPEHOCT
(BBICYIIMBaHUE-CTPsAXHUBaHUE) ¢ GUIbTPa B KOJIOY W, 100aBIsAs K HEMY B KoJIOy 3 Mil
koH1l. HNO3 ocu, mpoBoasT necopOiuto B TeueHrne 20 MUH MO YaCOBBIM CTEKJIOM IMPHU
temriepatype 20-22 °C.  Ilocme  mpoBefeHUs  CTaAuM  JECOPOIMH  OTICISIOT
«HEAKTUBHYIO» MaTpHUIly copOeHTa OT jaecopbara myTeM (QUIbTPOBaHUS B KOJOY
Ha 10 — 25 My, mpommbiBatoT copbent Ha GuiabTpe H2Opepon ¥ TOBOASIT O METKH
HZOIIeI/IOH'

8.4 TlomyyeHue pacTBopa «X0J0CTOM» MPOOBI

[TapanmensHO C pacTBOpEHHEM TPOO € TMOCIEAYIOMUM KOHIEHTPUPOBAHUEM
TOTOBAT PACTBOP «XOJIOCTOI» MpOObI, BBIMOJHSASA BCE OINEpalldd PACTBOPEHUS U
UCIIOJIB3YsI T€ JK€ KOJIMYECTBA PEAaKTHBOB, JIJISI y4deTa COJEPIKaHHS OIMPEICIsIeMbIX
DJIEMEHTOB B PEaKTHBAX.

8.5 YcraHoBieHHE TpayHPOBOYHBIX XapaKTEPUCTHUK

C 1enpl0 YCTAHOBJIICHUS TPAIyUPOBOYHBIX XapakTepucTHK st AS u  Se

ucnoip3ytor ceputo u3 jgeBatd (PC-4 — PC-12) rpaayMpoOBOYHBIX PacTBOPOB
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omnpeenseMbIX 3JeMeHTOB, s Bi ucmomesyior cepuio u3 cemu (PC-6 — PC-12)
IpaJiyMipOBOYHBIX pacTBOpoB aHayimTa, Ui Cd ucnonw3yrot ceputo u3 mecru (PC-9 —
PC-14) rpamyupoBOYHBIX pPacTBOPOB aHanwta, Mg SD, Te HCIONB3yIOT cepuio u3
BocbMH (PC-5 — PC-12) rpaayrpOBOUYHBIX PAacTBOPOB OIPEACIAECMBIX 3JIEMEHTOB, a
Takxke pactBop pazdasiaenHoit HNO3 «ocu» (1:35) B kauecTBe HyJIE€BOTO CTaHIApTA.
JUIs KaXI0ro 3JIeMEHTa B KaXJOM PacTBOPE MPOBOASAT MO TPU H3MEPEHHUS
aTOMHOTO TIOTJIOIICHHUSI ¥ BBIUYUCISIOT CPEHEE 3HaUCHUE Pe3yNbTaToB m3MepeHuid. 1o
CPEIHUM 3HAUYECHUSM AaTOMHOIO MOTJIOLICHUS YIpaBIAIOIIas MporpaMMa KOMIIbIOTEpa
BBIUMCIISICT TMapaMeTpbl TPaIyHPOBOYHBIX XapPAKTEPUCTUK K 3aHOCUT B TaMSITh.
KoaddunmeHT koppensiuu kammOpoBOYHOT0 Trpaduka 10mkeH ObITh HE MeHee 0,999.
JlomyckaeTcsi MNPUMEHATh JApPYyrue METOJbl OMNPEIENICHUsS TPagyupOBOYHBIX

XapaKTEPUCTHK, €CITU 3TO MPEAYCMOTPEHO MaTeMaTHIECKIM 00ecTieueHuEM pruoopa.

9 ITPOBEJIEHUE AHAJIN3A

PactBOp «X0110CTO#» MPOOBI BBOIAT B TPA(PUTOBYIO MEYb U U3MEPSIOT aTOMHBIC
MIOTJIONICHUS AaHAIMTUYECKUX JIMHUMA OMIPEIEIIIEMbIX 2JIEMEHTOB.

PactBopsl aHamm3upyeMbix mnpo6 (20 MKJI) TOCIeNIOoBaTeIbHO BBOJST B
rpaUTOBYIO TEUYb, KXKIbIN pa3 HAarpeBas IMeyb MO 3aJaHHOU MporpamMMme U H3Mepsis
aTOMHOE TIOTJIONIEHHWE AaHAJIWTUYECKOW JIMHUM OMpeAeNsieMoro »djemMeHTa. B
COOTBETCTBHUM C TIPOTPAMMOM, YIPABISIOMICH CIEKTPOMETPOM, JUII KaXIOTO W3
pPacTBOPOB AHAIM3HPYEMON TPOOBI BBIMIOJHIIOT 1O TPU HU3MEPEHHS aTOMHOTO
TOTJIONICHUST W BBIYUCISIOT cpeaHee 3HadyeHwe. C  MOMOIIBIO TpaayHpPOBOYHOMN
XapaKTEPUCTUKN HAXOIAT KOHIICHTPAIHIO 3JIEMEHTA B PACTBOPE MIPOOHI.

Ecnu aTromHOe morsomenrne A aHAIUTUYECKOW JIMHAY OTIPEIETIIEMOTO 2JIEMEHTA
IpY aTOMHU3AIMHA aHATM3UPYEMOTO PACcTBOpA MPEBHINIACT 3HAYCHHE A BEpXHEH TOUYKH
TpalyipOBOYHON XapaKTEPUCTUKH, TO PACTBOP aHAIM3UPYEMOU MTPOObI pa30aBIIsIOT B h
pa3, moaoupas aktop pazdaBiIeHUS n TakK, YTOObI 3HAYEHWE A JJII pacTBOpa MPOOBI

CTaJI0 MEHBIIE 3HAYEHUS A JIJI1 pacCTBOpa CPaBHEHHS.
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10 ObPABOTKA PE3VJIbTATOB

MaccoByo 107110 3JIeMEHTOB B Ipooe (X) B MPOILIEHTaX BRIUUCIIAIOT 10 hopmyJie

X=CV-K10° 109004 )

m
rae C — MaccoBas KOHIIGHTpALMA JIEMEHTa B aHAIM3UPYEMOM PacTBOPE, MKI/MJT;
V — BMECTUMOCTh MEPHOU KOJOBbI, B KOTOPOH MPUTOTOBJIEH aHATU3UPYEMBI
pacTBoOp, MJ;
M — Macca HaBECKH aHAJIM3UPYEMOil IpoOBkl, T;

K — dakrop pazbaBienus npoOsbl.

3a pesynbTaT aHalM3a MNPUHUMAIOT CcpefaHee apudMETHYEeCKoe YeThIpex
pPE3YNIbTaTOB TapaUICIbHBIX OMPEAEICHUN, KaKI0€ €3 KOTOPHIX BBHITIOJHEHO W3
OTNICTPHON HaBeCKW. PacxokmeHue (pa3Max) YeThIpEeX pe3yibTaToOB MapauIeTbHBIX
ONPENECTICHUI C JOBEPUTEIBLHONW BEpPOSTHOCTHIO P = 0,95 He M0MmKHO mNpeBbIIaTh
KpuTHIeckoro auama3ona — CRg gs(4).

3HaueHus1 KpuTHYeckoro auanasona — CRogs(4)npuBenensl B Tabsmiie 2.

UwucnoBoe 3HaUYCHHE pe3ybTaTa aHaln3a OKPYTJISIOT 0 IUGPBI TOTO K€ pas3psiaa,

YTO ¥ 3HAYCHHE KPUTHUECKOro auamna3ona — CRgs(4).

11 KOHTPOJIb TOYHOCTU AHAJIN3A

11.1 KoHTpOab TOYHOCTH PE3yJILTATOB MapajuIeIbHBIX ONPEACICHUM

[Ipy KOHTpOJE TOYHOCTU PE3YJIHTATOB MAPAIIEIBHBIX OINPEIAECICHUN Pa3HOCTh
HAUOOJBIIETO (Xyaxe,) 1 HAUMEHBINIETO (Xyyy, ) U3 YETHIPEX PE3yJbTATOB MapajuieIbHBIX
ONpE/CICHU He JO0JDKHA TIPEBBINIATh HOPMAaTHUBAa KOHTPOJSI — KPUTHYECKOTO

nuana3zona— CRogs5(4), T.e. ¢ BeposTHOCTBIO P = 0,95 m0IKHO BBITIOTHATHCS YCIOBHE:

Xmake. — Xmun. < CRO,95 (4)1 (3)

3nauenust CRog5(4) npuBeneHsl B TadmuIe 2.
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Ecnu yka3aHHOE COOTHOIIEGHHE HE BBIMOJIHACTCS, aHAIW3 MOBTOPSIOT. Ecim
JIMana3oH BOCbMH PE3yJIbTaTOB MAPAIICIbHBIX OMPEACICHUN HE MPEBBIIIACT 3HAUCHUS
kputnaeckoro nuamna3oH CRgges(8) mms n = 8, T.e. ¢ BepostHocThio P =0,95

BBINIOJIHACTCA YCIIOBHUC!

(XMaKC - XMI/IH) < CRO,95(8) ) (4')

TO 3a pE3yJIbTaT aHalln3a IPUHHUMAIOT CPpCIHCC apI/I(i)MeTI/I‘IeCKoe 3HA4YCHUEC BOCBMHU
PE3YyJIbTATOB MMapPaAJJICIbHBIX onpez[eneHHﬁ.

Kputnueckuii muamna3oH pacCUMTHIBAIOT IO (hopmyIie:

CRy,05(8) = f(8)S;, ()
rae f(8) — koadduiueHT kpuTHUeCcKOro nuamasoHa JUisi BOCBMH PE3yJbTaTOB
napajielbHbIX onpeneneuui, f(8) =4,3;

Sr — CTAHAAPTHOC OTKIIOHCHUC ITIOBTOPACMOCTH.

3Hauenust S, npuBeneHbl B Tabmuie 2. [lpu MOBTOPHOM HECOOTBETCTBHUU
NOJIYYEHHBIX PE3YJIbTATOB HOPMATHBY 3a PE3YJIbTAT AHAINW3a NPUHUMAIOT MEIHUAHY
BOCBMHU PE3YyJIbTaTOB MapajuleNIbHbIX ONpenesieHui, JMOO BBHINOJHEHHE aHaIu3a
NPEKpaIlaloT, BBIUKCISAIOT TPUYUHBL, MPUBOASAIIME K HEYIOBICTBOPUTEIbHBIM
pe3ysbTaTaM, U YCTPAHSIOT UX.

11.2  KoHTposib TPEHU3UOHHOCTH B  YCIOBUSIX  IPOMEKYTOUHOH  (C
U3MEHAIOIMUMCS (haKTOpaMu OIepaTopa U BpeMEHHU ) MPEHUu3UOHHOCTH

[Ipy KOHTpOJE NPOMEXKYTOUHOW (BHYTpUIAOOPATOPHOM) MPEHU3UOHHOCTH
aOCOJIIOTHOE 3HAYEHHE PA3HOCTU YEThIpEX pe3yJbTaTOB aHalu3a OJHOM M TOM ke
npoosl (X1, X2) HE JODKHO  TPEBBIIATh  TOpefena  MPOMEXKYTOUHOM
(BHyTpHITabopaTopHoii) npenuznonnoctu 1(TO), T.e. ¢ BepositHOCTBIO P = 0,95 nomkHO

BBITIOJIHATHCA YCIIOBHC!

X1 = X;) < I(TO), (6)
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3nauenue npezaena [ (TO) npuBeneHs! B Ta0IHIIE 2.

[Ipy HECOOTBETCTBUM TMOJYYEHHBIX pPE3yJIbTATOB HOPMATUBY BBHINIOJHEHUE
aHaJIM30B MPEKPAIIAIOT, BHISICHAIOT IPUYUHBI, TPUBOSIINE K HEYTOBICTBOPUTEIHHBIM
pe3yabTaTam, U yCTPaHSIOT UX.

11.3 KoHTpoab NpaBUIIBHOCTH PE3YJIbTATOB aHAIN3A

KoHTponb npaBuiIbHOCTH pe3yIbTaTOB aHAINW3a CEPUHU MPOO MPOBOAST METOAOM
BapbUPOBAHUS HABECKH.

Jljis 3TOro OT OJHOW M3 paHee MPOaHATM3HUPOBAHHBIX MPOO, A KOTOPOM ObLI
NOJy4YeH pe3ysbTaT aHalu3a Xau1, OEpyT 4eTblpe HaBECKU MPOObI Maccod B JBa pasa
MEHbIle, 4YeM OBUTM HCHOJb30BAHBI TPU TMOJyYEHHH pe3yibTaTa aHamu3a Xaul,
IPOBOJAST BCE ONEpalud, yKa3aHHbIE B METOJAMKE, M TOJY4aroT pe3ynbTaT Xam.
AOCOIOTHOE 3HAYEHHE PA3HOCTH JBYX PE3yJIbTaTOB aHAU3a |Xani—Xaw2| HE TOIHKHO
NPEBBIIATh 3HAYEHUA INpenena MNpoMexyTodHoil mnpenuznoHHoctu I(TO), T.e. ¢

JIOBEPUTEIBHON BEPOATHOCTHIO P=0,95 NOMIKHO BBINIONHATHCS YCIOBHUE:
|XaH1_XaH2| S I(TO) (7)
3nauenus npenena [(TO) mpuBenensl B Tabmmie 2. [lpu HEcooTBeTCTBUH

IMMOJIYYCHHBIX PC3YJIbTATOB HOPMATUBY BBIIIOJIHCHHUC aHAJIM30B IIPCKPAIIAOT, BBISACHAIOT

IIPUYXHBIL, IPUBOAAIINEC K HCYJOBJICTBOPUTCIbHBIM PE3YJIbTaTaM, U YCTPAHAIOT HUX.

NHPOPMALIMOHHBIE TAHHBIE

\ g )

I'naBHBIN MeTpostor \( ‘\_),/ 5/«/ IO.A. Kapnos
Hauansaux MACI] Wﬁf M.C. HdopoHuna
3amecTuTens HavanbHuka MACI] @@/Z ‘%ﬂ;—-—-—' O. A. lanbHoBa

Hayunslii coTpynuuk 5@%@&; ~— B.B. Ecbkuna
7
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[Tpunoxenune B
I'ocynapcrBeHHasi KOPHOPAUUA 110 AaTOMHOM dHepruu «PocaTom»
AO I'ocyrapcTBeHHbIH HAYYHO-MCCJIEI0BATEILCKUN M IPOCKTHBIA HHCTUTYT
PeaAKOMETANIHYECKOM MPOMBIIIICHHOCTH
"T'upenmer"

ATTECTAT AaKKPEeAUTALHMH B 00J1aCTH 00ecrieYeHUsl eJMHCTBA N3MepeHuit
®enepanbHON €1yKO0bI 0 AKKPEANTANMHA
Ne 01.00053-2014 ot 30 man 2014 1.

119017, MockBa, b. Toamauesckuii mep., 1.5, ctp.1  Ten./ dakc (495) 953 87 91
E-mail: karpov@giredmet.ru

CBUAETEJBbCTBO Ne 1/01.00053-2014/2018

ot 2 aBrycra 2018 r.

00 aTTecCTAIMH
METOAUKH KOJHUYECTBEHHOI0 XUMHYECKOIr0o aHAJIN3a

HauMeHoBaHME MeTOTUKH

Metoauka unctpymentaibnoro DTAAC-HUC onpenenenust Pd, Pt, Rh u Pb B orpaGoranubix
aBTOMOOMJIBHBIX KaTalM3aTOpax Ha KepaMUYECKOH OCHOBE

Pa3padoTunk

AO «I'mpenmer» 119017, r. Mocksa, b. TonmmaueBckuit tiep., A.5, ctp.1

Metoauka unctpymentaibnoro DTAAC-HUC onpenenenust Pd, Pt, Rh u Pb B orpaGoranubix
aBTOMOOMJIBHBIX ~KaTajgu3aTopax Ha KepaMHUYeCKOH OCHOBE, pErJIaMEHTHPOBAHHAS JOKYMEHTOM

Ne PGM-Pb-01/18, na 14 nucrax,

arrecroBana B coorsercreuu ¢ 'OCT P 8.563-2009.

ATTecTanmsi OCYIIECTBJICHA IO Pe3yIbTaTaM METPOJOTHYECKON AKCIEPTU3bl MATEPUAIOB II0
pa3paborke MKXA.

HOI[TBep)K,Z[GHI/IG COOTBCTCTBUA MCTOAUKH aHAJIM3a YCTAaHOBJICHHBIM Tpe6OBaHI/I$IM MMpOBOAUTCH
myTeM MMOATBCPKACHUSA MMPaBUJIBHOCTU n OLCHKHU MNpEeU3NOHHOCTU B COOTBETCTBUHN C
I'OCT P CO 5725-2002. KoHTpoJIb MPaBHJIBHOCTH MPETYCMOTPEH C IMOMOIIBI0 METOJa BapbUPOBAHUS
HABECKH.

(cM. Ha 06opoTE)
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B pPe3ynbTaTe aTreCTalii YCTAHOBIEHO, UTO METOHKA COOTBCTCTBYET HPEABABIISICMBIM K HEeH

METPOJIOTHYECKMM TpeboBaHUSM H 00NIaaeT ClEAyIOUMMHE METPOJIOTHYECKMME XapaKTepHCTHKAMH,
TIPUBEICHHEIME B Tabnuie 1.

Tabnuua 1
maccoBas 108, %
OmnpenenaeMerii (e
S ONPEICIIIEMOTO St CRos(4) Sitoy K(TO) +A
3JIEMEHTA
5-10* 1,6:10° 58107 1,8-10° 6,510 3,507
5107 510" 5.4-10" 1,7-10% 6,1-107 3340
Pb, Pd, Pt, Rh 5107 1210 43107 1,4-10° 50107 2107
510" 10:10F 3,6:107 T l-107 4,0-107 2 1107
5-10" 1,6:10° 58107 1,8-10° 6,5-107 25100
Ipumeuanue-

S - CTaH#apTHOE OTKIIOHEHHE MOBTOPAEMOCTH;

Siro) - cTamjpapTHOe OTKIOHEHHe BHYTPHIaGOPATOPHON MPEIM3HOHHOCTH (C  H3MEHSIOLMMHCA
dakropamu onepatopa u BpemeHu);

*A - rpaHHUbI WHTEpBAJA, B KOTOPOM MOIPEIIHOCTh HAXOMMTCA C JOBEPHTENLHON BEPOATHOCTHIO P =
0,95;

CRo5(4) — 3HaueHre KpUTHUECKOTO Auanasona (npu n=4, P = 0,95);

I(TO) - snauenne npenena BHyTpUIAGOpaTOPHOH TIpelM3HOHHOCTH (1ipH P = 0,93).

JIns IpoMeXyYTOYHBIX 3HAYEHHH MACCOBEIX [OJIEH CBHHIA, MaJIajus, TUIATHHEI K poaus 3HaYeHHS
IoKasaresiei TOUHOCTH HAXOMSIT MEeTOA0M JIMHEeHHOH HHTEPIOJIAINH.

Hupextop AO «Hayka 1 HHHOBAIHH - %//E.H. MasinoB

Yupasasitoweii oprannzauun AO «'upeamer»

I'naBHbBIH MeTpoJIOT I0.A. Kapnos
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TI'ocynapcrBeHHasi KOPHOPAUUA 110 aTOMHOM dHepruu «PocaTom»
AO TI'ocyrapcTBeHHbI HAYYHO-HCCJIEA0BATEILCKUA M MPOEKTHBIA HHCTUTYT
peaKOMeTA/NIMYEeCKOM MPOMBIIIJICHHOCTH
"I'mpeamet"

ATTECTAT AKKPEeAUTALHMH B 00J1aCTH 00ecnieYeHUusl eJMHCTBA N3MepeHuit
DenepajbHOM CIYKObI 10 AKKPEIUTANMH
Ne 01.00053-2014 ot 30 man 2014 1.

119017, MockBa, b. Toamauesckuii mep., 1.5, ctp.1  Ten./ dakc (495) 953 87 91
E-mail: karpov@giredmet.ru

CBUAETEJBCTBO Ne 2/01.00053-2014/2018

ot 2 aBrycra 2018 r.

00 aTTecTaMU
METOAMKHN KOJIUYECTBEHHOI0 XUMHYECKOr0 aHAJIN3a

HauMmeHoOBaHME METOAUKH

Meronrnka XuMHKO-CIIeKTpaibHOrO omnpeaenenus As, Bi, Cd, Sb, Se u Te wmeromom
OTAAC-HUC B oTpaboTaHHBIX aBTOMOOWJIBHBIX KaTaJduM3aTopax Ha KEepaMHUYECKOW OCHOBE C
MpUMEHEHUEM aMHHOTHOdGUpHOTO THOpUAa-copoerTa DIK-MTX

PaspadoTunk

AO «I'upeamer» 119017, r. Mocksa, b. TonmaueBckuit niep., 1.5, ctp.1

Meronuka XuUMHKO-CIIeKTpanbHOrO omnpeaenenus As, Bi, Cd, Sb, Se u Te wmeromom
OTAAC-HUC B oTpaboTaHHBIX aBTOMOOWJIBHBIX KaTaJdM3aToOpax Ha KEepaMHUYECKOW OCHOBE C
IpUMEHEHHEM aMUHOTHO3(UpHOTO rudpuna-copoenta AK-MTX, pernameHTHpOBaHHAsT JOKYMEHTOM
Ne TE-01/18, na 15 nucrax,

arrecroBana B coorsercrBuu ¢ I'OCT P 8.563-2009.

ATTecranys OCYIIECTBIEHA IO pPe3yJbTaTaM METPOJOTMYECKOM SKCIEpTU3bl MaTepUasioB I10
pazpabotke MKXA.

[TonTBepxieHNEe COOTBETCTBHS METOAMKM aHAlIM3a YCTAHOBJIEHHBIM TPEOOBAHUSAM IPOBOJUTCS
OyTeM TOATBEPXKJIEHHS NPAaBWIBHOCTM U OLEHKM  TMPELU3UOHHOCTH B  COOTBETCTBUU  C
I'OCT P UCO 5725-2002. KoHTpoIb MPaBUIBLHOCTH MPEAYCMOTPEH C MOMOIIbI0 METOAA BapbHPOBAHUS
HaBECKH.

(cM. HA 0OOpoTE)
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B pe3ynabTaTe arrecTaluy YCTAaHOBIEHO, UTO METOJIUKA COOTBETCTBYET NPEABABISIEMBIM K Hel

METPONIOTHYCCKUM TpedoBaHHAM H 00/Ia/[aeT CIEAYIOMMME METPOIOTHYECKMME XapaKTepHCTHKAMH,
NPUBEICHHLIMA B TabmIe 1.

Tabnuua 1
MaccoBas g0as, %
Onpegensemprid Copepaains
S OIIpENENSIEMOr0 Se CRy5(4) Sitoy (TO) +A
JJICMEHTAa
510 1,6:107 58107 1,8-10° 6,5:10° 3,510
5107 1,5-10 54107 1,7.10* 6,1-10™ 3,3-10™
Pb, Pd, Pt, Rh 5102 1,2:10° 4,310 14107 5,010 27407
510" 1,0-10° 3,6:10% 1,1-10% 4,0-10” R
510 1,6:10° 58107 1510 6,5:107 3,5-10°

Ipumeuarnue-

S, - CTaHZAPTHOE OTKIIOHEHHE TIOBTOPAEMOCTH;

Siro) - CTawjaprHoe OTKIOHEHHE BHYTPHIaGOPATOPHOH NpPEMM3HOHHOCTH (¢ H3MEHAIOLIMMHCA
daxTopamu onepaTopa u BpeMeHH ),

+A - rpaHHLbI HHTEPBANA, B KOTOPOM MOTPELIHOCTL HAXOAMTCS C JOBEPHTEIBHOM BEPOSTHOCTBIO P =
0,95;

CRygs5(4) — 3HavueHHe KPUTHUECKOTO AMaNa3oHa (pH n=4, P = 0,95);

I(TO) - sHauenwe npenena suyrpuinabopatopHoi mpeimsuonnocTy (ipu P = 0,93).

JA IpoMeIKyTOYHBIX 3HAYCHHH MACCOBEIX JIONel CBMHILA, NAIANS, UIATHHL] i POOHA 3HAYCHHS
noxasatesned TOUHOCTH HAXOIAT METO10M JIUHEHHOH HUHTEPTIOJLALUH.

Hupextop AO «Hayka 1 HHHOBALHH - WE.H. Masinos

Ynpasasiomei opranuzauun AQ « HpeameT»

I'1aBHEIH MeTpoJIOT I0.A. Kapnos
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[Tpunoxenune I

AQ «["ocyapcTBeHHBII HayUYHO-HCCIIEI0BATENbCKAM H IIPOEKTHBIM HHCTUTYT

peJKoMeTaniMyeckoi npoMsliieHHocTH» (AO «l'upeameT»)

YTBEPXKJAIO

Hupextop AO «Hayka ¥ HHHOBaIM -

AKT

O BHCIPEHHH MCTOAHK KOJHYCCTBEHHOI0 XHMHYECKOro aHaausa

Hacrosmmii akt coctaBieH o TOoM, 4T0 B VcmeitaTensHOM —aHANMTHKO-
ceprudukanroHsoM LeHTpe AO «'upenmer» OLUIH BHEAPEHE! CIICIYIOLIME METOIHKH
aHanu3a oTpabOTAaHHBIX aBTOMOOMIIBHBIX KaTalM3aTOPOB HA KepaMUueckoli OCHOBE,
pazpaboranHble 1 arTectoBaHHble B AO «[ upeamer»:

1 Metonuka uactpymerTansHoro 9 TAAC-HUC onpenenenus Pd, Pt, Rh u Pb B
oTpaboTaHHBIX  AaBTOMOOMJIBHBIX  KaTalu3aTopaX Ha  KepaMHueckod  OCHOBe,
cBuaeTenscTBo 00 arrectauny Ne 1/01.00053-2014/2018 ot 2 aBrycra 2018 .

2 MeToauKka XUMHKO-CIIEKTpalbHOrO omnpeneieHus As, Bi, Cd, Sb, Se u Te
metogoMm DJOTAAC-HWC B orpaboranHBIX aBTOMOOWJIBHBIX KaTaluM3aTopax Ha
KepaMUIeCKOH OCHOBE C MPHMEHEeHHeM aMUHOTHOd(pupHOro rudpuaa-copbenta DJIK-
MTX, ceugetenscTBo 00 arrecramu Ne 2/01.00053-2014/2018 ot 2 aprycra 2018 1.

Meroaukn oTBe4aroT TpeboBanusM cTangapra ['OCT P 8.563-2009 u

COOTBETCTBYIOT YKa3aHHBIM B HUX METPOJIOTMYECKUM XapPaKTepHUCTUKaM.

Havansruk MenwsrTatensHoro aHanuTHKO- W/—- M.C. dopoHuna

ceprudukannonsoro ueHtpa AO «l'upeamer»
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