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OcobeHHocTH NPUMEHEHUA Pa3JIUYHDBIX
METO[0B aHAJINTUHECKOI0 KOHTPOJIA
OTpaﬁoTaHHbIXU KaTa/M3aTopoB
HE(IJTEXI/IMI/NECKOI/I NPOMBILLJIEHHOCTU

N1.1. Tepbamoea, HavanbHUK LieHmpansHol aHanumudeckoti nabopamopuu (LLAJT) AO «E3 OLIM»;
0641aCMb HaYUHbIX UHMEPECO8: aHANUMUYECKAs XUMUS OpAzOUEHHbLIX MEMANN08, MexHoN02uU
adpuHanca u nepepabomru OpazoueHHbIX Memannos, cucmema mMeHedxMeHma Kayecmaa

uchblmamenbHblx nabopamopui.

KO.H. lodosbix, HauanbHUK nabopamopuu mexHonozuyeckozo koHmpons LIAST AO «E3 OLIM»,
064aCMb HaYYHbIX ULHMEPECOos8: MACC-CNEKMPOMEMPUST C UHOYKMUBHO-C8s13aHHOU naasmol,

cnekmpogomomempus.

A.A. UimykuHa, unyceHep 1 kamezopuu nabopamopuu mexHonozuyeckozo koimpons LA AO «E3 OLIM»;
0bnacme HayuHblX UHMEPecos: MAcc-CneKmpomMempust ¢ UHOYKMUBHO-C8A3aHHOU haasmot

I.P. Ucxakoea, aHanumuk 1 kamezopuu uexa onpoboearus 0aeanbueckoz2o Coipbsi U pacyema ¢
nocmasuiuxkamu AQ «E3 OLIM»; 06aacmb HayuHbiX UHMeEPECos: AMOMHO-3IMUCCUOHHAA CNeKMpPOCKonUs
€ UHOYKMUBHO-Ccss13aHHOL naasmoll, onpobosaHue omxo0doe, codepicaulux dpazoueHHble Memansbl.

KO.A. Kapnoes, 2nagHuili HayuHbil compydHuk MHcmumyma obujeli U HeopzaHudeckou xumuu
PAH-OHX, npocbeccop, Yner-koppecnoHdeHm Poccutickol AH; obaacme Hay4Hbeix UHMepecos:
AHAAUMUYECKas XUMUs peoKux U OpazoueHHbIX Memannoe.

TpaboTaHHbBlE MOHOMeETaNIM4yeckue U
TIONMMETaIIMYeCKMe  IUIATMHOCOOED-
JKalllMe KaTalM3aTophl, IpUMeHAeMble B
HacTodllee BpeMA B HeQTEXMMMUECKOM ITPO-
MBILIIEHHOCTH, ABJISIOTCS ONHMM M3 BadKHEN-
LIMX BUOOB BTOPMYHOTO CBIPbs. Kak mM3BeCT-
HO, HOCUTENIIMM M B TE€X M B [PYIMX TUIIAX
KaTalM3aTOPOB ABJIAIOTCS: IPOMOTHPOBaHHEIA
GTOPOM MM XJTIOPOM OKCHI] allOMMHMS; ato-
MOCHIIMKAT, IIeONUT U gpyrue [1]. B xavecTBe
KaTaTMTUIECKOr0 areHTa B MOHOMETAIIuYe-
CKMX KaTanusaTopax BEICTYIIaeT HaHeCeHHad
Ha HOCHTENb [TaTHHA. B MONMMMeTamIMyecKux
KaTanMsaTopax KpoMe IUIaTMHBL MOTYT ObITh
HaHeCeHbl peHUM, MPUIWI, CBMHEL], TepPMaHMuH,
OJI0BO M ApPYyrue MeTanikl [1, 2. Beicokoe copep-
>KaHue InaTuHEL (1o 05 %) M 60oMNbLIMe Macchl
eMMHOBPEMEHHO 3aT Py KaeMbIX/BBITPYKaeMbIX
B TeXHOJIOrM4ecKoe 060pyNoBaHMe KaTalusa-
TOPOB (OECATKM TOHH) TPE6YIOT OCOBEHHO TIIA-
TeJIbHOI0 II0AX0Aa K Ipolleflype YCTaHOBNIeHUS
JOCTOBEPHOI'0 KOJIMYECTBa IeHHBIX JOPOrOCTO-
AUIMX KOMIIOHEHTOB B MAPTUM OTPABOTAHHBIX
KaTaJu3aTopoB.
B yCIOBMSIX SKCIUTYaTALIMM KaTalM3aTOpPbL
TIOIBEPTal0TCA MHOTOYMCIIEHHBIM XMMMWYeCc-
KMM BO3IEWCTBUSM, B De3yIbTaTe KOTOPBIX

TIPOUCXOOUT UX 3aKOKCOBAHME («OTPABIIEHNED),
Tepexof JIerko pacTBOPMMON Mopudmxalum
v-AlLO, B TpyAHOpPacTBOPUMYLO a-Al,O, 1 T.4. [To-
9TOMY OTpaboTaHHEle KaTanKu3aTopsl (ganee 1o
TEKCTY — KATalIM3aTOPkl), BRI'PY>XXaeMBble I10CTIe
OKOHYaHMS ITPOM3BOLACTBEHHOTO I[MKJTA U3 TEX-
HOJIOTMYEeCKOT0 O60PYL0BaHMS, IPECTABIISAOT
COB0M CUCTEMB], OTIIMYHEIE OT MCXOOHBIX. B HUX
(B xauecTBe IIPUMBHECEHHBIX KOMIIOHEHTORB) CO-
OEePXXNUTCSA MUPOIIUTHYECKUI YTTIepo], KOMIIO-
HEHThl HepXXaBelollel CTany (XKeneso, HUKelIb,
XpoM), OUOKCHUI] KpeMHus (60 (aphopoBBIX
urapoB) u T.7. CaMu [leHHble KOMIIOHEHTHI (T11a-
TMHA ¥ PeHU) IIPUCYTCTBYIOT KaK B MeTallIu-
YeCcKOH, TaK U B CYTbOUAHBIX QOpPMaX, a TAKXe
B BUJIe CJIOXKHBIX KOMIIITEKCHBIX COEJJMHEHMI,
B COCT@B KOTOPBIX BXOAWUT YTTIEpPOH, KMCIIOPOL
M cepa. Hepe[IKo IpM BBEITPY3Ke OTPAbOTaHHBIX
KaTanu3aToOpOB IIPOUCXOOUT CMeLIMBaHKe pas-
JIMYHBIX TUIIOB KaTalIM3aTOPOB, OTIMYalONINX-
Cs IO COOEPXaHMI0 MEeTalyIoB IIIaTMHOBOM
rpynmnel (MIII) 1 cocTaBy HOCUTENIS.

Takum obpaszom, 3afada OINpefereHus Ko-
NMUYecTBa IIeHHBIX KOMITOHEHTOB B IAPTUM OT-
paboTaHHBIX KaTalTM3aTOPOB CTAHOBUTCS elle
6oree CIIOXHOM, IIOTOMY YTO C TOYKM 3PeHUS
XMMMYECKOTO COCTaBa OTpaboTaHHBIE KaTa-



JIM3aTOpPBl SIBTIAIOTCS TeTEpPOreHHBIMM Heof-
HOPOAHBIMU cucTeMamu (1, 2]. B cBsI3M C 3THM,
KOPPEKTHBIM OTH0pP CpedHel Npobel M BBHIGOP
MeToda aHaIUTUYecKOro KOHTDPONS [Oparo-
IIEHHBIX METaJIJIOB O4YeHb YacTO OMpedeNsioT
YCIIELTHOCTh KOMMepYeCcKUX COeIOK 110 ITpofa-
>Ke/TIOKYTIKe ¥ ITepepaboTKe KaTanM3aTopoB.

B pa6oTe [3], TOCBALIEHHOM aHAITM3Y HOpMa-
TUBHOM OOKYMEHTAILMM 10 aHaATUTUUECKOMY
KOHTPOJIO [parclleHHBIX MeTalsIoB B KaTanu-
3aTopax Ha OCHOBe OKCH[a aniOMUHKSA, B TOM
Ylucrie U B OTpaboTaHHBIX, OTMEeYeHO, YTO Me-
TOJ CIIeKTPOMOTOMETPUYECKOTO OIIpefeNleHus
MaccOBOM [ONM IINaTMHBEL B KaTalM3aTopax,
OCHOBaHHEBI} Ha 06pas’s0oBaHUM KOMIITIEKCHOTO
COeOUHEHUS MIaTUHEL C XJIIOPMUCTEIM OJIOBOM,
ABTsETCS MpeobnafalolIMM M 3a7I0XKeH B pas-
IMYHBIE CTAaHAAPTBl KakK 3apybeXXHble, TaK U
OTe4YeCTBeHHElE, Y>XKe MHOTHE OeCATHUIIETHS.
CnexTpodoToMeTpuyecKas MeTOOUKA, BHECEH-
Hasl B 3apy6eXHble CTaH[apTHl [4, 5], pacmpo-
CTpaHsieTcd TONBKO Ha MOHOMETANIMYecKue
IJIAaTMHOBEIE KAaTaNnM3aTOPEl, He cofjepXKallue
peHuH. B criydae ero MpuCyTCTBUS B MaTepu-
arne Ipobbl HeO6XOOUMO IPOBeleHre SKCTPaK-
IIMM OKpalIeHHOro KOMIIIeKca M3oamuralie-
TaToOM [6]. B yKa3aHHBIX MCTOYHMKAX aBTODPEBL
TaK>Xe IT0Ka3blBalOT, YTO IIPMCYTCTBUE B MaTe-
puarne KaTanusaTopa 371eMeHTOB, MOHbl KOTO-
PBIX OKpaLIeHbl (XpOM, POOMIA, KO6aIsT, MOIUG-
JIeH M HEeKOTOPbIE [IPYTHE), BEHET K MONYUYeHUIO
3aBBILIEHHEIX De3yNIbTaTOB DM OIpeleneHUu
IIJTaTHHEL

MeTtogmka «BHUMHedTexmuM» [7] ocHOBaHA
Ha M3MEpPEeHUM BeMUYMHBL OIITUYeCKOM IINOT-
HoCcTH (A=403 HM) pacTBOpa, OKPAaIIeHHOr0 B
JKeTNITO-OpaH>XeBhIM IIBET KOMIIJIEKCHBIM CO-
eIMHEHUEM MI1aTMHOXJIOPUCTOBOAOPOLHOM
KHUCIJIOTEl C OBYX/JIOPUCTBIM OJIOBOM M MMEeT
OTpAaHUYEHHUs II0 COAEPXXKaHWIO IIpUMecei (B
IlepecyeTe Ha IPOKaJeHHBIN IIPM TeMIlepaTy-
pe 850 °C mponykT): He 6omnee 10 % yrnepona, 5 %
okcuaa kpeMuKd (IV), 1% perus, 1 % omnosa, 0,8 %
kagMmua 1 01 % MonubaeHa, a MaccoBas Jond
IJTaTUHB] JODKHA HAaXOOWUThCHA B MIpefernax OT
01% pgo 0,7 %. HecMoOTpsaA Ha BhILIEyKas3aHHblE
OrpaHM4YeHNA B IpMMEeHeHUM MeTOAa, aBTOPhL
[7] He ykasmlBalOT, YTO 0BA3ATENIBHBIM Tpebo-
BaHMeM SBTAETCS NpeIBapUTENbHOE OIpefe-
TeHKe CofepKaHus MeLIaloLIMX KOMIIOHEHTOB
(kpoMe peHMsI), a TAKXKe He YKasblBAlOT, KAKOM
MeTof aHaIUMTUYIeCKOro KOHTPONS KaTanu3aTo-
pa OOIKeH 6BITh MCIIONIB30BaH B CIIy4ae, eciu
MelIawliMe KOMIIOHEHTEl [IPeBhIIA0T JOIY-
CTUMBlE KOHIIeHTpauuu. Melialoniee BIUAHNUE
peuud B [7] ycTpaHsoT Jo6aBIIEHMEM €T0 B T'pa-
IYMPOBOYHEIE pacTBOpPBL Takxke B [7] yka3aHo,
YTO TONBKO B CIy4ae BM3YalbHOTO HaNM4IMA
ocajka B aHaNnM3upyeMOM PacTBOpe, IONyyYeH-
HOM TIOCTIe XMMM4YEeCKOM IIPOBOIOATOTOBKY,
ero eHTPMUOYTUPYIOT TIPKM CKOPOCTH HE MeHee

5000 060poTOB B MUMHYTY. TakuM 06pa3om, Ois
IPUHATKA PELIeHUS 0 HeO6XOOMMOCTY BHIION-
HeHUS OIepaluy HeHTPUYTMPOBaHMUS T10 Me-
TofiuKe [7] morryckaeTcs BM3yanbHBIM KOHTPOIb
MYTHOCTM PpacTBOpa Ilepef; BHIIIOIHEeHUEM
CHIeKTPOPOTOMETPUYECKMUX U3MEDEHMI U, CTle-
IOBAaTeNbHO, OIepalms LeHTpUPYTrMpoBaHUA
He ABJIseTCH 06513aTeNTbHOM.

OpHako, 10 HalleMy MHEHMIO, IPUCYTCTBUE
B pacTBOpe JaXke MUHMMATNBHOTO KONMMYeCcTBa
B3BELIEHHBIX YacTHI], MOXET CIIOCOOCTBOBATh
BO3HMKHOBEHMIO HABIIEHWUS OIMarnecleHLUH, U
KaK CcrefcTBUe, QOPMMPOBAHUIO IOIIONTHUTEIb-
HOW COCTaBJISOUIeN IIOTPELIHOCTH OIlpefere-
HMS INIaTUHBL CIEKTPODOOTOMETPUUECKHUM Me-
TofjoM (CPM), UTO B MTOTe BELET K TOTYUEHUIO
HEeJJOCTOBEPHOIO, & MMEHHO «3aBBLILIEHHOIO»
comep>XaHus IINTaTUHbBL

Onsa [poBepKM BNUSAHUA I[IPUCYTCTBUSA
B3BELIEHHBIX YacTUI] B PACTBOPE Ha pe3ymnbTa-
Thl CHIEKTPOQOTOMETPUYECKOTO OIpefelleHus
JIaTHMHBL aBTOPaMy OBUTH [TPOaHaNIM3MPOBAHbL
30 nmpo6 pa3HbIX TAPTHUH KaTallM3aTOPOB.

[lpeBapUTENBHO, C LIENb0 YCTAaHOBIEHUSA
MaTPMYHOIO COCTaBa MaTepHasa IIpob, a Takke
BEIABIEHUSA NIPUCYTCTBMS «MELIAOIINX» IIPHU-
Mecel Bce Ipobbl 6BUIM ITPOaHANIM3MPOBAHEL
MeTonoM PCOA B pexxuMe IIONYKONIMYeCTBEH-
HOTO aHanM3a. 3aTeM B PeXXMMe KOIIMIeCTBEH-
HOro a”amusa MeTtogoMm ICP-MS 6mumM ompe-
IOernleHbl WX KOHI[eHTpalMu. B uccregyeMblx
pobax KaTanu3aTOpPOB He BBIABIIEHO IIPUCYT-
CTBME «MELIAIUIMX» CIIeKTpodoToMeTpudec-
KOMY OIpefefleHMI0 TIaTMHBl IIpUMMeceH, 3a
UCKITIOUeHueM >Xenesda. OfHako, B [7] >kemneso
He 0603HAYEHO KaK «MELIAIOUIMI» 3ITEeMEHT
O74 CTIeKTPohOTOMETPHMYECKOTO OIIpeZieTIeHu A
IJIaTHHEBL B KaTanu3aTopax. B Tpex us tpuana-
T MCCTIefyeMBIX IPO6 KOHIIeHTpalus Xee3a
coctaBuna 0,8 %, 4,7 % u 14,7 % (mpo6ne1 N2 24, 25,
27 COOTBeTCTBEHHO). Heob6XOOMMO OTMETUTH,
YTO 3TO 6BUIM ITPOo6E], OTOBpPaHHBIE OT HAPTHH,
SBIAIOUIMXCS OTXOOaMM M IIBUIBLO.

[logroTOBNEHHR OnNsA CHIeKTpodoToMe-
TPUYECKUX U3MEPEeHUI OKpalleHHBIM pacTBOP
KaXXIOoW Tpo6hbl Oenunyu Ha OBe YacTW: OOHY
4acTh LeHTPUOYTHUpOBanM B TedeHMe 1 yaca
apu ckopocTy 5000 060pOTOB B MMHYTY, @ BTO-
PYIO — OCTaBIIANM OIS OTCTauMBaHusA. OnTude-
CKYy0 TIJIOTHOCTB KaXK[OM YacTM pPacTBOPOB
u3Mepsnu Yepes 1,5 — 2 daca Iocre UX [IpPUro-
TOBJIEHMSI B YCIIOBMSX ITOBTOPSEMOCTHU. B co-
OTBETCTBMM C [7] 9TOrO BpeMeHM HOCTATOYHO
anss  GopMMpOBaHUA YCTOMUMBOM OKPacKu
KOMIITIEKCA M KOaryNnAMK ocagka. Pe3ynbTaThl
BM3yallbHOTO KOHTPOJIS PacTBOPOB ITOKa3aily,
YTO YacTh PACTBOPOR OBUIM IIPO3PayHHEl I, CIle-
IOBaTeNlbHO, He TpeboBanyu l[eHTpUdyTrUpoBa-
HMS, 2 9acTh PACTBOPOB COAEPXKanM 0CafjoK M
TpeboBanu 06543aTeNbHOTO LIeHTPUOUTIypHBa-
HHUS Tepeq BRIIONHeHMEM (QOTOMETPUHUECKMX
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naMepenuii [7]. OTHOBPEMEHHO C IPO6aMM TH
e Mpoleldypel IIpoBenu ¢ MarepuarnoMm ['CO
10232-2013 . [Tony4eHHEIE PACTBOPHL 0CagKa He
cofep Karnim.

OfHako, Oy IPOBEPKM IIOJIOKEHUM Me-
TOOMUKM [7] OTHOCUTENIBHO HEO6SA3aTeNIBHOCTU
HeHTPUQYTMPOBAHUS PACTBOPOB IIEpef; CIeK-
TPOGOTOMETPUYECKMMM WM3MEPEHUSAMU OTIe-
pauusa neHTpubyrMpoBaHus 6bUla IIpoBedeHa
J71s1 BCEX PAacTBOPOB, HE3aBUCHMMO OT HaNnu4ius
B HMX OCajKa.

OLIeHTPH)DYIHPOBAHHBIE PACTBOPDI
BPacTeope rpymme 1 §e3 meRTpugyTEpORAET
W PACTBODBI TPV 2 0es HeHTPHAYTHPOBaHAA

.
>

M3 pucyHka 1 BMOHO, 4YTO pe3yJbTaThbl
CTIEKTPOGOTOMETPUYECKOTO olipefielleHUs
IJIaTMHL], IIONIYyYeHHBlEe [IpM aHanu3e pac-
TBOPOB 6€3 I[eHTPUOYTHMPOBAHUS, MMEIOT
TeHJEHIMIO0 K 3aBBILIEHMIO II0 CPaBHEHMIO C
pesynbTaTaMy, MONIY4YeHHBIMM IIPM aHanuse
PacTBOPOB C TIpeABapUTENTBHBIM IIeHTpHUpy-
TMpOBaHKMeM (717 OHOM M TOM e IIPo6kl). ITa
3aKOHOMEDPHOCTD [IPOCTIeXXMBAETCS OIS 06eUX
TPYILII PaCTBOPOB M, KaK BUHO U3 IMarpaMMBbl,
[7IsI pacTBOPOB 1 I'DYIINEL 3aBhHILIEHNE MOXET
nocturatb 10 %, Ond pacTBOPOB
2 rpynnel — 35 %, Ons Marepua-
na I'CO 3aBhillIeHME B CpefHEM
coctaensger 1,7 %. Ilonmy4eHHBle
[aHHBlE TIOATBEPXAAIOT Halle
TIPefIIONIOKEeHNE O TOM, SIBIEHME
OmasiecleHITMM B CIeKTPodoTo-
METPUUYECKUX M3MEPEHUAX, 06Y-
CIIOBIIEHHOE TMPHUCYTCTEMEM B
pacTBope TBephoW (asbl, BefeT
K IIOJIy4YeHMIO 3aBLILIEHHBIX pe-
3YNIbTATOB OIpefielleHUs MJaTH-
HEL B KaTalM3aTopax.

[TosToMy, Ons HONy4YeHUS JO-
CTOBEDHBIX pe3y/IbTaTOB CIeK-
TpoQOTOMETPUYECKOTO  OIpenie-
JIECHMHA IIJTIaTHUHEL B OTpaGOTaHHle
KaTanusaropax Ipollefiypa leH-
TPUQUTYPUPOBAHUI IOIDKHA
OBITh 06513aTENTBHON.
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PesymnbTaThl onpefeneHus IIaTUHBL CIIEK-
TPOGOTOMETPUYECKMM METOHOM Ha JUarpam-
Me (puc. 1) mpefiCTaBNeHbl B BUAe 2-X TPyHIL 1
rpymrma (cTorn6birsl N2 1-20) — pe3ynbTaThl aHau-
3a [IPO3payvHbIX PACTBOPOB,; 2 I'PyIIa (CTON6IIEL
N2 21-30) — pe3ynbTaThl aHAIM3a PACTBOPOB BU-
3yaJIbHO «MYTHBIX» TI0CTIe XMMMYeCKOM IIpo6o-
MIOATOTOBKM. Pe3ynbTaThl aHaIM3a PAacTBOPOB
['CO npencTasneHsbl cTonbijamu N2 31-33. [Mom-
Has BBICOTa CTOMNOIIOB OIpeferisgeTcs KOHIIeH-
TpalMen [JIaTUHB], PAaCCYUTaHHOM II0CTIe CIIeK-
TPOGhOTOMETPUYECKOr0 aHAJIM3a PACTBOPOB 6e3
HeHTPUQYTMPOBAHUS, HUXKHAS 4YacTh CTOJOG-
1I0B COOTBETCTBYET KOHI[eHTPalMM IINTaTUHE B
pacTBopax Iocrie HeHTpUbYyTMpoBaHus.

1 CraHaapTHbI obpasey, cocTaga oTpaboTaHHOro
anmMonnaTMHoeoro katanusatopa NCO 10232-2013,
aTTeCTOBaHHOE 3HAYEeHWE MACCOBOM A0/M MAATUHLI -
(0,355+0,006) %, aTTectoBaHHOE 3Ha4Y€HWE MACcCOBOW
nonu penus - (0,313+0,004) %.

Kpome Toro, B mMmertoguke (7]
TIpU OTIpefleTIeHU Y TINaTUHEL YIu-
TBIBAETCA TOJNLKO MELIallee
BIIUAHWE PEHUHA, IIYTEM [O06aB-
JIEHUSI ero B TI'pafyMpPOBOYHBIE
PacTBOpPHL, a BIMSHME 31TIeMeHTOB,
KOTOpBble BHOCAT B KadecTBe Mpo-
MOTOPOB/MOOU(PUKATOPOB  TIpU
IPOU3BOLACTBE KaTalM3aTOPORB, a TakXe IIPUB-
HeCeHHBbIe B IIpOllecce MPoM3BOACTBA IPUMECH
He yYuThIBalOTCA. O[HAKO, COryacHo (4, 6, 8],
OTIpeNleNIeHMI0 TINMaTUHEL C XJIOPMIOM OJIOBa
B CONSTHOKMCIIBIX PacTBOpax TakXe MelIawT
naryiagyui, MpUOWNA, POOUN, TalJIMM, XPOM, HU-
Kernb, KobarnbeT, MONMUOIEH M HEKOTOPBIE APYTHe
371eMeHTEL

TakuM 06pa3om, COTTIacHO TUTEpaTyPHBIM
MCTOYHMKaM, a TakXKe IIOTyYeHHBIM 9KCIIe-
PUMEHTaNnbHBIM JOaHHBIM, Ha pPe3ynbTaThbl
CTHEKTPODOTOMETPUUECKOTO ompefeneHns
TIIaTUHBL B 0OTPab0TaHHBIX KaTanM3aTopax Cuc-
TeMaTHUYEeCKOe «3aBbllIAlOllee» BIMAHME OKa-
3BIBAlOT. BO-TIEPBRIX, IPUCYTCTBUE B PacTBOPE,
IPUTOTOBIIEHHOM [N WM3MepeHWUM, TBepOoun
(asbl, BEI3BLIBAIOLIEN ABIIEHME OIAJIECI[EHITUH,
a, BO-BTOPBLX, HAlIMUMe [IepedYMCIIeHHbBIX BhILIe
npumMecet. [lo HalleMy MHeHMIO, OIS yCTpa-
HeHMUSI BIMAHUS ABNEeHMA OIlanecl[eHInH
nporieAypa LeHTPUOYTUMPOBaHWA PACTBODPOB,
TIPUTOTOBIIEHHEIX [ANA CHEKTPOQOTOMETpHUYE-



CKMX M3MEepeHUH, OTDKHA O6BITh 0653aTENIbHOM,
a Ond ydeTa BIUAHMUS BHILIEIIEDEYMUCIIEHHBIX
IpuMecel Heo6X0OUMO IPOBOOUTD IIpelBapu-
TENbHBIM aHANIM3 MaTepuasnoB Ipo6 C IIeblo
BBIAIBIIEHMS KOMIIOHEHTOB, KOTOpble IIOTEH-
IIMaNTbHO MOTYT IOBNUATH Ha IMONyYeHMe JIO-
CTOBEDHBIX Pe3yNbTaTOB aHanu3a. 3aTeM, IIo
MTOraM aHanuaa, TM60 UX OTHENATh, THMO0 yIu-
THIBaTh, MO0 NIEePeXOOUTh Ha APyTrUe MeTOHbl
aHanM3a KaTanu3aTopoB, KOTOphle He ABTIAIT-
Csl 3aBUCHMMBIMHU OT IIPUCYTCTBUS MELIaoUIUX
KOMIIOHEHTOB, TMO0 UX BIUSAHKE JIETKO yCTpa-
HUMO.

[lepeuncrieHHElE BhILIEe HETaTMBHBIE (ak-
TOpPBl HEe OKa3blBalOT BIMSAHMA MIM [OOCTa-
TOYHO JIETKO YCTPaHMMBI IIDM OIpeleneHUu
IJIaTMHBl B KaTanu3aTopax COBPEMEHHBIMU
MHCTPYMEHTAIbHBEIMU  MeToJaMM, TaKuMU
KaK aTOMHO-3MMCCHOHHAs CIIEKTPOMETPUS U
Macc-CIIeKTPOMETPMA C BO3OYKOeHUEeM B MH-
OYKTUMBHO-CBA3aHHON IIIIa3Me.

B nuTepaType onKMCaHbl COBpEMEHHEBIE Me-
TOABl aHANTUTUYECKOTO KOHTPOJNA KaTanu3aTo-
POB, KaK BKIIIOYAOUIME CTAOMI0 XMMMWUECKON
MIPOGOTIOATOTOBKY 71 aTOMHO-3MMCCUOHHOMN
CIIEKTPOMETPMM C MHOYKTHMBHO-CBS3aHHOMU
mnasmoi (ICP-AES) [2, 9] um mMacc-crekTpo-
MeTpUM MHOYKTMBHO-CBSI3aHHOM  IIJIa3MEL
(ICP-MS) [10], Tax u 6e3 XMMMUYECKOH MIpo6o-
MIOATOTOBKY. K HMM OTHOCUTCS PEHTTeHOMIyO-
peciieHTHREI MeTon aHanuaa (PCOA) [11] u me-
TOH aTOMHO-abCcOpOLIMOHHOM CIIEKTPOMETPHH C
9NeKTPOTEPMUYECKON aToMmuaariueit (GF AAS)
[12,13].

HecMmoTpss Ha O4YeBMAHBIE IIPEMMYILIECTBa
MeTofia PCOA, a MMEHHO, BO3MOXXHOCTD [IpOBe-
JeHUs aHanM3a 6e3 pasnoXXeHus Ipo6bl U BhI-
COKY0 TIDOM3BOOMTENIBHOCTD, OH HE IIONYYMII
LIMPOKOr0 IPMMEHEeHU 13-3a He0OXOMUMOCTH
TIPUTOTOBIIEHMSA afeKBaTHBIX 06paslioB CpaB-
HeHUS O79 TPafyUMPOBKU.

Croco6 aHanmM3a TBepABIX MHpob KaTanu-
saTopoB MeTogoM GF AAS mpegycuaTrpuBa-
eT u3MeJbYeHMe, IIPOCEMBAHME MaTepuana
rmpobel [anee, M3 IpOCesIHHOM HPO6Bl TOTOBAT
YCTOMYMBYO BOOHYIO 9MYNIbCHIO C HobaBrie-
Huem [TAB Triton X100. I[1pu Takou mpo6orof-
TOTOBKE OTCYTCTBYIOT [OIMTENIbHEIE CTafguM
MUHEepanM3aluy, CBA3aHHble C IpMMeHeHHeM
arpecCMBHBIX KWCIIOT, @ TaKXXe OTCYTCTBYIOT
MIOTeHI[MAaNbHble NYTM IIOTEPb JParolleHHBIX
MeTarJIOB, BO3HMKAWOU[Me IMIPU XUMWUIECKOH
nmpo6omnoAroToBke. OfHAaKo, Kak M B MeTofe
PC®A, B [aHHOM CIly4ae OCTaeTCH OTKPBITEIM
BOIIPOC, CBSI3aHHBIA C 0O6S3aTeNbHBIM IIpUMe-
HeHMeM MIAeHTUYHEBIX MaTepuany npot o6pas-
I1I0B CpaBHEHUS.

B mocnegHue 15 1eT B CBSA3M C LIMPOKUM
pacmpocTpaHeHMeM B aHalIMTUYeCKOM IIpak-
THUKe WHCTPYMEHTaIbHEIX MeTOAOB aHa-
K33 pPacTBODOB, CBA3aHHBIX C NPUMEHEHU-

eM B KauyeCcTBe MCTOYHMKA BO3OYX[eHMS
MHAYKTUBHO-CBA3aHHOM I[IJ1a3Mbl, Haub0JIb-
Llee pacIpoCTpaHeHMe OIS aHalUTUYecKoro
KOHTPOJISL KaTalu3aTOpPOB IIONTYYMIIM MeTOLbl
ICP-AES u ICP-MS. Briarogapsi BBICOKOM TeM-
rnepaType MHOYKTUBHO-CBSI3aHHOW II/Ia3MBbl,
IpUMeHsIeMOM B MeTofax IJisl BO36YXOeHMs
M MOHM3alMU KOMIIOHEHTOB pacTBOpa IIpo6kl,
HEe3HAYUTEe/IbHOE KONMYEeCTBO B3BelIeHHBIX
(TBEpABIX) YACTHI] TAKXKE MOHMU3UPYIOTCH U He
CO3[al0T YCIIOBUM LISl II0SIBJIEHMHA HeraTuB-
HEIX (aKTOpOB, CIIOCOGHBIX NIPUBECTU K HeOo-
CTOBEPHBIM pe3yrnbTaTam aHanusa. [[pumeHe-
HMe CTaHLapTHBIX 06pasLioB TpebyeTcs TONBbKO
I71s1 [IpoLlelypbl KOHTPOJIS KadecTBa pesyiib-
TATOB aHanu3a. [palyupoBKa aHAIUTUYECKO-
ro 060pyIoBaHMA MOXKET GBITh BHIIONHEHA I10
pacTBOpaM aHaJlMTOB, YTO OCOBGEHHO BaXXHO
npu QakTHU4YecKM IIOJITHOM OTCYTCTBMM CTaH-
IapTHBIX 06pa3LioB KaTalu3aToOpPoB afleKBaTHO-
o XMMMUYECKOI'0 COCTaBa.

OnucanHble B nuTepaTtype ICP-AES meto-
ouku (2, 7,9, 14] MO3BONSAIOT ONPENenATh Mia-
TUHY B OTpabOTaHHLIX KaTanMs3aTopax B OU-
arrasoHe oT 0,1 % (B HEKOTOPBEIX METOOAMKAX OT
0,05%) oo 0,8% (B HEKOTOPEIX METOOMKAaX MO
5,0 %). OTHOCUTENBHOE CTAHAapTHOE OTKJIOHE-
HMe cocTaBngeT (45 — 15) % OTHOCUTENBHEBIX
OpM coOepKaHMsAaX NnnaruHbl B npobe or 0,05
no 05%, u 1% OTHOCMTENBHBIA IIPU COAEpPXKa-
HMU INIaTUHEL cBhllle 0,5 %. g nepeeefeHus
HJIaTHHEL B PacTBOp [IPMMEHSIOT pasiinYyHble
CIIoCcO6Bl XMMMWYEeCKOM ITPOoBOIOATOTOBKM. Tpa-
OULMOHHO JJ1s IIOJIHOI'O PacTBOPeHMSI Ipob Ka-
Ta/IM3aTOPOB UCIIONIbL3YIOT CIIOCO6, OIIMCaHHbBLI
B [7]. B criy4yae HEITOITHOTO PACTBOPEHMS, 0CAZJOK
CIIJIaBIIAIOT C IIEPOKCUIOM HaTpUs UITK 6apus C
HOCIeAVIOLI MM BhllleTa4yMBaHMeM PacTBOPOM
COJNITHOM KUCIOTEL [1r1g ydeTa coneBoro GoHa
B rpayMpoOBOYHEIE DACTBODPEL BBOOAT PacTBOP
XJopuaa HaTpusl.

B wmeroguke [9] mpepmmoxkeHa crefyouias
cxema XMMMYeCKOM IpoBoroAroTOBKM: HaBec-
Ky KaTanusaTopa PacTBOPSAIOT B «L[apCKOM BOL-
Ke» [IpY HarpeBaHMU. PacTBOp QMUIILTPYIOT, He-
PacTBOPMMBIM OCTATOK 06pabaThlBaldT CMECHIO
(QTOPMCTOBONOPOOHOM, CEPHOM M a30THOM KMUC-
JIOT OIS yaaneHus KpeMHuus. OCcTaToK pacTBO-
PSIIOT B CMECU COTISTHOM M a30THOM KMUCIIOT.

Taxoxke MCIONB3YIOT METOOMKU, B KOTOPBIX
npokaneHHble ripu 500 °C B TedyeHne 16 4acos
HaBeCKM Npo6 KaTalus3aTopOoB I[IPOBApPMBAIOT
B CEpPHOM KMUCTIOTe C HOoCefyloliuM nobaere-
HUeM 7 %-HOTO pacTBOpa HATPUA CEPHOKUCIIO-
ro. 3aTeM 06pa30BaBLIMIMCA IIPY HAarPEBaHMH B
TedeHMe 12 YacoB CyNnbQMA IIaTUHBL OTQUIIBT-
POBLIBAIOT U PACTBOPSIOT B «1JapCKOM BOOKEY.

Bce BhlllenepedyuclIeHHBle CIIOCO6Bl pas-
JIOXKeHUd MaTepuarna IIpob KaTanmus3aTopoB OT-
NIMYaKTCA ONUTENBHOCTBIO, GONBLION TPYyOO-
eMKOCTBI0. YKa3aHHBIX HeJOCTaTKOB MOXXHO
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136exXxaTh, IPUMEHUB HoJlee XXeCcTKMe YCII0BUSA
pasnoxeHus po6 (IOBLILIEHHAS TEMIIEpaTypa
1 gaBneHue). Tak, B padoTe [14] ommucana MeTo-
JVKa MMKDOBOJIIHOBOTO Pa3JIOXKeHMSI CMEChIO
COJISTHOM M IIaBMKOBOWM KMCIIOT IIpM TeMIle-
parype 110 °C B cucteme HotBlock. [lanee, mo-
6aBIIAI0T a30THYX KUCIIOTY M [ajibHelillee
pacTBOpeHMe IIPOAOIIKAIOT IIPM TeMIIEpaType
110 °C. ABTOKJIaBHas CHUCTeMa MMeeT PAL IIpeu-
MYILIECTB 10 CPaBHEHMIO C XMMMWYECKOM IPo6o-
MIOATOTOBKOM B OTKPBITHIX cHMCTeMaX. [Ipoiecc
PasToXXeHUA TPO6 TTPOTEKAET 6oree 3hheKTUB-
HO, YTO COKpallaeT BpeMs IPOOOTIONTOTOBKY U
CHYDKaeT pacXol] peareHToB. [Ipu 3TOM BO3HM-
KaeT HeO6XOOMMOCTb yHaneHus (QTOpPUCTOBO-
JOPOOHOM KMCITOTHL, PA3pYLIAOIIEN KBAapIeBble
TOpeNKM CIEKTPOMETPOB IIpM HarlbHEeNLIeM
BBIIIOJIHEHMM M3MEPEeHUN.

B pabote [2] mpemnmoxxeHo IpOBOOUTHL pas-
TIOXKeHue  Ipo6  BBICOKOTEMIIEPATYPHBIM
CIUIaBJIEHMEM C TMPOCYIbOATOM Kanmus C
MTOCTIeIYIOLIMM DAacTBOPEHMEM IIJIaBa B CMe-
CHM XJIOPMCTOBOJOPOLHOM M @30THOM KMCIIOT.
[Tporiecc pasnoXeHus ¢ IupocynbdaTaMu Lie-
JIOYHBIX METAJIJIOB TIPOTEKaeT AHAaJIOTMYHO
PacTBOPEHMIO B CEPHOM KWCIIOTE, HO MCIIOJb-
30BaHMe ropasfo 6omee BLHICOKMX TeMIIepaTyp
(750-850) °C crmoco6CTByeT 6oriee BBICTPOMY
MIpOTeKaHMIO IIPollecca, YeM IIPY PacTBOPEHUN
B KycroTax. Takoi crioco6 pasjiioXeHus Kara-
JIM3aTOPOB TpebGyeT ydeTa coleBoro GoHa Ha
TTOCTIEIYIOLIUX CTANMAX BHITOTTHEHUSA U3Mepe-
HUI, CO30aBaeMOoro MMpoCybHaTOM Kaus.

Taxxxe B paboTax [2, 9] 6BUIO MCCIIEJOBAHO
BIIMSIHME COMYTCTBYIOILIMX 3TTEMEHTOB (>Kerte-
33, AIIOMWHKUA, MarHusl, [MPKOHWS, KagMUs,
1lepys, peHMs) Ha pe3ylbTaThl olpefeNeHns
[UIaTUHEL B KaTanusaropax MetogoM ICP-AES.
[ToxasaHo, YTO M3 BCEX IIepedyCIIeHHBIX 37Ie-
MEHTOB TOJIBKO JKeJle30 IIPM COAepXaHUU B
MaTepuarne Ipobwl boree 5% TpebyeT BBele-
HMS TIONpaBKM. sl yCTpaHeHMsI BIMAHUS
TIOMEX, CBSI3aHHBIX C Pa3NMYUAMMU B BA3KOCTHU
M TIOBEPXHOCTHOM HATS>XEHUM aHaNM3upye-
MBIX ¥ TDafyMPOBOYHBIX PACTBOPOB, MTOCTE[-
HMe TOTOBST C Jo6aBlleHMeM B HUX QOHOBOTO
pacTBOpa XJI0pMa allOMMHMSA, IPUTCOTOBIIEH-
HOTO IIyTeM pacTBOPEHMS MeTarIM4YecKoro
anioOMMHKS B XJIOPMCTOBOJOPOLHOM KMCIIOTE.
B psane MeTOOMK PeKOMeHJYeTCS NPOBOAUTH
TpafgyupoBKy IIpMbopa C MCIIONIb30BaHMEM
MeTofa A06aBOK MM MEeTOOa BHYTPEHHETO
cTaHAapTa.

B lleHTpanbHOM aHATUTUYECKON TabopaTo-
pum (LIAJT) AO «E3 OLIM» miist aHanmmsa oTpabo-
TaHHBIX KaTalM3aTOpPoB paspaboTaHa M IIpH-
MEHSIETCA METOIUKA OIIpeJIeNeHNs TTaTUHBL U
peHusa MetofomM ICP-MS [15]. [TpuMeHeHMe Me-
TOAa MacC-CIIEKTPOMETPHUM 06YCIIOBIIEHO TeM,
YTO MAacC-CIIEKTPOMETPUS C MHAYKTUMBHO-CBSI-
3aHHOM mmnasMmoi B LIAJI npuMeHsieTCS yKe

.
-

nouTH 20 nieT Ojs aHanusa pasiuyHbIX 06beK-
TOB, a TakXe TeM, MeTop ICP-MS aBnaetcsa of-
HMM M3 CaMBblX YHUBEPCabHbBIX COBPEMEHHBIX
METO[IOB aHanW3a MAaTEepMarioB CO CIIOXKHOM
MaTpUIlei B YCIIOBUSX OTCYTCTBMS O6DA3I[0OB
CPaBHEHMSI.

[Tpu pa3pabOoTKe M aTTECTALIMM METOOUKH [15]
He 6bUIO0 BBIABIEHO (aKTOPOB, OKA3bIBAOIIMX
HeTaTMBHOE BIIMAHME Ha Pe3yIIbTAT Olpeierne-
HMS MaCCOBOM [ONH IIITaTHHEBL MeTogoM ICP MS,
B TOM YMCIIe YCTAHOBJIEHO OTCYTCTBME BIIMS-
HME MaTPUYHOT0 adbekTa amoMuums. [Toces-
Hee CBA3aHO C BBICOKOM KPaTHOCTBIO pa3baene-
HUSA UCCITedyeMBIX pacTBOpoB (250 — 1000 pas).
B pesynbTaTe pasbaBieHMi pacTBOPOB yCTpa-
HAETCHA BIUSHME QU3UKO-XMMUYIECKNX HaKTO-
POB: BA3KOCTH M TTOBEPXHOCTHOTO HATSKEHMUS.
[TosToMy TpPafilyMpOBKY IIpM60pa MTPOBOAST TI0
aTTeCTOBAaHHBIM CMECAM, IPMIOTOBIEHHBIM
Ha consgHou kucnoTe (110) u comepXXauuM 1o
1,00; 5,00; 10,00; 20,00 1 50,0 MKr/oM® IMaTUMHEBL
M PEHMS COOTBETCTBEHHO M 110 50,0 MKr/mm®
CKaHAMUS B KAYeCTBe BHYTPEHHErO CTAaH/apTa,
6e3 [ONOTHUTENILHOIO BBEfeHUS B KadecTBe
OCHOBBI aITIOMUHUS.

KOHTpOJIb TOYHOCTH ITPOBOASAT C IIPUMEHE-
HMeM CTaH[apTHOro obpaslia cocTaBa O0Tpabo-
TAaHHOTO AIMIOMOITTTATMHOBOTO KATaIM3aTopa
I'CO 10232-2013.

AHanM3 TPOBOIAT U3 MpPeJIBapUTENTBHO W3-
MeJNbYeHHOro 40 KpynHocTu 200 MKM M [IpO-
KarneHHOro 1p# (850+10) °C B TeueHMe 1,5 4acoB
Marepuana Mpobbl. XUMWYECKYH ITpo6oron-
TOTOBKY TIPOBOASAT aHAJIOTMYHO CIIOCO6Y, OmMu-
caHHOMY B [7]. TlonydYeHHBIE OXIAXXOEHHBIE
PacTBOpPBl KONMMYECTBEHHO IEPEHOCHAT B MEp-
HBle KON6bl BMecTHMOCTBIO 100 cm®, moeomaT
pacTBOpOM CcOMsAHOM KucnoThl (110), Tuiarens-
HO TepeMEeLIMBAlOT M OTCTaMBalOT He MeHee
12-15 yacosB.

[Tpoby Ons u3MepeHMit pa3taBnsaoT B 500
pas consgHoM kuciorton (110), JobaBrnas B Ka-
YecTBe BHYTPeHHEro CTaHAapra pacTBOp
ckaHaus. OrnpefenedHne IUIAaTMHBL WM DPeHUS
B TIONyYEeHHBIX pPAcCTBOpax IIPOBOAAT Ha
MacC-CIIEKTPOMETPe C MHOYKTUMBHO-CBSI3aH-
HOM rtasmou Gupmbl PerkinElmer, mopens
ELAN DRC e (nmu60 momernu NexION 300Q, 350D).
PacyéT MaccoBOM [ONM OlpefenseMblX 37e-
MEHTOB B IIP0o6e ITPOBOAAT C YYETOM KO3h(hM-
IMeHTa pa3baBIIeHNs M MACChl HABECKM ITPOOH],
BKJIAJ] PEAKTUBOB YYMTHIBAIOT «XOJIIOCTOM TIPO-
607,

PesynbTaT aHanM3a IpefcTaBIseT Cco6oi
cpenHee apMbMeTHHeCKOe U3 TpeX Iapalieb-
HBIX OIIpefie/IeHMH, KX 0e M3 KOTOPBIX BBINOT-
HEeHO M3 OTAeIbHOM HaBEeCKH.

3HavyeHMS YCTaHOBIEHHEIX METPONIOrMYec-
KUX XapaKTepUCTuK MmeTomuku [15] s mose-
puTenbHOM BepossTHOCTM 0,95 INpuBegeHbl B
Taduie 1.



Tabauuya 1. Memponozuueckue xapakmepucmuku MemoouKu onpedeneHus Maccosoli 00aU NAGMUHBLI U peHUA 6 ompabomaxHbIX
anMONAAMUHOBbIX KaManusamopax u omxodax ux npouzseodcmea Memodom Macc-cheKmpomempuu ¢ UHOYKMUBHO-C8A3aHHoU

naasmoli [15] *, e npoueHmax

[lnanason uamepenmii
(mMaccosas pons)

Onpepensiemblit

INEMEHT

I paHuupl abconioTHoid
norpewHocth +A

lpepen sHyrpunabo-
PaTOpHOii NPEeLy3oH-
Hoctn R

Kputnueckuit ananason | Kpuruueckwuit puanason

0,1-1,0
0,1000 0,0029
[TnatuHa

0,500 0,014
1,000 0,025
0,1-1,0

0,100 0,005

Penuit

0,500 0,014
1,000 0,030

0,0025 0,0030 0,0039
0,015 0,019 0,019
0,023 0,028 0,031
0,003 0,004 0,006
0,013 0,016 0,021
0,025 0,031 0,039

"3HaYeHUA & NPOMENCYMOUHBIX MOYKAX HAX00AMCA MeMOJOM AuHelHOU UHMePNoAAUULL.

Paspa6oTadHas wMeTomuka [15] saBmseTcs
VHUBEPCAITEHOM ¥ TO3BONAET aHAIM3MPOBATh
pasnuYHLIE MapKM KaTalM3aTOPOB, MX CMECH U
OTXO[Bl, 06pPasyIoUIMecs B IIPOIIECCE pereHepa-
ITMM KaTaTM3aTOPOB. MaTpMYHBIE KOMIIOHEHTEL
M COIYTCTBYIOLIME 3JIEMEHTE], BHOCMMEIE KaK
[IpM TIPOM3BOACTBE, TAK M IIPM SKCIyaTalluu
KaTaIM3aTOPOB, HE OKA3BIBAIOT CYLIECTBEHHOTO
BNIMAHUA Ha PE3YIILTAT ONpeJerleHMUs IIIaTUHEL

B Tabnuile 2 TIIpefCTaBlIeHO CpaBHEHME
MEeTPONIOTUYEeCKUX XapaKTePUCTUK MeETOMOB,
KOTOPHBIE TIOJTYYMIIM HAMOONbIIee paciIpocTpa-

HeHMe B aHAIMTUYeCKOM IpakTuKe B Poccuu
TIpM aHATUTUHUECKOM KOHTPOJIE OTPaboTaHHbIX
KaTanusaTopoB.

Kak cnegyeT u3 Tabnuilpl 2, 3HA4YEeHUS Me-
TPOJIOTUYECKMUX XapaKTEPUCTHUK METOAMK CO-
IIOCTABMMHB], & 9TO 3HAYMT, YTO Ha IIpaKTUKe
BO3MOXHO IIpMMeHeHMe mo60M M3 pacCcMo-
TPeHHBIX MeToOAMK. OfHaKo, O7A IOJIy4eHUs
LOCTOBEPHBIX Pe3yNbTATOB HEOGXOAMMO TTIOHU-
MaThb ¥ YYUTHIBATh OrPaHMYeHMS MEeTOOB.

Ha pucyHke 2 NpefcTaBiieHbl CPaBHUTEb-
Hble pe3ynbTaThl aHanu3a 30 MapTuil KaTanu-

Tabnuua 2. CpasHeHue HEKOMOPbLIX MEMPOA0ZUYECKUX XAPAKMepUCmuK Memodo8 aHaAUuMmMuUYecKozo KOHMpoa ompabomaHHbixX
Kamanusamopos Hehmexumuyeckoli NPOMBILLEHHOCMU, 6 NpouUeHmax

Maccogas Kpuruaeckuii guanason, CR (3]
fons Hocu, Rn
0,1000 0,0029 0,0051 0,0059 0,0025 0,006 0,005 0,0039 0,0043 0,0076
0,500 0,014 0,018 0,013 0,015 0,018 0,012 0,019 0,013 0,014
0,700 0,018 0,024 0,016 0,018 0,024 0,016 0,024 0,017 0,018
1,000 0,025 0,033 - 0,023 0,033 - 0,030 0,024 -

1 JCP-MS- uz Ceudemenscmaa N2 157 06 ammecmauuu MKXA N2 010-T/1-2009 «OnpedeneHue Maccosbix donell nAamuHs! U peHus &
0MpabomaxHbIX aNMONAAMUHOBLIX Kamanusamopax u omxodax ux npou3sodcmaa Memodom Macc- CNeKMpoMempLu ¢ UHOYKMUBHO-CA3aHHOL

nnasmodis

2 |CP-AES - uz MNpunoxcerus k Ceudemenscmay N 88-16374-099-01.00074-2014 06 ammecmaviuu MemoduKL U3MepPeHUL codepicaHul
NAGMUHBI U PEHUS 8 0OMPabomaxHelx aNoMONAAMUHOBLIX KAMAAU3aMopax u omxodax ux npou3eodcmea MemodoM amoMHO-3MUCCUOHHOU

CNEKMPOMEMPUL € UHBYKMUBHO-CBA3AHHOU naasmoti

3 COM - uz Ceudemenscmaa o ammecmavuu MBIK N2 15-02-08, peznamermupoeaHa ¢ CTO 04610600-015-2008
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a TakKe 06s13aTeNbHOE oIpeierne-
HMEe MaCCOBOM JONMM PeHMS Osd
KOPPEKTHOr'0 y4Y&Ta ero BIUAHUSA

iR

[IpU  OIpefeleHMM MacCcoBOM
Oony mnaTuHbBL Kpome Toro, And
WMCKIIHOYEeEHMA BIMAHMA IIPMCYT-
CTBUSA TBepgoit Gaswl B pacTBope
Ha pesyrnbTaT OIpeAesIeHNud Iija-
THMHBE], HEO6XOIMMO 0683aTeNbHOe
UX IEHTPUQYTUpPOBaHME TIepef
M3MepeHueM OITHUYeCcKON IJIOT-
HOCTH.

K mnpemmyniectBaM MeTona
COM MOXHO OTHECTHM:. HEBBICO-

Ky CTOMMOCTB TIPMMEHSEMOTO
aHaIUMTUYUECKOTO O60pYNOBaHMS,

4 MWMHMMAINbHYXO CTEIIEHb BJIMHA-

Hamep npotst

o1 2 3 4 5 6 7 & 9 10 11 12 13 14 15 16 17 18 19 20 1 22 13 24 25 26 T 2B 19 30

HMS KBanuduKaluK oIlepaTopa
Ha TPOIecC M3MEPEHMS, COHep-
JKaHMe MIIJIIaTHMHEL B KaTanmM3aTo-
pax OINTUMMAalIbHO COOTBETCTBYET

PucyHok 2. CpaeHumeneHble pesynbmamel onpedeneHus maccoeoli donu naamuHel e npobax
ompabomaxHeIx kKamanusamopoe memodamu COM u ICP-MS
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3aTOPOB, IIONTyYEeHHBlE METONaMM CIIEKTPOdO-
TomeTpuu [7] u ICP MS [15].

M3 mpefcTaBneHHOW OUarpaMmbl BWJIHO,
YTO C TOYKM 3PEHMA METPONIOTMYECKUX KpH-
TEepUEB, DAa3NIU4KUsA B YCTAHOBIIEHMM KOHIIEH-
TPalMK IIIATUHE MOXHO OTHECTM K HE3HAYM-
MBIM 17151 BCEX TPo6 3a MCKITIoUeHMeM NeN? 24,
25 u 27. ITapTuM KaTanmu3aToOpOB, OT KOTOPBIX
6BUTM OTOOpaHBl JaHHEIE MPO6GE], OTHECEHEBl K
TaK HasbIBAEMBIM “OTX0maM” U "TILIIAM”, COmep-
>KaHMe >Kere3a B Hux cocTaBnsaeT 08 %, 4,7 % u
14,5 % coOTBeTCTBEHHO. [{115 3TUX IP0O6 pesymb-
TaThbl CIEKTPOPOTOMETPUYECKOrQ OIpefere-
HMS TITaTMHBl Bhllle, YeM pe3yNnbTaThl Macc-
CIIEKTPAaIbHOIO METOa aHanu3a. CBA3aHO 3TO
C HalnM4YMeM B 3TUX MIpobax XKemnesa. [IpMMeHe-
HHUE CIIEKTPOQOTOMETPUUECKOTO METOHa s
aHanM3a JaHHBIX [Ipo6 HEKOPPEeKTHO U BefeT
K TIONYy4YeHMIO HeOOCTOBEPHBIX pe3yNnbTaToB
aHanmuaa.

BriEOAgBL

1 CrekTpohOoTOMETPUYECKUH MeToq
ompefesleHUs TIJIaTMHEL B OTPaboTaHHBIX
amOMOITIATMHOBEIX KaTanusaropax B [7] pe-
KOMEHJIOBaH [is [aclopTH3alMyu [apTuid
KaTaJlM3aTOPOB, a TaKXe [ ap6MTPakKHbIX
aHanM3oB. OfHAKO OTHECTM ITOT MeTOoh K
YHMBEPCANbHOMY M HaAeXXHOMY NOCTATOYHO
CTIOXKHO, T.K. IIOAXOOWUT [OJIA aHanu3a He BCeX
TUIIOB KaTanu3aTopoB. OH uMeeT pAL OTpaHu-
YeHMN 110 COAeP>KaHUI0 COIYTCTBYIOLIMK IIPK-
MECe — B YaCTHOCTM YITIEPOHa, KDeMHMS, pe-
HMS, OJI0Ba, KaAMMs, MONTMOIeHa, XKernesa. [nsa
JOCTOBEPHOM OIIeHKM BO3MOXHOCTM MCIIONb-
30BaHuA MeToga COM TpebyeTcs IpoBefeHUe
[IpeABapMUTEIIbHOTO aHanu3a, HarpuMep, PCOA,

OVala3oHy MeTofa.
2. Tlo cpaBHeHuMwo co COM
Meron ICP-MS mmeeT psapn mpe-
uMyLiecTB. MeTof yHMBepcajieH, IMO3BOJSAET
aHanM3uMpoOBaTh Pa3NMyYHbe MapKM KaTanmsa-
TOPOB, MX CMeECeil ¥ OTXOLOB. 3a CYeT [OIOoJ-
HUTENbHOTO pa3baBiieHUs HOpo6 MaTpUIHOe
BIIMAHME OCHOBBlI HE 3Ha4YMMO, OTCYTCTEBY-
€T EBIMAHME CONYTCTEYHOIIMX 3INeMEHTOEB-
OpuMecell M B3BelleHHBIX YacTul. Taxxe
COKpallaeTCcs BpeMs XMMMUYeCKOM IIpo60IIoL-
TOTOBKM M pacXoll XMMHWHYEeCKMX pPeaKTHMBOE.
OpHako pas6aBiieHMe PAaCTBOPOB OIS U3Mepe-
Hu# (250 1000 xpaTHOe pa3baBrieHNMe) BHOCUT
OOIIOJTHUTEJIbHYIO ITOTPELIHOCTDh B pe3ynbTaT
a”Hanmmsa.

K HefjocTaTKaM MeTONa OTHOCMTCSI BBICO-
Kasdg CTOMMOCTBH aHalIUMTUYeCKOro o6opydoBa-
HUS, BHICOKME TPebGOBAaHUSA K KBalmUOUKALIMK
repcoHarna, 06s13aTeIbHblI KOHTPOJIb CTabuIIb-
HOCTHM ITapaMeTPOB CIIEKTPOMETPa B IIpoliecce
M3IMEPEeHUN.

3. Metog ICP-AES TakXe yHMBepcalieH,
OIHaKO 60Jee IO BEP)KEH CIIEKTPaIbHBIM BITH-
AHMAM, 4YTO HakKIa[blBaeT OOINONMHUTENbHEIE
TpeboBaHUS K TPajlyMpPOBKe aHaTUTUYECKOTO
ofopynoBaHus (MeTof Ho6aBOK, BBEOEHME OC-
HOBEL). 3TOT MeTon TpebGyeT BEICOKOW KBalu-
¢ukanuu TepcoHana. TakXke TIPUCYTCTBYET
LOOIMONIHUTENbHAsA CTagusa pasbaBrneHUs pac-
TBOPOB (2—10 KpaTHOe pasbaBieHue).

4. MeTponoruyeckue XapaKTepMCTUKK
MEeTOIOB aHaIUTUUYECKOr0 KOHTPONIS KaTa-
NMM3aTOPOB COMOCTaBMMEl (Tabmuia 2). Of-
HaKO [JOCTOBEPHLIM Pe3ynbTaT MOXEeT ORThb
TIOJTy4eH TOJIBKO IIPM YCIIOBMYM KOPPEKTHOTO
Bol6Opa MeToa aHanu3a, yYUTBEIBAOLIET0
OCOBGEHHOCTHM COCTaBa KOHKDETHOM MapTHHU
KaTann3aTopa M OrPaHMYeHUsI MeTO[IOB aHa-
nu3aa.
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