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Paspaborana meronuka onpenenenus Al,O;, Si0,, CaO, Fe,0; B KpeMHE3eMHBIX OTHEYIOpaxX METOOM
ATOMHO-3MHUCCHOHHOM CIIEKTPOMETPUH C WHIYKTUBHO-CBA3aHHOH ruiazmor (ADC-MCII) ¢ MukpoBoi-
HOBO¥H IPOOOTIOrOTOBKO# B aBTOKIaBe. [IpeyiosKeHbl COCTaB KUCJIOTHON CMECH U PEXKHM CTYIIeHYaTo-
TO MUKPOBOJIHOBOTO HarpeBa, 0OeCIIEUMBAIONINE TTOTHOTY PACTBOPEHHS MPOOBI U UCKITIOYAIONIHE Pa3-
TepPMETH3ALIIO aBTOKJIABA, IPUBO/IIYIO K IOTEPE aHAJIUTOB B BUJIE JICTYYHX COEIUHEHNUI. B KauecTse
BHYTPECHHETO CTaH/apTa NpeyIoKeHO ucronb3oBarh Cd. [pagyrpoBounbie rpadvku A1 ONpeIeTICHUS
HOPMHUPYEMBIX MaKpO- 1 MUKPOIJIEMEHTOB B Tiepecdere Ha okcuabl MetogoM ADC-HMCII nomydens: me-
TOJIOM TpeX 3TaJIOHOB. [IpaBUIIbHOCTH pa3paboTaHHON METOIMKH ITOATBEPsKIeHA IyTeM aHanmu3a ['CO u
CONIOCTaBIICHUEM ¢ pe3ynbraramu onpezeneHus Al,Os, Si0,, CaO, Fe,05 B coorBerctBuu ¢ 'OCT. Paz-
paboTaHHasi METOIMKA 103BOJISET B 11 pa3 coKpaTuTh OOIILYI0 MPOIOIKUTEILHOCTh aHAIM3a U B 8 pa3
CHU3UTH PacXoJ] KOHIIEHTPUPOBAHHBIX KHCIIOT.

KiioueBble ¢10Ba: KPEeMHE3EMHUCThIC (JIMHACOBBIC) OTHEYIIOPBI; MUKPOBOJIHOBAS IPOOOIOATOTOBKA,

ATOMHO-ODMHUCCHOHHAA CIICKTPOMETPHUS C I/IHZ[yKTI/IBHO-CBSBaHH()ﬁ IJIa3MOM.

Kpemuesemuctsie (IMHACOBBIC) OTHEYNIOPH! IPHUMEHSIOT
B MCTAUTyPIHYECKOW TPOMBIIIICHHOCTH MAJIsl TOPKpe-
TUPOBaHUSI U (YTEPOBKH BBICOKOTEMITEPATYPHBIX DIICK-
TPOIUIABUIIBHBIX IIEUeii, TEIIIOU30JIALIUY 3epKajla MeTajljia
B UyT'YHOBO3HBIX, CTAJIEPA3IMBOYHBIX U IPOMEKYTOUHBIX
KOBILIAX IpH HENPEpbIBHON pa3iMBKe CTajH, YTerle-
HISI TOJIOBHOM YacTH CIUTKOB M MPHOBIIHHBIX HAICTABOK.
Takue sKCIUTyaTallMOHHbIE CBOMCTBA 3alUTHBIX JAHHA-
COBBIX IOKPBITHH, KaK OTHEYHNOPHOCTb, YCTOHYHMBOCTb
K pa3pyLIeHUIO KHUCIBIMM MUIaKaMH U MeXaHU4ecKas
CTOMKOCTh B 3HAYHUTEIBHOH CTENCHH OOYCIIOBICHBI IPH-
cyrcreueM B HuX CaO, AlLO;, SiO,, Fe,0; [1], comep-
JKaHHE KOTOPBIX B JMHAcCaX OINPENEICHO TEXHUYECKUMH
YCIIOBUSIMH U CTPOTO KOHTPOJIUPYETCH.

B Hacrosimee Bpems Ui aHajdu3a KPEMHE3EMHCTBIX
OTHEYIIOPOB HOPMATHUBHBIMU JIOKYMEHTaMH PEKOMEHI0-
BaHbl MPOJOJDKUTENLHBIE H TPYAOEMKHE TUTPUMETpHUYe-
CKHE, CIEKTPO(POTOMETPUUECKUE, TIPaBUMETPUUECKUE,
aTOMHO-a0COpPOLIMOHHBIE MeTO/IbI. JIoCTOMHYIO anbTepHa-
TUBY TakuM MeTonam npeacrasiser ADC-HCII, nonoxu-
TEJILHO 3apEKOMEHI0BABIIASI CeOs IPH ONPEICTICHNN MaK-
pO- ¥ MHKPOKOMIIOHEHTOB B YEpHBIX [2 —4] M LBETHBIX
[5 — 8] meTannax u clulaBax, a TakXkKe IPYI'HX IPOMBILI-
neHHbIXx Marepuanax [9 — 15]. HecomHennsie nocTowH-
ctBa meroga ADC-HCII (mpocTpaHCTBEHHO-BPEMEHHAS
crabuipHOCTh VICII, BBICOKash BOCIIPOM3BOJUMOCTh aHa-
JUTUYECKUX CUTHAJIOB, IPOCTOTA IPaylpOBaHUs 110 pac-

! Jluneuxuii rocyapcTBEHHBINH TEXHUYECKUH yHUBEPCHUTET, T. JIu-
nienik, Poccust; e-mail: alyenkal3@yandex.ru
2 TIAO «HJIMK», r. Jlunetik, Poccus.

TBOpPaM, COCTaB KOTOPBIX MOXHO KOPpPEKTHpPOBATh B 3a-
BHCUMOCTH OT 33Jia4, U T.J.) CIOCOOCTBOBANN pa3paboTKe
M aTTeCTallid HOBBIX OJKCIPECCHBIX METONWK aHaIn3a
OTHEYTOPOB U OTHEYTIOPHOTO CHIPBS [15].

AHau3y TreTeporeHHbIX MPo0 KPEeMHE3EMUCTHIX Or-
Heynopos Meropom ADC-HCII npepmecTByeT craaus
pactBopeHus. B HacTosiiee BpeMs OTCYTCTBYET YHH-
(PUIMPOBaHHBIA TMOIXON K Pa3JIOKEHHIO KPEMHE3EMOB,
MO3BOJISTIOIINE  KOJIMYCCTBEHHO MEPEBOAUTH B PACTBOP
KaK MHKPO-, TaK ¥ MaKPOKOMITOHEHTHI. J[J1s pa3nokeHus
KPEMHE3eMOB B COOTBETCTBHU ¢ MeToaukamu mno ['OCT
PEKOMEHIOBAHO CIUIABJICHUE MPOO ¢ KapOOHATOM HATPWS,
MUPOCYNTb(HATOM Kallusl MM CMEChI0 KapOOHaTa HaTpus,
KapOoHaTa Kajus ¥ TeTpadopara HaTPHsI B paBHBIX JOJISX.
ITocnenyromee pacTBopeHne cijlaBa B pa30aBICHHON
COJISTHOM KHCIJIOTE MPHUBOAUT K 00pa30BaHUIO aMOP(HOTO
ocanka nSiO, - mH,0, YTO HCKIIOUAET BO3MOXXHOCTb
orpenesieHus dNeMeHTa-0cHOBBI Si Metonom ADC-UCII,
a TIOBBIIICHHOE COJCp)KAaHHE B PACTBOPE HOHOB KaJIHs
1 Hatpus (10 25 Mr/MiI) YMEHBIIAET COOTHONIEHHUE CHT-
HaJI/IIlyM, OKa3bIBaeT HOHU3AIMOHHOE BO3ICHCTBHE HA
SMHCCHIO OMPEACTIEMBIX JIEMEHTOB, HCKAKAIOIEee aHa-
JUTUYECKUH CUTHAII, U YBEIMYUBACT CyMMapHYIO HEOIpe-
JICTICHHOCTh PE3yJIbTaTOB aHAIN3A.

Jis uHTeHCH(UKAMK TIpoliecca pas3ioKeHUs JHA-
COBBIX OTHEYIIOPOB ILIEIEeCO00pa3HO MPOBOANUTH €r0 B aB-
TOKJIaBE TPU BO3ACHCTBHU MHUKPOBOJHOBOro mons [11,
15— 18]. B wactHoctu, B pabote [17] mia pas3ioxeHus
MPUPOAHBIX CHUJIMKATOB PEKOMEHIIOBaHA ONHOCTaIUIHAS
o6pabotka mpo6s! cmecsio HCL, HF u H;BO; B ycnmoBusix
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MHUKPOBOJIHOBOTO HarpeBa B 3aKpbITOM aBTokJaBe. OOpa-
3yromasics HemocpeacTBenHo B peakrope HBF, addexk-
THUBHO PacTBOPSICT COCNMHCHUS KPEMHUS, IPEAOTBpamias
obpazoBanue nerydero SiF, n HepacTBOpUMBIX (QTOpHI-
HBIX KOMITJIEKCOB KaJIbLIUsl, MarHUs, allfoMUHMs. [1ockomb-
Ky B KPEMHE3EMHCTBIX OTHEYIIOpaX IMPHCYTCTBYET 3HAUH-
TenbHOE KommuecTBo Si0, (o 97 % macc.), IUTst TIOJTHOTO
NepeBeICHUsI TPOOBI B pACTBOP HEOOXOJMMO HM3MEHEHHE
COOTHOLIIEHUS KHCIIOT B CMECH M TeMIlepaTypHO-BpEeMEH-
HBIX TApaMETPOB PACTBOPCHUSI.

Lenpb paboTer — pa3padoTka METOITUKH MUKPOBOJIHO-
BOW TIPOOOITOATOTOBKH M ONPENIEIEHHSI OKCHIOB ATIOMH-
HUSl, KPEeMHUs, Kanbims, sxenesa (I111) B kpeMHe3eMHUCThIX
orneynopax meronom ADC-UCII.

B kxauecTBe 00BEKTOB MCCIIECAOBAHUS BEIOPAHBI OTHE-
ynopHble 3achbinku Mapok Siltis NS, Innsulekx, Forvard
SS-G ¢ HOpMHpYEMBIM COJIEpP)KaHUEM OKCHJIOB aTIOMU-
HUSl, KpeMHHUsA, Kanbius, skene3a (I1I) (tadmn. 1). J{nst xoH-
TPOJISI MPABUIIBHOCTH Pa3padOTaHHONH METOAMKH IpHMe-
HSUTH TOCYIApCTBEHHBIH cTaHmapTHBIH obOpasen (I'CO
170-85I1) munacoBoro oraeymnopa Mapku JJ[(K1B).

B pabote mcmonb30Bamy a30THYIO, TUIABHKOBYIO, CO-
nsiHyto, GochopHyro (x4) U O0pHYIO (0CY) KHUCIOTHI 03
MIpeIBApUTEIILHON OUMCTKH.

PaznoxeHne KpeMHE3eMOB OCYIIECTBISIIIA B MHUKPO-
BONTHOBOH cucteme «SpeedWave four» (Berghoff, I'epma-
Hus) MoinHOCThIO 1500 BT, ocHamenHo#t ¢roporuiacto-
BeiMH cocymamu DAK-100/4 Bmectumocteio 100 cm?,
CIOCOOHBIMH BBIZICpXKHUBaTh naBieHue no 100 arm. Ha-
BecKy oOpasna maccoil 0,1 r pacTBOpSiIM B YCIOBHUSIX
MHUKpOBOJIHOBOro HarpeBa B 11 mu cmecu kucnor HF,
HCI, HNO;, H;PO,, B3saThIX B cooTHomeHuun 6:3:1:1, ¢
nobasnenueM 2 r H;BO;.

DKCTepUMEHTAJIFHO YCTAHOBJICHO, YTO JTMHEHHBIN Xa-
paKTep 3aBHCUMOCTH OTHOCHUTEIbHOW HMHTEHCHBHOCTH
CHEKTPaJbHON JIMHUK OT KOHLIEHTPALUU BCEX HOPMHpYe-
MbIx kKomnoHeHToB nipu ADC-UCII ananuze gocruraercs
npu pazbdasienun 1:10 000.

ATOMHO-OMHUCCHOHHBIN aHAJIM3 OTHEYIIOPOB IIPOBO-
JIWJIA C HWCIOJB30BAHUEM CIIEKTPOMETPa C WHIAYKTHB-
Ho-cBsi3aHHOM 1uiazmonr ICAP 6500 Duo (Thermo
Scientific, CHIA). [Ipu BeIOOpe pabounx JUTHH BOJIH (HM)
muHAKA ompenensieMbix anemenTtoB (Al I 396,152; Si I
251,611; Ca II 317,933; Fe 11 259,940) u BHyTpeHHETO
crangapra (Cd 11 226,502; Cd 1 228,802) pykoBoncTBOBa-
JHCh XapaKTepoM BO3OYKACHUS CIIEKTPaJIbHBIX JIHHHUH
(aroMHbIe/HOHHBIE), 3HAYCHHEM MHTEHCUBHOCTH U OTCYT-

Taoamna 1. XuMmudeckuii cocTaB 00bEKTOB UCCICIOBAHUS

CTBHEM 3HAYUMBIX CIIEKTPAJIBbHBIX HaJIOKEHUH, KOTOpHIC
BBISBJISUTH ITyTE€M aHAJINM3a BOJAHBIX PACTBOPOB, COAEpKa-
IIUX MUHIMAJIbHYIO KOHLIEHTPALUIO ONPEICISIEMOTO Ie-
MEHTa U MaKCUMAJIbHYK) — MAaTPUYHBIX W COIYTCTBY-
IOIINX HJICMEHTOB.

CocTaB KUCIIOTHOI CMECH U PEXHUM MUKPOBOJIHOBOTO
pazNoKEeHUs] ONTUMHU3UPOBaIN ¢ ucnois3oBanueM ['CO
170-85I1 K1B, Gnu3koro Mo COCTaBy K aHaJIM3HPYEMbIM
npobam. MuHeEpagbHbIE KUCIOTHI Ul PA3IOKEHHs Mpod
B aBTOKJIaBE BBIOMPAJTH C YYETOM XMMHUYECKOH MPUPOJIBI
MaTpHIBl 00pasla U MPUCYTCTBUS TPYTHOPACTBOPUMBIX
KOMITOHEHTOB. [lOCKONBKY B COCTaB KPEMHE3EMHCTBIX
OTHEYTIOPOB BXOMUT YCTOWYHMBHIM K HEHCTBHIO KHCIOT
Al,O3, B KHCJIOTHYIO CMECH JIJISl PACTBOPCHHS BKITIOYATH
HF, HCI, HNO;,, H;PO, u H;BO;. Cxemaruuno pactsope-
e Al,O; MOXXHO TPEACTaBHTH B BHJC IOCIICIOBATEIIb-
HBIX peakiuii [19, 20]:

ALO; + 6H;PO, = 2A1(H,PO,);, + 3H,0 (180 °C);
Al(H,PO,); + 3HNO; = AI(NO;); + 3H;5PO,;
AB* + 6F~ = [AIFg]*;
2H,[AIF4] + 6HCI + 3H;BO; = 2AICl; + 3H[BF,] + 9H,0.

B 1o ke Bpems u3-3a BBICOKOI'O COIEpXaHHUA OKCH-
Ja kpemuus (6onee 85 % macc.) yBesmuusainu o0bem HF
no ortHomeHuto K npyrum kucimoramM (HF:HCL:HNO;:
H;PO, — 6:3:1:1). O6beM (HTOPOBOAOPOIHON KHUCIOTHI
B cMecH BapbupoBaiu oT 0,43 10 8 MJI BKIIIOYHUTENBHO.
MunumanesHbiii 00beM HF, HeoOXoauMBbIi /i1t pacTBOpe-
HUSl KPEMHE3€MOB, PacCYMTaH 0 YPaBHEHHUIO PEaKIHH
B3aumojeiicTBust kuciaotel u SiO, (97 % macc.). Dkcrie-
pUMEHTanbHO ycraHoBieHO, uro 6 mui HF nocrarouno
JUIS TIOJTHOTO TIEPEBEJICHHsI B PACTBOP SJIEMEHTa-OCHOBBI
BCEX paccMaTpuBaeMbIX NpoO KpeMHE3eMOB NpPH Macce
Hasecku 0,1 1.

ITockonbky mpucyrcteue HCl 1 HNO; (3:1) cioco6-
CTBYET BO3HHKHOBEHHMIO HM30BITOYHOTO JIaBJICHHS HAChI-
[ICHHOTO Tapa B aBTOKJIABE, JUIS MPEJOTBPAICHHS MOTe-
P OIpeJeNsieMbIX KOMIIOHEHTOB BCJICACTBUE pa3repMe-
THU3AIUU COCYJIOB, & TAaKKe ISl CHIDKEHHSI BEPOSTHOCTH
00pa3zoBaHus 0caaKa HEPACTBOPUMBIX (PTOPHIOB B MPoOy
B CYXOM BHJI€ BBOJMJIM OOPHYIO KHUCIIOTY.

OKCIIEpUMEHTAIIbHO yCTAHOBJIEHO, YTO JJS IOJ-
HOTO TEpeBelleHUs] B PacTBOP KPEMHE3EMHCTBIX OrHe-
YHOPOB HEOOXOAUM MATUCTYIICHYATHIN HATPEB C BHIIEPK-
KO IIpU OIpEeICHHOM TeMIIEpaType Ha KaX 10 CTyIIEHU

Coneprxanue, % macc.

Mapka HopmaruBHbIii TOKyMEeHT 50, Cab Fe,0,
Siltis NS TY 1523-001-97976618 85-95 — <5
Innsulekx TY 1522-001-99958856 0,1-3,5 80-95 0,1-1,7 0,2-2,2
Forvard SS-G TY 1523-019-77889395 85— 95% — <3

* CopeprkaHHe KOMIIOHEHTa HOPMHUPYETCS Ha CyX0€ BEILIECTBO.
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Ta6auua 2. YcnoBust pa3nokeHus Ipod KPeMHE3eMOB MPH MOII-

Tabauua 4. Pesynprarel ananuza ['CO 170-85I1 K18 npu onpene-

HOCTH MUKpOBOJIHOBOTO 1osst 1120 Bt nennn Al,O;, Si0,, CaO, Fe,0; (n=11; P=0,95; .5, = 2,23)
HpOZ[OJ'I)KI/ITeJ'IBHOCTI), MUH COI[ep)KaHI/Ie, % Macc.
1 - Temmneparypa, Kommonenr - — Sy Loken
ar Harpesa BBIIEPKKH IPH 33JaHHON oC aTTeCTOBAaHHOEC  HAMIeHHOE X = A
Temueparype Al,O4 0,55 0,548 = 0,004 0,01 1,21
1 4 3 50 Sio, 96,1 96,4 + 0,6 0,01 1,03
2 5 3 100 Ca0 1,35 1,35+0,01 0,01 0,98
3 15 3 150 Fe,0, 1,36 1,34 £ 0,03 0,03 1,65
4 15 5 200
5 15 15 250

(tabin. 2). BeicTpblii HarpeB mpoObl B uHTEpBajie (25—
250) °C criocoOcTBYeT pe3KoMy BO3PACTAHHIO JIABIICHUS B
aBTOKJIaBe, MO3TOMY BO M30eKaHUe pa3repMeTH3allH CO-
CY/IOB HArpeB OCYILECTBISIIN CO CKOPOCThIO 6,25 °C/Mun
110 niepBoii u 3,3 °C/MuH 10 TpeThei, YeTBEPTOii 1 HATOM
crynenei. Ilpu HarpeBanuum B uHTepBaie 50— 100 °C
CKOPOCTh HAarpeBa MOXKET ObITh yBenudena 10 10 °C/mun
JUTS TIOBBIICHUS 3 (PEKTUBHOCTH B3aUMOJICHCTBHUS CMECH
KHCJIOT C YacTUIIaMH IpoOBl. MaKkcUMambHas TeMITepaTy-
pa nHarpesa coctaBiseT 250 °C ¢ BBIAEPKKOM B TEUCHHE
15 mMuH, 4TO0 0OECIeunBacT MOJHOE PACTBOPEHHE MIPOOHI.
TaknMm 00pa3oM, KpeMHE3eMBI ITOJTHOCTBHIO Pa3iiararoTcs
11 M emecu HF, HCI, HNO;, H;PO, (6:3:1:1) ¢ noGasie-
uueM 2 r H;BO; B Teuenne 83 muH.

Panee ObuTO0 OoTMeueHO [15], 4TO YIYdIIEHHIO BOC-
MPOM3BOIUMOCTH AHAINTHYECKUX CHTHAJIOB 33 CUET HU-
BEJIMPOBaHUs (DU3MUYECKUX TIOMEX CIIOCOOCTBYET BBElC-
HI€ BHYTPCHHETO CTaHIApTa B OJMHAKOBBIX KOHIIEHTpa-
musax (0,001 r/Mi1) B «XOJ0CTOMY, TPagyHPOBOYHEIE U HC-
ciemyeMble pacTBOpPEL. [10CKOIBKY comepKaHue KallbITHs
B KPEMHE3EMHCTBHIX OTHEYIOpaX, Kak IIPaBHIIO, HIKE
2 % macc., WCIONBb30BAaHHE B KAa4eCTBE BHYTPCHHETO
cTaHmapTa Y 3aTPyJHEHO M3-3a CHECKTPAaIBbHOTO HaJIOXKe-
uust manid Ca I1317,933 amu Y 11 317,942 awm. [TosTomy
NPy aHaln3e KPEMHE3eMOB B KadeCTBE BHYTPEHHETO
CTaHIapTa MPEIIOKECHO UCcTonb30BaTh Cd.

g mocTpoeHusl TpajyHpOBOYHBIX I'paUKOB HC-
MIOJIB30BAIIA MOJIENBHBIE pacTBOpEI U pactBopel ['CO ¢
n00aBKaMU 3JIEMEHTOB B IIepecUeTe Ha OKCHIHYIO (pOpMy
(tabm. 3). I'pagyupoBouHbIE TpauKH B KOOpAUHATAX
1 — C (%% macc.), e Iy, = I jevera/ Icg» TTOTYYAIN METO-
JIOM TpeX ATAJIOHOB. 3HaUeHUs KOAPPHUIMEHTOB KOppes-
mud (7 2 0,9998) noaTBep kaatoT JIMHEHHBIN XapakTep 3a-
BUCUMOCTH OTHOCHUTEIBHOM MHTEHCUBHOCTH CIIEKTPalib-
HOM JIMHUU OT KOHIIEHTpallMi KOMIIOHEHTa MpH pa3dasiie-

Huu 1:10 000. PacyeT noBepuTENbHBIX WHTEPBAIOB Tapa-
METPOB TPaAyHpPOBOYHOM (yHKIMHU y = bx +a mOKazan
HE3HaYUMOE OTIIn4ue KoHcTaHThl a oT 0 anst Fe,Os, uto B
JaTBHEHUIIIEM T03BOJISIET OCYIIECTBISTE I'PAJIyHPOBKY IO
OITHOMY 3TaJIOHY.

[MpaBunbHOCTE ompenenenus Al,O;, SiO,, CaO,
Fe,O; mpoBepsun myTeM aHaIM3a CTaHAAPTHOTO oOpasia
K1B. ConocraBiienue TabMUYHBIX U PACCUMTAHHBIX C yye-
ToM aucnepcnu KodddurrenToB CThIOAEHTA HE BBISIBUIIO
3HAUMMBIX PA3IHUUI MEXTy aTTeCTOBAaHHBIMU U HalileH-
HBIMH 3Ha4eHUAMU (TaOin. 4). 3HaYEHHUS OTHOCHUTEIHHOTO
crannaptHoro otkionenus s, (0,01 —0,03) cBumerenbeT-
BYIOT O BBICOKOH MPEIHU3HOHHOCTHU OINPECTICHUS ICMEH-
TOB B OTHEYIIOPAX.

Meromuka ADC-UCII ananu3a ¢ MUKPOBOIHOBOH
poOOITOATOTOBKOH ampoOnupoBaHa TPH aHATIH3E IPOH3-
BOJICTBEHHBIX 00pa3IoB KpeMHE3eMOB. Pe3ynsraTsr onpe-
JeneHus HopMmupyembIx oxcupoB AlO;, SiO,, CaO,
Fe,0; o pa3paboTaHHOI METOAMKE COTIOCTABJICHBI C JaH-
HBIMH, [10JIy4€HHBIMU ¢ IIpuMeHeHneM Metouk 1no 'OCT
(tabm. 5).

C npumeHenueMm kputepus uinepa yCTaHOBJIEHO,
YTO OTIMYME B BOCHPOU3BOJUMOCTH ONPEJCICHUS OKCH-
JIOB UMEET CITyJaiHBI XapaKTep W pe3yibTarhl MpUHAa-
JeKaT OIHON TeHepaIbHOW COBOKYMHOCTH (F o < Flu6,)-
HanbHeitimas o6paboTka pe3yasTaToB Mo MoAu(UUIUpPO-
BaHHOMY TecTy CTBIONCHTA ITOKa3ajla OTCyTCTBHE CHCTE-
MaTHYECKOH MOTPEIIHOCTH U PaBHOTOYHOCTH MOTydYCH-
HBIX JAHHBIX (fyy < fragn) (CM. TAOM. 5).

Takum o6pasom, Metomuka ompeneneHus SiO,,
Al,O5, Fe,05, CaO B xpemuesemax merogom ADC-UCII
B COYETAaHHU C MHKPOBOJHOBBIM DPAa3IOKEHHEM B aBTO-
KJIaBe OOCCIEUMBACT BBICOKHE MPEINU3NOHHOCTh U TIpa-
BUJIBHOCTh, COMIOCTABUMBIE C KIACCHUECKUMH METOIaMU
«MOKpOW» XUMHH. Pa3zpaboTaHHas METOAMKA IMO3BOJISET
B 11 pa3 cHU3UTH OOIIYI0 HMPOAOKUTEILHOCTh aHAIN3A
3a c4eT OJHOBPEMEHHOIO OIpPEAETICHUS BCEX HOpPMUpYe-

Tadmuua 3. XapakTepuCTUKH TPaayHpPOBOYHBIX 3aBHcUMocTed s ompexneneHust Al, Si, Ca, Fe (B mepecuere Ha OKCHIBI) METOIOM

ADC-UCII

Oxenp = Koapprmerres Huanason Cpin = 1072, % macc. r
b+ A T+ A IpajlyupoBKH, %o Macc.

Al,O4 0,086 + 0,007 0,03 +0,02 0-5,55 10 0,9996

SiO, 0,0198 + 0,0004 0,18 £ 0,03 0-97,1 56 >0,9999

CaO 0,073 £ 0,004 0,02+ 0,01 0-235 5,3 0,9998

Fe,0; 0,037 + 0,002 — 0-3,36 1,1 0,9998
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Ta6auua S. Pesynsrarer onpenenennst Al,Os, SiO,, CaO, Fe,O; B kpeMHe3eMaxX MO CTaHAAPTHBIM M pa3paboTaHHOH MeromukaMm (n = 11;

P=0,95; Fia5, = 3,0; t1g5, = 2,09)
CrangapTHblii MmeTon* ADC-NCIT
O6paszen — — Fien Lyken
X+ A, % macc. S, X+ A, % macc. S,
SiO,
Siltis NS 90,9 +0,6 0,01 90,7+ 0,6 0,01 1,0 0,53
Innsulekx 94,1 +£0,6 0,01 94,6 + 0,6 0,01 1,0 1,31
Forward SS-G 89,6 + 0,6 0,01 88,9+ 0,6 0,01 1,0 1,84
AL O;
Siltis NS 5,50+ 0,08 0,02 5,60 £ 0,08 0,02 1,0 1,97
Innsulekx 0,70 += 0,08 0,17 0,66 + 0,08 0,18 1,0 0,79
Forward SS-G 3,00+ 0,14 0,07 3,05+0,15 0,07 1,1 0,55
Fe,04
Siltis NS 2,98 £0,07 0,03 3,00 0,08 0,04 1,3 0,42
Innsulekx 0,58 £0,07 0,18 0,57 +0,08 0,21 1,3 0,21
Forward SS-G 2,16 + 0,07 0,05 2,20 £0,08 0,05 1,3 0,84
CaO
Innsulekx 1,10+£0,13 0,18 1,04 £0,13 0,19 1,0 0,73

* Copneprxanue CaO ompenensnn TuTpumerpudeckuM, Fe,O; — aromHo-abcopOumonnsM, Al,O; — TuTpuMeTprdeckuM uian GoTomMerpu-
yeckuM, SiO, — rpapumerpudeckum meronamu (FOCT 2642.0, TOCT 2642.3, TOCT 2642.4, TOCT 2642.5, TOCT 2642.7).

MBIX KOMIIOHEHTOB, B 8 pag yMeH])H_H/ITI) pacxoﬂ KOHIICH- 10. CumakoB B. A., Bacuaves I. A., l"puropl,eB )1. B., Cynxanon H. B.
TPUPOBAHHBIX KHCIIOT, 3HAYUTENBHO COKPATUTH TIEPEUCH OmpeneneHne OCHOBHBIX KOMIIOHEHTOB MapFaH[ieBLIX pin aTOMHO-
SMHCCHOHHBIM METOJIOM C MHIyKTHBHO-CBA3aHHOM IU1asMol / 3aBoj-

HPAMCHACMBIX PCAKTHBOB. Metonnka Moxer ObITh peKo- ckas aboparopust. [luarnoctuka marepuanos. 2013. T. 79. Ne 7. Y. L.

MCHIOBaHa I aHaJIn3a KPEMHE3EMUCTBIX OTHCYIIOPOB, C.3-6.

CXOKHMX II0 XHMMHUYCCKOMY COCTaBYy C aHaJIM3UPYEMbIMH 11. Topmbiesa E. A., Cmupnosa E. B., Epmonaesa T. H. Onpenenenust

Hp06aMI/I. okcuoB Jkenesa (I11), kanplust ¥ aJTIOMUHUS B MarHe3MalibHBIX OTHe-

ynopax merogoMm ADC ¢ UCII B ycinoBHAX MHKPOBOJIHOBOIO pasiio-
skennst poOsl / Becrunk BI'Y. Cepust: Xumust. Buonorus. @apmans.

JUTEPATYPA 2010. Ne 1. C. 51 - 55.

12. Hepobeesa U. B., Epmonaesa T. H. Onpenenenue 6opa B BBICOKO-

1. Kamees U. [I., Ctpenos K. K., Mambikuu II. C. XuMuueckas TeXHOJO- IIMHO3EMUCTOM MOJIYNPOAYKTE METOJOM aTOMHO-3MHUCCHOHHOM CIIEK-
THsl OTHEYIOpOB: ydeOHoe mocobue. — M.: MuTepmer MmKuHHUpPHUHT, TPOCKOIIMM ¢ WHAYKTHBHO-CBS3aHHOMN T1a3Moii / 3aBojickas 1aGoparo-
2007. — 752 c. pust. Juarnocruxa Marepuanos. 2008. T. 74. Ne 5. C. 3 — 6.

2. Wiltsche H., Brenner 1. B., Knapp G., Prattes K. Simultaneous deter- 13. llaBepuna A. B., llpirankoBa A. P., Canpbikun A. U. Pa3pa6otka
mination of As, Bi, Se, Sn and Te in high alloy steels — re-evaluation of npamMoit n kombuHHpoBanHbX UCII-ADC METOIUK aHAIN3a KPEMHHS /
hydride generation inductively coupled plasma atomic emission spectro- C6. Tesucor Beepocemiickoil KoH(EPEHIMH MO AHANHTHYCCKOH CIICK-
metry / J. Anal. Atom. Spectrom. 2007. Vol. 22. P. 1083 — 1088. tpockormmn. Kpacsonap, 2012. C. 81.

3. Recknagel S.,'Richter S., Reinholdssoq F.,. et al. An intercomparison 14. Ilapepuna A. B., Llpirankosa A. P., Iemmaxopa W. P., Canpbi-
study of analytical methods for the determination of magnesium in low al- A. Y. ADC-VICTI aHATH3 BEICOKOUHCTOrO KpemHHs / 3aBOCKas a-
loy steel / Steel Res. Int. 2012. Vol. 83. N 2. P. 146 — 149. K P

N . . ) . . . ooparopus. [Iuarnoctuka Marepuaion. 2012, T. 78. Ne 4. C. 9 — 13.

4. Hlavackova 1., Hlavacek 1. Multi-element analysis of some high silicon 15, SIky6 E. B.. Boi 3. ALE TH. M
content ferroalloys by inductively coupled plasma atomic emission spect- - ZIKYOCHKO . ., BOUTKOBA 3. A., LpMOTaena 1. . VIHKpOBOIHOBa
rometry / J. Anal. Atom. Spectrom. 1994. Vol. 9. P. 251 — 255. pOOOMIOATOTOBKA OTHEYIOPOB M OTHEYIIOPHOTO CBHIPBSl UL OHpere-

5. Byxoumaep T JI, Koporkos B. A., Apax M. H., Illuxapesa H. TI. Axa- JICHUS! OKCHUJIOB MAarHus, ajllOMUHUs, KpeMHUs, Kanblus u sxenesa (111)
1IM3 KaToHOM Meau Ha criekrpomerpax cepun iICAP 6000 / 3aBozickast meroxom ADC-UCI / 3aonckas naGoparopus. [lmarroctuka mare-
naboparopus. Juarnoctuxa Marepuanos. 2011. T. 77. Ne 3. C. 11 — 13. puanos. 2014. T. 80. Ne 3. C. 15 - 19.

6. Kapauesues ®. H., 3arsosxkuna T. H., J{Bopenxos P. M. Ompeze- 16. Jopouuna M. C., Kapnos 1O. A., Bapanosckas B. b. CoBpemeHHble
JICHWE KPEMHHUs B HUKEJEBbIX crutaBax MetogoM ADC-MCII B coueranun METO/IbI IPOOOTOTOTOBKH BO3BPATHOTO METAJLICOIEPIKAILIETO ChIPhSI
¢ MMKpPOBOJIHOBOH mpoGomnoxaroroskoit / Tpymsr BUAM. 2015. Ne 12. (0630p) / 3asonckas maGoparopus. JluarHoctuka marepuaios. 2016.
C. 55-60. T.82.Ne3.C.5-12.

7. 1popenkos P. M., Kapauesues ®. H., 3arsozaxuna T. H., Mexa- 17. Kopcakosa H. B., Toponuenosa E. C., Kpurman JI. B. u ap. Ananuz
nuk E. A. Onpejienenune Jernpyommx 3J1€MEHTOB HUKEIEBBIX CILIABOB CHJIMKAaTHBIX MaTE€PUaJIOB C MHCIIOIb30BAHUEM MHKPOBOJIHOBOW IIPO-
aBHalMoHHoro HasHauenns Merogom ASC-HCII B coderannn ¢ MUKpo- Gomoarorosku / 3aBozckas naboparopusi. JIMATHOCTUKA MaTEPUAIIOB.
BOJIHOBOI mpoGonoaroToskoii / 3aBozickas Jaboparopust. Jluarnoctuka 2009. T. 75. No 4. C. 23 — 27.
marepuanos. 2013. T.79. Ne 9. C. 6 - 9. 18. Kyopakosa U. B., ToponuyenoBa E. C. MUKPOBOJIHOBAsE OIrOTOBKA

8. Pomanosa H. B, Ileanmesa H. B., llynses K. ¥0. u ap. Onpenenenne 1po6 B FeOXMMHYECKUX U SKOJIOTHYCCKHX HccaenoBanmsax / JKypH. aHa-
BOJIb(pama, THTaHa, MonuO/ieHa, HUOOHS, BaHaUs B CTajiX 1 Crulasax T, xevmin. 2013, T. 68. Ne 6. C. 524 — 534,

Ha HHUKEJIEBOH OCHOBE METOIOM aTOMHO-3MHCCHOHHOI CHEKTPOMETPUH .
C MHJYKTHBHO-CBA3aHHOW Tiasmoii / 3aBojckas jaboparopus. J{uar- 19. Homanckuii A. W., Opnos 10. U., Pymsnues I @., Iluaios-
HOCTHKa MaTepuanos. 2013. T. 79. Ne 3. C. 3 — 7. ckasg O. B. Kunernyecknue 3aKOHOMEPHOCTH B3aMMOJAEHCTBHSA MOHO-

9. Maiioposa A. B., Bopommosa K. A., lleunmera H. B. i p. Onpene- KPUCTAJUIMYECKUX OKCHJA AIIOMHHUA U JHOKCHIA KpeMHHUs ¢ docdop-
JeHHe OKCHIA KPEMHHS B PYJHOM ChIPbE METOIOM aTOMHO-3MHUCCHOHHOM Holi kucyoroit / dusuka u xumus crekia. 2007. T. 33. Ne 1. C. 80 — 89.
CNIEKTPOMETPUH C HHIYKTHBHO-CBS3aHHOM I1a3Moii / 3aBojickast 1abopa- 20. Tuxonos B. H. Anamutnueckas xumusi amomunus. — M.: Hayka,
Topusl. Jluarsoctuka marepuanos. 2013. T. 79. Ne 12. C. 9 — 15. 1971. — 266 c.



30 «3aBojackas Jadopartopus. luarnocTuka Marepuanos». 2017. Tom 83. Ne 4
REFERENCES 11. Tormysheva E. A., Smirnova E. V., Ermolaeva T. N. Opredeleniya
oksidov zheleza (III), kal’tsiya i alyuminiya v magnezial’nykh ogneupo-

1. Kashcheev I D., Strelov K. K., Mamykin P. S. Khimicheskaya tekh- rakh metodom AES s ISP v usloviyakh mikrovolnovogo razlozheniya
nologiya ogneuporov: uchebnoe posobie [Chemical refractories technol- proby [Determination of iron oxide (III), calcium oxide and aluminum
ogy: a training manual]. — Moscow: Intermet Inzhiniring, 2007. — oxide in magnesia refractories by ICP-AES under microwave sample
752 p. [in Russian]. decomposition] / Vestnik VGU. Ser. Khimiya. Biol. Farm. 2010. N 1.

2. Wiltsche H., Brenner 1. B., Knapp G., Prattes K. Simultaneous deter- P.51 - 55 [in Russian].
mination of As, Bi, Se, Sn and Te in high alloy steels — re-evaluation of 12. Nerobeeva 1. V., Ermolaeva T. N. Opredelenie bora v vysokoglinoze-
hydride generation inductively coupled plasma atomic emission spec- mistom poluprodukte metodom atomno-émissionnoi spektroskopii s in-
trometry / J. Anal. Atom. Spectrom. 2007. Vol. 22. P. 1083 — 1088. duktivno-svyazannoi plazmoi [Determination of B in high-silica semi-

3. Recknagel S., Richter S., Reinholdsson F., et al. An intercomparison product using a method of atomic-absorption spectroscopy with induc-
study of analytical methods for the determination of magnesium in low tion-bound plasma] / Zavod. Lab. Diagn. Mater. 2008. Vol. 74. N 5.
alloy steel / Steel Res. Int. 2012. Vol. 83. N 2. P. 146 — 149. P. 3 — 6 [in Russian].

4. Hlavackova L., Hlavacek 1. Multi-element analysis of some high silicon 13. Shaverina A. V., Tsygankova A. R., Saprykin A. I. Razrabotka prya-
content ferroalloys by inductively coupled plasma atomic emission spec- moi i kombinirovannykh ISP-AES metodik analiza kremniya [Develop-
trometry / J. Anal. Atom. Spectrom. 1994. Vol. 9. P. 251 — 255. ment of direct and combined ICP-AES analysis techniques silicon] /

5. Bukhbinder G. L., Korotkov V. A., Arak M. N., Shikhareva N. P. Abstrs. of the All-Russia Conf. on Analyt. Spectrosc. Krasnodar, 2012.
Analiz katodnoi medi na spektrometrakh serii iCAP 6000 [Analysis of P. 81 [in Russian].
cathode copper in iCAP 6000 Series ICP emission spectrometers] / 14. Shaverina A. V., Tsygankova A. R., Shelpakova I. R., Saprykin A. L.
Zavod. Lab. Diagn. Mater. 2011. Vol. 77. N 3. P. 11 — 13 [in Russian]. AES-ISP analiz vysokochistogo kremniya [ICP-AES analysis of high-

6. Karachevtsev F. N., Zagvozdkina T. N., Dvoretskov R. M. Opredele- purity Si] / Zavod. Lab. Diagn. Mater. 2012. Vol. 78. N'4. P. 9 — 13 [in
nie kremniya v nikelevykh splavakh metodom AES-ISP v sochetanii s Russian].
mikrovolnovoi probopodgotovkoi [Determination of silicon in nickel 15. Yakubenko E. V., Voitkova Z. A., Ermolaeva T. N. Mikrovolnovaya
alloys by ICP-AES combined with microwave sample preparation] / probopodgotovka ogneuporov i ogneupornogo syr’ya dlya opredeleniya
Trudy VIAM. 2015. N 12. P. 55 - 60 [in Russian]. . oksidov magniya, alyuminiya, kremniya, kal’tsiya i zheleza (I1I) meto-

7. D,VOWtSkOV R. M., Karachevtsev F. N'{ Zagvozdkina T. N., Mekha- dom AES-ISP [Microwave sample preparation of the refractories and re-
nik E. A. Opredelenie legiruyushchikh élementov nikelevykh splavov fractory materials for determination of magnesium, aluminum, silicon,
aviatsionnogo naznacheniya metodom AES-ISP v sochetanii s mikro- calcium, and iron (III) oxides using ICP-AES] / Zavod. Lab. Diagn. Ma-
volnovoi proboppdgotovkm [Determmat.lon of a]loymg e}emepts of ni- ter. 2014. Vol. 80. N 3. P. 15 — 19 [in Russian].
ckel alloys of aviation duty by ICP—AES in combination with microwave 16. Doronina M. S., Karpov Yu. A., Baranovskaya V. B. Sovremennye
sample preparation] / Zavod. Lab. Diagn. Mater. 2013. Vol. 79. N 9. d bonodeotovki n tallsoderzhashch s
P.6—9 [in Russian]. mebto y pCro opodgo 1(zvdl v?zvra logo metallso grz ?s cde§o syr yla

8. Romanova N. B., Pechishcheva N. V., Shunyaev K. Yu., et al. Oprede- © e ).[ urrent m]e;tl 0cs of samp e/p;epargtllcjnb T)V.e opeM ?r rrzlgtla 6-
lenie vol’frama, titana, molibdena, niobiya, vanadiya v stalyakh i spla- %Orllt?;m;\% ;ec;)ox;eral 2e ?av;/{(re\./lew)] avod. Lab. Diagn. Mater. :
vakh na nikelevoi osnove metodom atomno-émissionnoi spektrometrii s ol 82 -P. 5 - 12 [in Russian]. . L
induktivno-svyazannoi plazmoi [Determination of tungsten, titanium, 17. KorsakovaN. V., Toro_pche,nova E.S., Krigman L. V., et al. Analiz si-
molybdenum, niobium, and vanadium in steels and nickel-based alloys hkatnykh mat_epalov s 15p91 zovaniem mlkrovolnovm_ probopodgotovki
by atomic emission spectrometry with inductively coupled plasma] / [Analysm of silicate materials using microwave samp.hng] / Zavod. Lab.
Zavod. Lab. Diagn. Mater. 2013. Vol. 79. N 3. P. 3 — 7 [in Russian]. Diagn. Mater. 2009. Vol. 75. N 4. P. 23 — 27 [in Russian].

9. Maiorova A. V., Vorontsova K. A., Pechishcheva N. V., et al. Oprede- 18. Kubrakova Ij ‘_7-’ Tor ppchepova E S. Mlkf0V01n0V3¥a POngt‘_’Vka
lenie oksida kremniya v rudnom syr’e metodom atomno-émissionnoi prob v geokhimicheskikh i ¢kologicheskikh issledovaniyakh [Micro-
spektrometrii s induktivno-svyazannoi plazmoi [Determination of silica wave samp_le preparation in geological and env1ro_nmenta_l studies] / Zh.
in ore raw materials by atomic emission spectrometry with inductively Analit. Khimii. 2013. Vol. 68. N 6. P. 524 — 534 [in Russian].
coupled plasma] / Zavod. Lab. Diagn. Mater. 2013. Vol. 79. N 12. 19. Domanskii A. 1., Orlov Yu. I., Rumyantsev P. F., Shidlovskaya O. V.
P. 9 — 15 [in Russian]. Kineticheskie zakonomernosti vzaimodeistviya monokristallicheskikh

10. Simakov V. A, Vasil’ev G. A., Grigor’ev D. V., Sulkhanov I. V. Opre- oksida alyuminiya i dioksida kremniya s fosfornoi kislotoi [Kinetic
delenie osnovnykh komponentov margantsevykh rud atomno-émission- regularities of the interaction of aluminum oxide and silicon dioxide sin-
nym metodom s induktivno-svyazannoi plazmoi [Determination of the gle crystals with phosphoric acid] / Fiz. Khimiya Stekla. 2007. Vol. 33.
main components of manganese ores using atomic emission method N 1. P. 80 — 89 [in Russian].
with inductively coupled plasma] / Zavod. Lab. Diagn. Mater. 2013. 20. Tikhonov V. N. Analiticheskaya khimiya alyuminiya [Analytical chem-

Vol. 79. N 7. Part I. P. 3 — 6 [in Russian].

istry of aluminum]. — Moscow: Nauka, 1971. — 266 p. [in Russian].



