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BnepBble NpoBeAeHbl TEOPETUYECKMNE M SKCNEPUMEHTAbHbIE UCCNEeSOBaHUSA C Lienbio onpeaene-
HUS MEXaHN3Ma COOCaXAEHNSI MbILLbSKa U CypbMbl MPU OTAENEHUM OT MakpOKONIMYECTB Xenesa, Xxpoma
B Buae Na,FeF,, Na,CrF . YcTtaHoBneHo, 4To ucnonb3oBaHne n3otepmbl ancopbuumn ybuHuHa-Pagyu-
KeBu4a NpMBOAanT K Hanbonee To4HOMY onucaHuto npouecca. CpeaHasa ceobogHas aHeprust agcopbunm
anst As n Sb npMHuMaet 3HadeHus 9.6 n 9.7 k[x/Monb cooTBeTCTBEHHO. CoocaxaeHne B MMKpornopax
0CajKOB NPONCXOOUT B pesynbrate XMMUYEeCcKon (MOHOOBMEeHHOW) peakumn. MisyyeHa BO3MOXHOCTb WH-
rmbrpoBaHMsa npouecca C NOMOLLLIO BBEAEHMWS Pa3HOro KONMYECTBa KOMMIIEKCOODOpasyoLLero areHTa —
hTOPOBOAOPOAHON KUCIOTLI. E€ ucnonb3oBaHme NPUBOAMUT K MONy4eHMI0 6onee KpynHOKPUCTanIM4eckmx
0CaJKOB C MeHbLLEN yaenbHOW NOBEPXHOCTLIO U NopucTocThio. [Ana TouyHoro MCT-A3C onpeanenexus
aHanuToB HeobxoaMMO CTporoe cobnogeHne MoNbHOrO COOTHOLLEHUS ocaguTenb/koMnnekcoobpasyto-
wwmn areHT (NaF/HF) = 1. Mo paspaboTtanHon npoueanype k UCIMN-ASC onpeaeneHuto cogepxanus As n Sb
61N nogrotoBneHsl FCO cocTaBa cTanu u CNiiaBoB NPELM3MOHHOIO TUNa Ha HUKeNeBoW OcHoBe. PasHu-
La Mexay HangeHHbIM 1 aTTeCTOBaHHbIM MX COAePKaHNeM He npeBbiaeT HOPMaTUBOB, NPUBEAEHHbIX
B cooTBeTcTBYtoWwmx NOCTax. UCIM-ASC meToanka ogHOBPEMEHHOro onpeaeneHns cogepxaHusa As un
Sb ¢ npeaBapuTenbHbIM OTAENEHNEM OCHOBHbLIX KOMMOHEHTOB PEKOMEHAOBAHa ANA aHanu3a matepua-
OB C BbICOKMM coaepaHuem Fe u Cr.

Knro4deenlie cnioga: agcopbuus, coocaxaeHune, onpeaeneHne Mbllibsika U CypbMbl, aTOMHO-3MUC-
CMOHHasA CNeKTPOMETPUSA C MHAYKTUBHO cBadaHHoM nna3mon (UCIM-A3C), nsotepmbl agcopbuum, dro-
puabl, MaTpuYHble KOMMOHEHTbI.
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Theoretical and experimental studies were carried out for the first time in order to determine the
mechanism of co-precipitation of arsenic and antimony during their separation from the macro-quantities
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of iron and chromium in the form of Na,FeF, and Na,CrF, sediments. It was found that the application of
Dubinin-Radushkevich adsorption isotherm gives the most accurate description of the process. The average
free energy of adsorption for As and Sb is 9.6 and 9.7 kJ/mol respectively. Co-precipitation of analytes in
the micropores of precipitates occurred as a result of the chemical (ion-exchange) reaction. The possibility
of inhibiting this process by introducing a different amount of complexing agent (hydrofluoric acid) was
studied. The addition of HF led to the formation of more coarse crystalline precipitates with lower specific
surface area and porosity. For the accurate ICP-AES determination of analytes (As, Sb) the molar ratio of
precipitating agent/ complexing agent (NaF / HF) = 1 should be strictly observed. According to the developed
procedure, state standard samples of steels and nickel-based precision alloys were prepared for ICP-AES
determination of As and Sb contents. The difference between the found and certified content of analytes
did not exceed the permitted deviations given in the corresponding Russian state standards. The ICP-AES
method of simultaneous determination of As and Sb contents after their preliminary separation from the main

components is recommended for the analysis of materials with high content of Fe and Cr.
Keywords: sorption, co-precipitation, determination of arsenic and antimony, inductively coupled plas-
ma atomic emission spectroscopy (ICP-AES), adsorption isotherms, fluorides, matrix components.

BBEAOEHUE

M3BeCTHO, 4TO NPUCYTCTBMNE MarbiX KONIMYECTB
CYpPbMbl U MbIlWbsiKa B XPOMUCTBIX U XPOMOHUKeNe-
BbIX CTansx NPUBOOUT K X OXPYNYMBAHMIO N BbICTPO-
My cTapeHuto [1]. [loaTomy coaepxaHue 3TUX Bpea-
HbIX MpUMeEcen B CTansax u NpeLm3noHHbIX CnraBax
Ha HMKENEeBOW OCHOBE, MPYMEHSAEMbIX B KayecTBe
KOHCTPYKLIMOHHbIX MaTtepunanoB B MalUMHOCTPOEHUM,
annapatocTpoeHun 1 NpubopocTpoeHnn, CTporo pe-
rmamMeHTUpyeTcs AENCTBY LMW rOCyAapCTBEHHBIMM
ctanHgaptamm (FTOCTbl: 5632-2014, 19281-89, 1050-
2013, 492-2006). MeToanku onpeaeneHus Mbllbsika
1 CypbMbl B JaHHbIX OO beKTax NpUBeAEHbI B COOTBET-
cteytowmx MOCTax (12358-2002, 24018.6-80, 24018.2-
80, 12362-79), rae pekoMeHayTCs cneayLlmne meTo-
Abl aHanun3a: cnekTpooToMeTpusl, NOTEHLNOMETPUS,
anekTpoTepMmyeckass aTOMHO-abcopbLUMOHHas cnek-
TPOMETPUS N MHBEPCUOHHASA BonbTamnepomeTpus. Uc-
nonb3yemMble METOAMKN aHann3a NpogoKNTENbHbI 1
TPYAOEMKU: TPebyoT NpeaBapuTENbHOIO OTAENEHNS
CYPbMbI U MbILLIbSIKA OT OCHOBHbIX KOMMNOHEHTOB NPo6
(Fe, Cr, Ni) n He Nno3BONAIT NPOBOANTbL NX OAHOBpE-
MeHHoe onpegenexne. CypbMy OTAENSAT 3KCTPaKLM-
el TOnyosloM ee KOMMIEKCHOro coeanHeHus ¢ 6pun-
NNaHTOBbLIM 3eMNEHBIM, @ MbILbAK — AUCTUNNSAUUEN
ero Tpuxnopuga.

MoaTomy paspaboTka anbTepHaTUBHLIX U 60-
nee npocTbIX B NPaKTU4ECKON peanusaumm MeToauk
O[HOBPEMEHHOro onpeaeneHns coaepXaHus Mbillbs-
Ka 1 CypbMbl B CTansx 1 NpeLmsmoHHbIX cnnasax Ha
HUKeneBon ocHoBe (rpynnbl knaccudukaumm 1V u Vi
C BblcOokMM cofepxaHnem xpoma (FTOCT 10994-74))
C MCNONb30BaHNEM COBPEMEHHOIO aHanMTU4ECKOro
obopyaoBaHuNs NpeacTaBnseT akTyanbHyo 3agaqy.

MeToa aTOMHO-3MUCCUOHHOW CNEKTPOMETPUN C
WHAYKTMBHO cBA3aHHOM nnasmon (MCMN-A3C) obnaga-
€T 3KCMPECCHOCTbI0 U3MEPEHNIA, MPOCTOTON rpagyu-
POBKMU, LUIMPOKUM NIMHEVHBIM AMana3oHOM onpeaense-
MbIX KOHLIEHTPaLWA 1 BO3MOXXHOCTbIO OAHOBPEMEHHOTO
MHOrO3M1EMEHTHOro aHanusa. 3Tn JOCTOUHCTBA 00Y-
cnosunu BHegpeHne NCI-A3C meToga B NpakTUKy
paboTbl MHOTMX aHanNUMTUYeckmx nabopaTopun, B TOM
yucne, € UEnNb aHannsa maTtepuanoB U MPOLAYKTOB
YepHow meTannyprum [2].
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PaHee Hamu Gbina paspaboTtaHa meToamka oa-
HoBpeMmeHHoro npsamoro NCIM-A3C onpeaenenus co-
aepxanusa Cr, Ti, Mo, W, Ta, Al, Co, Re n Ru B xapo-
NPOYHbIX HUKeNeBbIX cnnasax [3]. OgHako pa3paboTka
noaobHON MeTOAMKN ANS onpeaeneHns MarnbiX Konu-
yecTB As 1 Sb ABNseTCA 4OCTAaTOYHO CINOXHOW 3aaden,
TakK KaK JaHHble 3/1IEMEHTbl UMEIT MI0XYH YyBCTBU-
TENbHOCTb ONPeAEeNneHnn n3-3a BbICOKMX NOTEHLMANOB
BO30Yy>XAeHMSA UX CnekTpanbHbIX NMHUA [4-6].

B NOCT P 51309-99 («[MpunoxeHue By») ykasa-
Ho, yTo npu UNCI-A3C onpeaeneHun mbllbska U cy-
pbMbl B BoAe HabnoaaTcs cnekTpanbHble MoMeXu oT
Xenesa n xpoma. O4eBuOHO, YTO HanMumne BonbLLMX
KOHLEHTpaLMI Xenesa n xpoma B CTansax u npeumsu-
OHHbIX CNlaBax Ha HUKENEeBOW OCHOBE ABNAETCA Npu-
YMHON MHOTFOYMCIIEHHbIX CNEKTPabHbIX HANOXEHWHN,
YTO CHWXXaET TOYHOCTb onpeAeneHns Manbix Konm-
YEeCTB MblLWbsIKa 1 CypbMbl. BeposiTHO, Mo 3Ton npuyn-
He B NnuTepaType OTCYTCTBYIOT CBEAEHUS O MeToau-
kax npamoro WCIT-A3C onpegeneHus cogepxaHus
MblLbsiKa U CYpbMbl B NOAOOHbIX 06bekTax aHanmaa
N Ha MpaKTUKe B NEPBYI oYepenb MCNOomb3yoT Npea-
BapuTeNbHOE OTAENEHNE aHanMTOB, HaNpUMep, reHe-
pauunen ux rmgpugos [7-12] unu ocaxxgeHnem Hukene-
Bou ocHoBbl MaTepuana B suae Ni(ClO,),[13]. Ho ana
rnony4eHuns nerkonety4mnx ruapuaos AsH,, SbH, Tpe-
OyeTcst HaNMuMe rMgPULHOro reHepaTopa u ucnorb-
30BaHuWe foporocTosiero BocctaHosutens NaBH,
[7-12]. Ocaxpnenwne Ni(ClO,), TpebyeT nepeoxnaxae-
HWS NONMYYEHHOro HUKENbCOAEPKALLLEro pacTBopa U
Mcnonb30BaHus yneTpassykoBon obpaboTku, T.e. xa-
pakTepmnsyeTcs TpygoemKkocThbio [13].

CnepoBaTenbHO, pa3paboTka NpoCcToro, aKc-
NMPECCHOro 1 3KOHOMWYHOTO crnocoba npeaBapuTenb-
Horo oTaeneHns As 1 Sb OT OCHOBHbIX KOMMOHEHTOB
(Fe, Cr) ocTaeTtcsa akTyanbHon 3agaden. Ee pewe-
HWe No3BONUT NPoBOAUTbL oaHoBpemeHHoe NCT-A-
OC onpepeneHve MarnbIx KOMMYECTB MbILbSIKA U CY-
PbMbl C BbICOKOW TOYHOCTLIHO.

YctaHoBneHo, 4to Fe u Cr ocaxpaatotcs us Kuc-
NOTHbIX pacTBOPOB ¢ nomoLubio NaF ¢ obpasoBaHnem
kpuctannuyeckux ocaakos Na,FeF,, Na,CrF,. Takum
cnocobom yaaeTcs Ux ycnewHo OTAenuTb oOT crefo-
BbIX KOJTMYECTB MblLbsIKa, HO MHOTAA NPY 3TOM Habnto-
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OalTcs ero noTepu U3 aHanM3mMpoBaHHOIO pacTeopa
[14]. OTMeTUM, YTO aHanNorM4Hble ABNEHUs Habnoaa-
HOTCA U AN CYypPbMbl.

MoaTomy TpebyeTcHa geTanbHO U3y4YnTb COO-
caxpaeHue Mbilbsika 1 cypbMbl Ha ocadkax Na,FeF,,
Na,CrF, c uernblo BbiiBNEHUSA YCIIOBUI, NPU KOTOPbIX
aphekT pasgeneHns MaTpuLibl 1 aHanuToB YCTOMYMBO
BOCnpounsBoanTcs. NMoHMMaHne MexaHuama Coocax-
OEHNS MUKPOKONMYECTB aHaNMTOB MOXET NOMOYb Of-
TUMU3MPOBATb YCIOBUS UX OTAENEHUS OT MaTpuLbl 1
OOCTUYb Xernaemoro acpdekTa: YMEHbLUMTL UK No-
HOCTbIO MHIMBMPOBATbL UX COOCaXaeHue.

Llenb HacTosien paboTbl — yCTAHOBUTbL Mexa-
HU3M MpoLiecca COOCAXAEHNS MbILbSAKA U CypbMbl
npu oTAeneHnn oT MakpOKONUYECTB Xxernesa, XxpoMa
B Buge Na,FeF,, Na,CrF; n3yuntb BO3MOXHOCTb €ro
MHrMbupoBaHus npu gobaBneHun komnrekcoobpasy-
foLero areHTa — pTopoBOAOPOAHON KMCNOThI.

OKCMNEPUMEHTAJIbHAA HACTb
MpurotoBneHne pacTBoOpoB

B TepmocTonkue ptoponnactosble CTakaHbl No-
MeLlanv onpeaeneHHoe KomM4yecTBO pacTBOpa NMOHOB
Cr(3+), Fe(3+), Ni(2+), As(3+), Sb(3+) (cooTBeTCTBY!I0O-
wme coctaBsy matepuana Cr = 30, Fe = 40, Ni = 30,
As = 0.002 n Sb = 0.002 % mac., a 4ns NOCTPOEHMUS
n3oTepM agcopbunm cogepxanue As, Sb BapbupoBsa-
nn B ananasoHe ot 0.001 go 0.1 % mac.). Jobasnsanu
20 cM® cMecK KOHLIEHTPUPOBAaHHbIX KUCINOT «Liapckas
BOZKa» W, Npy1 He0OXO4MMOCTH, ONpeaeneHHoe Komnu-
4YeCcTBO (PTOPOBOAOPOAHON KMCHOThI (0T 5 go 20 cvd).
HarpeBanu Ha anekTponnunte 40 KMNEHWs pacteopa
(temnepatypa T = 75 °C), 3aTem nopuusimu, npu no-
CTOSIHHOM MepemelumBaHum, fobasnanu conb NaF B
KonmMyecTBe, He0BXOANMMOM ANS CO34aHMS MOMbHOro
n3bbITka ocaguTens, COOTBETCTBYHOLLENO 3HAYEHNAM
(NaF/makpokoMnoHeHTbI) > 32 (MOMbHbIA M36bITOK ANS
ocaxJeHusi OCHOBbI MaTepuarna onpegerneH B pabote
[14]). BeinaBwunii ocagok Bbiaepkmeanu B TedeHme 10
MUWHYT NPV TeMNepaType KNNneHus pacteopa, otTusb-
TpoBbIBanu Yepes3 unbTp «b6enas neHTa», NpoMbl-
Banu AMCTUINMPOBAHHON BOAOW, oTOpackiBany (unu
coxpaHanu). dunerpat NEPEHOCUITN B MEPHYIO KONDY
13 nonunponuneHa, pasbasnsanu AUCTUNNUPOBaHHON
BOZOW 40 METKM 1 nepemeLumsanu. Npn Heobxognmo-
CTW Mcnonb3oBanu npoueaypy pasbasneHus. MNony-
YeHHble Takum 06pa3oM pacTBOPbLI aHanM3MpoBanu
Ha cogepXaHune MbllWwbsAKa, CYpbMbl, XXenesa, HUKens
n xpoma metogom NCI1-ASC.

OpHOBpPEMEHHO ¢ Npo6amm roTOBMIM XOSIOCTON
pacTBop, CoOAepXalLmi Bce KOMMOHEHTbI, kpome Cr(3+),
Fe(3+), Ni(2+), As(3+), Sb(3+).

Mony4yeHune ocapkoB

Ocapkn ocHOBHBIX KOMMOHEHTOB Fe u Cr, nony-
YeHHble B MPUCYTCTBUM PaA3HOro KonmyecTBa qpTopo-
BogopoaHow kucnotel (0, 5, 10, 15 cm®) (cm. npuroTos-
neHne pacTBOPOB), CyLLUUNN Ha BO3AYyXe B TeyeHue 24

4YacoB M ucnonb3oBalin An4d onpeneneHnd napamve-
TpoB y,u,ean0|7| NOBEPXHOCTU, MOPUCTOCTU N UCCIE-
[0BaHNA Ha CKaHMpyoLweM 311eKTPOHHOM MUKPOCKoNe.

YcnoBusa namepeHus atomHoin amuccum Cr, Fe,
Ni, Asu Sb

N3mepeHns aToOMHON 3MUCCUM BbINOSTHSMM C UC-
nonb3oBaHnem NCIT-A3C cnektpomeTpa Optima 2100
DV (Perkin Elmer) c kBapueBow ropernkon. cnonb3o-
Banu cnegyoLine onepawlmoHHble napameTpbl Crek-
TPOMETpaA: BbICOKOYACTOTHAsA MoLHocTb — 1300 BT;
npobonogatoLwmin notok aproHa — 0.8 am3/MuH; BCno-
MoraTenbHbIN NOTOK aproHa — 0.2 AM3/MUH; nnasmo-
o6pasytoLmin noTok aproHa — 15.0 gM3*/MuH; cnocob Ha-
6nogeHns Nnasmbl — akCMarnbHbIN; CKOPOCTb NOA4AYM
pactBopa — 1.5 cM®/MuH; Bpemsi pacnbineHms obpas-
ua —40 ¢; yncno namepeHuit npubopom oaHOM NPOLkI

— 2. MNMpuMeHsnn pacnblUTENbHY CUCTEMY YCTONYK-

BYIO K arpeccvMBHOMY BO3JeNCTBUIO (DTOPOBOAOPOA-
HOW KMCNOTbI. AHaNUTU4ecKmne cnekTpasnbHble IMHUN:
As 1189.042, Sb 1206.836, Fe 11 358.119, Ni 1l 231.604
n Cr 1l 359.348 Hm.

FpapympoBka cnekTpomMmeTpa

PacTBopbl ANs rpagyvMpoBKM CNeKTpoMeTpa ro-
TOBWW pa3baBrieHNeM rocyaapCTBEHHbIX CTaH4apT-
HbIX 06pa3LOB COCTaBa PacTBOPOB MOHOB MbILLbSKA,
CYpbMbl, XpOMa, Xernesa, Hukens. MNpu 3ToM B HUX 4O-
GaBnAnM anMKBOTLI XONIOCTOrO PacTBopa, Tak, YTobbl
KOHLEHTpaLMM KUCIOT U doTopuaa HaTpus (coaepxart-
€S B XONOCTOM pPacTBOPE) COOTBETCTBOBASM UX KOH-
LieHTpauusiM B aHanusupyembix pacTeopax. KoHueH-
Tpauuu onpeaensieMbiX 3fieMeHTOB B pacTBopax Ans
rpafyvpoBKv NpeacTaBneHsl B Tabn. 1.

MMKpOCKOnVI"IECKVIe unccnenoeaHusa

MuKpocKonuyeckme nccrneaoBaHns n 3NeKTPOH-
HO30HOOBbIV PEHTFEHOCMNEKTPAsbHbIN MUKpOaHanm3
0CafKoB NPOBOAMWIIMN HA CKAHUPYIOLLLEM 3NEKTPOHHOM
mukpockone EVO 40 (Carl Zeiss), ocHaweHHom SDD
cnektpomeTpom INCA X-Act Oxford Instruments n cu-
CTEeMOW 4N 3HEProANCNEPCUOHHOIO MUKpoaHanu-
3a INCA Energy SEM. lNpeaBapuTenbHO BbICYLLEH-

Tabnuua 1

KoHueHTpauum As, Sb, Cr, Ni, Fe B pacTBOopax ang rpa-
OYyVPOBKW cnekTpomeTpa, Mr/ams

Table 1

Concentrations of As, Sb, Cr, Ni, Fe in the solutions for the
spectrometer calibration procedure, mg/dm?

Kommo- Sne- Ne pacTBopa Ans rpagyvpoBKu
HEHTbI MEeHTbI cnexTpovieTpa
1 2 3
Mukpo As 1.00 0.50 0.10
Sb 0.50 0.10 1.00
Cr 10.0 50.0 100.0
Makpo Ni 100.0 10.0 50.0
Fe 50.0 100.0 10.0
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Hble MOPOLLKM 0CaJKOB HAHOCWUIM TOHKMM CIIOEM Ha
TOKOMPOBOAALLMIA ABYCTOPOHHUIA CKOTY U TLLATENbHO
obayBanu cxaTblM BO34OYXOM A1 yAaneHnst 4acTul,
He 3aIMKCMPOBAaBLUMXCSA HA NOBEPXHOCTU NOATOXKKM.
MpuroToBnNeHHbIE NpenapaTbl NOPOLLIKOB NoMeLLanu
B KaMepy MUKpOCKOMNa, BakyyMnpoBanu 4o ocTaTou-
Horo gaeneHus ~1.5-10-3 Ma u npoBoANIM CbEMKY MPK
yckopsitoLen pasHoctu noteHumnanos 20 KB v Toke 30H-
aa 710 nA. lMpun pasnuyHbIX yBENUYEHUSX PErNCTPU-
poBanu BHELLHWUIA BMA, YaCTWL, MOPOLLKOB C MOMOLLbIO

TpanbHbI MUKpOaHanM3 penpe3eHTaTUBHbIX YacTuL,
MOpOLLIKA A1 YCTAHOBMEHUSI UX XMMUYECKOro COCTaBa.
OnpepneneHve napamMmeTPOB NOBEPXHOCTU U
NOpPUCTOCTH

Onpepenexune 3Ha4eHUn yaenbHON MOBEPXHOCTM
1 NOPUCTOCTU OCAAKOB BbINOMHEHO METOAOM HU3KO-
TemnepaTypHon agcopbummn-gecopbummn asoTa Ha npu-
6ope Nova1200e komnaHum Qantochrome. MopoLuku
0ocaflkoB NpeaBapuTenbHO NpoKanuMBanu Ha Bo3ayxe

[eTekTopa 0BpaTHO paccesHHbIX 3NeKTPOHOB. 3aTeM
NPOBOAUNN 3MEKTPOHHO30HAO0BbIN PEHTreHOoCNEeK-

npu Temnepatype 500 °C B TeueHue 5 vyacos ang yoa-
neHnsa ocTaToMHOW BRaru.

Tabnuua 2
Mopenu, npuMeHsieMble 4719 ONMCaHUs COOCaXAEHUS MblILLbsIKA U CYPbMbl HA 0CaaKax NagFer, NaSCrF6

Table 2
Models used to describe the co-precipitation isotherms of arsenic and antimony on the Na,FeF  and Na,CrF, sediments

Mogaenb YpaBHeHue JInHenHas popma
amKLCp Cp 1 Cp
Nenrmiopa [15 a4 =———-—= —= —_
pa [15] (1+K,C) a anK, an
) 1 1
dperiHgnuxa [16] a=Kg- Cpﬁ Ina=mnKg+ - InCp

a = aexp (—ke?)
(3) -
Ay6unuwa 1 Ina=Ina,, — ke?
Papgywkesuya [17] &e=RTIn(1+ C—)
]

Ay - KBI‘!T ' Cp . Cs Cp o 1
(Cs—Cp) - [Cs - (Kpar — 1) - 5] a (C;—Cy)  amy-Kgar

MprMeyaHus: a — KonM4ecTBo copbupyemMoro BeLecTBa (MblLLbsika/CypbMbl), MMOJIb/T; Cp — paBHOBECHAs KOHLEHTpa-
LA pacTeopa, MMOnb/AM®, K, — KOHCTaHTa COPOLIMOHHOrO PAaBHOBECHS, XapakTepuayoLLas NHTEHCUBHOCTL NPOLLEC-
ca copbumu, AM*/MMONb; N — KOHCTaHTa u3oTepmbl PpeliHaNmxa, NOKasbiBaIOLAA MHTEHCMBHOCTbL COPOLMM; K, — KOH-
CcTaHTa n3oTepmbl PpenHanmxa, CoOoTBETCTBYIOLAS COPOLIMOHHOM eMKOCTH, (MMOSbL/T)-(AM3/MMONb)"", € — NoTeHUMan
agcopbumn, oTpaxaroLwmin n3MeHeHne CBOOGOAHOM SHEPT M 41K NEPEMELLLEHNS MOJIEKYIIBI M3 pacTBOpa K aAcopbupy-
emMoli o6nactu, kIx/monb; 8, — aacopOLMOHHAA EMKOCTb COPOEHTA NPW HACLILLEHWUW, MMOJIb/T; Kk — KOHCTaHTa, CBA3aH-
Has ¢ aHepruei agcopbumm, Monb?/kKAx?; K5 — KOHCTaHTa ypaBHeHuus BIT, r/mmonb; C, — npeaesibHas KoHUeHTpaums
dTopa B pactBope, r Ha 100 r Boabl (pacTBopMocTb NaF npu gaHHoON Temneparype).

BpyHayapa-OmmeT-
Ta-Tennepa (B3T) [18]

(Kgar — 1) * G,
A * Kpar * Cs

a=

Tabnuua 3
PaccuntaHHble 3Ha4eHnss aacopOLMOHHbLIX NapamMeTpoB Moaenein JleHrmiopa, @perinanuxa, AybuHrnHa-Paayike-
Buya n 6T

Table 3
Calculated values of the adsorption parameters of the Langmuir, Freundlich, Dubinin-Radushkevich, and Brunauer-
Emmett-Teller (BET) models

Mogenb MapameTp mogenu Sb As
K., n/mmorb 13.7 40.1
JleHrmiopa a_, MMonb/r 0.0007 0.0032
R? 0.9811 0.9324
K., (Mmonb/r)-(n/mmors)"” 0.0021 0.026
dpenHanuxa 1/n 0.7 0.8
R? 0.9953 0.9349
k, monb?/k[x? 0.005 0.005
[y6uHnHa-Papywkesmnya E, x[x/monb 9.7 9.6
R? 0.9972 0.9574
Ksp TIMMOTTB 1350 3950
BaT a_, MMonb/r 0.0007 0.0032
R? 0.9812 0.9325
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PE3VJIbTATbI U UX OBCY>XXAEHUE

NMpumeHeHue pa3nuyHbIX Moaenen

M30Tepm aacopouMmn B onucaHum npowecca
COOCaXAEeHNN MbILLbSIKa U CYPbMbl Ha 0OcaaKax
Na,FeF , Na,CrF,

PaHee ycTaHOBREHO, YTO NpW OCaXaeHUn ma-
kpokonuyecTtB Fe, Cr c nomowbto NaF obpasytotca
ocagku Na,FeF,, Na,CrF, n ynaetca ycnewHo otae-
NTb OCHOBY MaTepurara, O4HaKo NPUCYTCTBYHOT NOTe-
pv aHanUTOB M3 aHanu3upyemoro pacTtaopa. [oato-
My, 415 yCTaHOBMNEHUSI MEXaHn3Ma coocaxaeHus As
n Sb ncnonb3oBanu pasnnyHbie MOAENM paBHOBEC-
HbIX M3oTepM agcopbuum (cm. Tabn. 2 n puc. 1, a-r).

240 -
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r

PaccunTtaHHble 3Ha4YeHnst aacopOLMOHHbBIX Napame-
TpOB CcBeAeHbI B Tabs. 3.

M3 Tabn. 3 BUAHO, 4TO ANS onucaHusa npouec-
ca CooCcaXAeHus Mbilbsaka U CypbMbl HA Ocafkax
Na,FeF,, Na,CrF,, nyywe Bcero noaxoamt mogersb
OybuHuHa-PagywkeBuya (Hanbonbwmnin R?). Me-
Hee TOYHO npouecc onucbiBaeT moaens dpenHa-
nuxa. Y mogenu JleHrmiopa gna obomx aHanuTos
(As, Sb) HaumMeHbLLee 3HavyeHne R?(0.9324 1 0.9811
COOTBETCTBEHHO). [lonyyeHHble pe3ynbTaTthl CBU-
0eTenbCTBYIOT O TOM, YTO Ha MOBEPXHOCTM Ocafka
HaxXOAMTCH Maro aKTUBHbIX LLIEHTPOB C O4UHAKOBOMN
3HEepruen n cnyxat KOCBEHHbIM JoKa3aTensCTBOM O
reTeporeHHOCTN ero NoBepPXHOCTU. Taknm obpasom,
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Puc. 1. N3oTepmbl ancopbuunm As, Sb Ha ocagkax Na,FeF,, Na,CrF, B koopauHartax NHeHoro ypasHeHus: JleHrmiopa
(a), DperHanuxa (6), AybuHmnHa-Panywkesuya (), BT (r). Yenosus ocaxaeHus: pH = 0.5; T =75 °C; Bpemsl Bbl-
OepXxkKn ocaagka npu temnepatype coctasnasno 10 muH; NaF/ makpokoMnoHeHTbI > 32

Fig. 1. Adsorption isotherms of As, Sb on Na,FeF, and Na,CrF, precipitates plotted in the coordinates of following
linear equations: Langmuir (a), Freundlich (b), Dubinin-Radushkevich (c), Brunauer-Emmett-Teller (d). Deposition
conditions: pH=0.5; T=75" C; exposure time of precipitates in solutions reached 10 min; molar ratio NaF / macro

components > 32
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coocaxAeHue MbllbsAKka U CypbMbl MOXHO paccma-
TpuBaTb, Kak NpoLecc 06beMHOro 3anonHeHns Mu-
Kponop ocafjka, coaepxallero MakpokonmyecTea
XpoMa 1 xeneaa.

Mopenb dybouHnHa-PaayikeBmnya MOXeT ObITb
ncnonb3oBaHa Ans pacyeTa cpeaHel cBOOOAHON 3Hep-
rvum agcopbuun (1) [19]:

E = (-2k)°5. ()

Mo YncneHHoMy 3Ha4YeHmo BeNUYMHLI E B ypas-
HeHumn n3otepmbl [lybrHnHa-PaayLikeBmnya MOXHO Cy-
AWTb O MPUPOAE CUM B3aMMOLeNCTBUS MeX Y MbllUbs-
KOM, CYypbMOW C aKTUBHBIMU LIEHTPaMu MOBEPXHOCTH,
TO €CTb OTBETUTL Ha BOMNPOC, ABNAETCS NN UX 3aKpe-
nnexHve U3NYeCcKMM NPoLEecCoM, UMK e OHO ume-
eT XMMn4Yeckni xapaktep. 3HavyeHne E onsa mbiwbsaka
n cypbmbl coctaBnsieT 9.6 n 9.7 k[x/monb cooTBeT-
CTBEHHO, T.e. AN 060MX aHaNnUTOB HaxXoAWTCH B Au-
anasoHe 8-16 k[x/Monb. B aToMm cnyyae, cornacHo

Puc. 2. MukpodoTorpadumm xpom- 1 xene3oconepaLimx
0CaakKoB, MNOMYYEHHbIX B MPUCYTCTBUM Pa3HOro KO-
JIN4ecTBa KOHLEHTPUPOBAHHOM GTOPOBOAOPOOHOM
kucnotel (37.5 % mac.), cm®:a— 0,6 — 5 (NaF / HF
>1),8— 15cm3 (NaF / HF = 1). OcTtanbHble ycnosust
OCaxaeHnst COOTBETCTBYIOT puc. 1

Fig. 2. Microphotographs of chromium- and iron-containing
precipitates obtained in the presence of different
amounts of concentrated hydrofluoric acid (37.5
wt. %), cm3:a—-0,b -5 (NaF /HF > 1),c - 15cm?®
(NaF /HF = 1). The remaining deposition conditions
correspond to Fig. 1

Teopuu [20], 3akpenneHue Mbilbska U CypbMbl B MU-
Kporopax ocajka NMpoMCXoauT B pe3ynbrate Xumu-
Yeckom (MOHOOOMEHHOW) peakuum.

U3yuyeHne coocaxaeHUs MbiLLbSKa, CYpbMbl
npuv oTAeNneHnn oT MakKpoKOJIMYECTB Xeneaa,
xpoma B Buge Na,FeF,, Na,CrF_ B npucytcteum
$pTOPOBOAOPOAHOMN KUCIOThI

MockonbKy coocaxaeHue As n Sb Ha ocagkax
Na,FeF,, Na,CrF, obycnosneHo xemocopbumen no
MOHOOBMEHHOMY MexaHu3My, TO npoueaypbl pa3bas-
NeHUs], NepeMeLLMBaHUS, yBENUYEHUS TemnepaTypbl
ocaxJeHus He npuBedyT K MHIMBMpoBaHUio npouec-
ca (adpcpekTnBHO Npu duraundeckon agcopouun). MNpu
xemocopbumm HeobxoaMMo NpefoTBpaLlaTh apdekT
nepeHacbILLeHNs pacTBopa U MHrMbrpoBaTk NpoLecc
obpasoBaHnsa B0ONbLIOIo KONMYecTBa 3apoablllen
KpuUCTannos BO BpeMs (0OPMUPOBaAHUS OCaAKa, TEM
CaMbIM YKPYMHSAS €r0 M yMeHbLUas KONIM4eCTBO M-
Kponop. [ns yMeHbLIEHUS OTHOCUTENBHOMO NepeHa-
ChILLEHNA HEOOXO0AMMO YBENMYMBATL PACTBOPUMOCTb
obpasytoLlerocs ocaaka (8 Hawem crnyyae — Na,FeF
Na,CrF,) 1 cHukaTb KOHLEHTpauum ocaxaaemMblx 1o-
HoB (Fe, Cr) B pactBope [21]. O4yeHb a¢hhekTUBHbLIM
CMocobOM MOHWXKEHUS KOHLIEHTPauuyM ocaxgaemoro
NOHa SIBNSIETCH CBSA3bIBAHUE €r0 B KOMMIEKCHOE coe-
OVHEeHWe cpefHew NpoYHoCcTU. B Hawem cny4vae kom-
nrnekcoobpasyLLMM areHTOM MOXET BbICTynaTb dhTo-
poBoOAOpOAHAas K1cnoTa.

Hamun 6bino nccnegoBaHo BAUSIHWE KOHLEH-
Tpaumu (pTopoBOLOPOAHOM KMCHOThI Ha NPOLEeCC Co-
OCaXJeHUs Mbilbsika ¥ CypbMbl MPU OTAENEHWU Xe-
nesa, xpoma B Buge Na,FeF, Na,CrF . Ha puc. 2, a-B
nokasaHbl MMKpodoTorpacmm obpasyoLmxcs XpoMm-,
Xenesocoaepxallmx ocagkoB U BUAHO, YTO fobasne-
Hue (bTOPOBOLOPOAHON KUCNOTLI, @ TakXe yBenvye-
HVe ee KOnn4ecTBa, NPMBOAMT K YKPYMHEHMIO nony4a-
€MbIX KpUCTanmm4ecknx 0cagkoB MakpOKOMIMOHEHTOB.
B tabn. 4 cBefeHbl pe3ynbraThl UX 3NEKTPOHHO30HA0-
BOr0 peHTreHoCnekTpanbHOro MukpoaHanmaa. MoxHo
3aKNounUTb, YTO HabnoaaeTcs dasa NaF (cepas dasa,
oTMeueHa Toukamu (2)) n hasa, cogepalias xeneso
n xpom (bonee ceetnas gasa, Ha pUcyHkax obo3Have-

Tabnuua 4
PesynbraTtbl 91€KTPOHHO30HA0BOIO PEHTrEHOCHEKTPas b-
HOIro aHanm3a oCagkoB

Table 4

Results of probe X-ray spectral analysis of precipitates
Ne pu- Ne CopepxaHue anemeHTa, % ar.
CYHKa | TOYKM Na F Cr Fe
2 3 1 21.5 70.7 1.7 6.2
' 2 38.6 60.9 0.2 0.2
1 25.4 67.7 0.6 6.3

2,6 9 43.9 56.1 He obHa- | He obHa-

PYXEHO | pYyXeHo
28 1 22.6 70.2 0.5 6.7
’ 2 271 72.2 0.3 0.4
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Ha Toukamu (1)). PeHTreHocnekTpanbHbIN MUKpOaHanua
nokasan OTCyTCTBME B COCTaBe OCagKOB MAKPOKOM-
NMOHEHTa — HUKESS U MMKPOKOMIMOHEHTOB - MbILLbSIKA 1
CYpbMbl, YTO, NO-BUAMMOMY, 0BYCNOBIEHO MX COAEp-
XaHneM Huxe npegena obHapyXXeHust metoaa.

Ha puc. 3 n B Tabn. 5 nokasaHbl UI3MEHEHWS 3Ha-
YEHWI NapaMeTpOB yAENbHON NOBEPXHOCTU U NOPU-
CTOCTM OCaJKOB MOMYyYeHHbIX B 3aBUCMMOCTM OT BBe-
AEHHOro KonnyecTsa pTopoBoAOPOAHON KUCTOThI
B MpoLiecce ocaxaeHus xpoma v xenesa. [ns Bcex

3.00E-04
2.50E-04 e 0cw HF
2.00E-04 | &\

L]

FAY

W\

L 1.50E-04

1.00E-04 1

poa

15 cm® HF
d

5.00E-05 3
5 cM® HF

Ofnem nop duggbepenyuansibil,
cr’irHm

0.00E+00 I B
1.0 10.0 100.0 1000.0
Auamemp nop, v

Puc. 3. OnpeneneHne napameTpoB NOPUCTOCTN OCaAAKOB
MaKpOKOMMOHEHTOB B 3aBMCUMOCTU OT BBEAEHHOIO
KONNYECTBA KOHLEHTPUPOBAHHOM GTOPOBOAOPOA-
HoW kncnothbl (37.5 % mac.), cm® a—0,6 — 5 (NaF /
HF > 1), B— 15 cm® (NaF / HF = 1). OcTanbHble ycno-
BUSI OCaXOEHNS COOTBETCTBYIOT puC. 1

Fig. 3. Determination of porosity of macro component
precipitates, depending on the added amounts of
concentrated hydrofluoric acid (37.5 wt. %), cm®: a -
0,b—-5(NaF /HF>1),c—15cm?3(NaF /HF = 1). The
remaining deposition conditions correspondto Fig. 1

Ta6bnuua 5
3HayeHns1 NapaMeTpoB YAENbHOM NOBEPXHOCTU U NO-
PUCTOCTN 0CAAKOB MaKPOKOMMOHEHTOB, MOJTY4EHHbIX B
3aBUCUMOCTM OT f00aBIEHHOIO KonnyecTea GTOPOBO-
OOPOAHOM KNCNOThI

Table 5
Values of the specific surface parameters and porosity
of the precipitates of the macro components obtained
depending on the added amount of hydrofluoric acid

V, cm®

0 5 15

[MapameTpbl NOBEPXHOCTH

YaenbHasi NOBEPXHOCTb Mo Me-
Toay BAT, m?/r
YaenbHasi NOBEPXHOCTb Me30-
nop (t-metog), M3/r
YaenbHas NOBEPXHOCTb MUKPO-
nop (t-meton), M?/r
CymmapHbIn 06bem nop (B au-
ana3oHe ot 0 7o 154 Hm), cm3/r

CpepnHuii anameTp nop, HM 104 5.9 6.35

1.9 1.41 144

1.9 1.24 1.29

0.06 | 017 0.15

0.005 | 0.002 | 0.002

[dvameTp OOMUHUPYIOLLErO KO-
nvM4ecTBa nop, HM
CTpykTypa nop (Ha OCHOBaHUW | OTKPbI- | OTKPbI- | OTKPbI-

313 312 3.9

aHanmsa neTnm rMCTepesmca) Tasa Tasa Tasa

00pasLoB xapakTepeH OTHOCUTENBHO HU3KUIA YpO-
BEHb yAernbHOW MOBEPXHOCTU U NMOPUCTOCTU. 3Have-
HWS yOenbHOW NOBEPXHOCTU 0CaAKOB, MOSyYEHHbIX B
YCIOBUSIX SKCNEPUMEHTa MpU UCMONb30BaHUN 1O
pPOBOAOPOAHOM KMCNOTLI 06bemoM 5 cm?® (CcooTBET-
CTBYET MOfbHOMY cooTHoweHuntio NaF > HF) n 15 cm®
(NaF / HF = 1), npakTM4YecKkn ngeHTUYHbl, OOHaKo B
1.3 pa3sa meHblUe Yem B6e3 ee ncnonb3oBaHus. B npu-
CyTCTBMM (PTOPOBOAOPOOHON KMCMOThLI CpeaHunin aua-
MeTp Nop 0CcafKoB CHWXaeTcs B 1.6 pas, npenmyLie-
CTBEHHO 3a CYET NCYE3HOBEHUS Nop C AnamMeTpoMm
6onee 10 HM. CymMapHbIi 06bemM nop MeHbLue B 2.2
pa3a. [lo xapakTepy netenb rmcrepesnca Ha n3otep-
Max agcopbumm n gecopbumm azota MOXHO caenatb
BbIBOZ, YTO OCaJK/N MaKpOKOMMOHEHTOB 0bnaaatot oT1-
KpbITOM NOpUCTOCTLI0. Takum 0bpa3oM, JokasaHo, 4To
npu ocaxgeHun NaF makpokonuyects Fe n Cr B npm-
CYTCTBUM (PTOPOBOAOPOAHON KMCIOThI, MOSTyYarTcs
6onee KpynHOKpUCTaNnM4eckne ocagkm ¢ MeHbLUEN
yAENbHON NOBEPXHOCTBIO M MOPUCTOCTBIO, YeM 6e3
ee nNpucyTCTBUS.

Pesynbratel UCIM-A3C aHanusa ¢unbTpaTos,
nonyYeHHbIX Nocne npoueaypbl OTAENEeHUs Makpo-
KOMMOHEHTOB, NPeACTaBMeHbl Ha puc. 4, a-6. BugHo,
YTO YBENUYEHNE B YCITOBUSX SKCMEPUMEHTA BBOAU-
moro konmyectea HF ¢ 5 go 15 cm® no3BonsieT cylue-
CTBEHHO MHIMOMPOBAaTbL COOCaXAEHUE aHANMUTOB U
oTaenuTb nx ot makpokonuyects Fe n Cr (oTHOoCuK-
TenbHoe cogepxanue aHanuTos 6onee 90 %). B punb-
TpaTte npucyTcTByOT 6onblune koHueHTpauun Ni, oa-
HaKo cnekTparnbHble N HeCcneKTpanbHbIe MOMEXU NPK
onpegeneHmn As n Sb npm 3ToM OTCYTCTBY!HOT.

MocnepytoLLee yBenuyeHne B yCNoBUsaX aKcne-
pumeHTa konuvectea HF ¢ 15 go 20 cm®(cooTBeTcTBY-
eT monbHoMy u3bbITky HF/NaF > 1) npuBoauT k va-
CTMYHOMY pacTBOPEHMIO ocazka u nepexoay Cr, Fe B
aHanuaupyemblvi pacteop. [pucyTcTeume B hunstpare
Aaxe HebOmnbLLOro KoNM4yecTBa Xpoma U xenesa (oo
50 mr/cm®) npnBOANT K CNEKTpanbHbIM NOMeXaMm, Y4To

160 0.7 a7
140 /

. / # %.5
3—:22 w N g 05 | =

B L 4 =
e —& 504 res £
< g0 . bl 3
8 e S d g‘” 1 9555
8w/ goz . L

20 01

] . 0 &2 - L 94.5
0 5 w15 20 25 0 5 10 15 20 25
V(HF), cm?® VIHF), cw?

a) 6)

Puc. 4. 3aBMCUMOCTIN OTHOCUTESIBHOIO CoaepXaHus ase-
MEHTOB B XWAKOM ¢pase (0THOCUTENBHO HavYalbHO-
ro, %) oT BBeAeHHOro 06bema KOHLEHTPUPOBAHHO
dTOpPOBOAOPOAHON KMCNOTHI (37.5 % mac.) nocne oT-
peneHnaocapnka: a—As, Sb, 6 —Cr, Fe, Ni. Octanb-
Hble YCI0BUSI OCaXOEeHNs COOTBETCTBYIOT puc. 1

Fig. 4. The relative content of elements in the liquid phase
(relative to the initial content, %) vs. an introduced
volume of concentrated hydrofluoric acid (37.5 wt.
%) after the separation of precipitates: a — As, Sb,
b - Cr, Fe, Ni. The remaining deposition conditions
correspond to Fig. 1
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cHmxaeT TouHocTb VICT-ASC onpepgeneHusa coaep-
XaHus MbllLbsAKa U CypbMbl (CM. puc. 4, a).

Takum o6pa3oM, HeoOXO4MMbIM YCIOBUEM AN
WMHIrMOMPOBaHUS NpoLecca COOCAXKAEHUS MbILbsIKa,
CYpbMbI NPU OTAENEHMN MAKPOKOSIMYECTB XPOMa, Xe-
nesa B suge Na,FeF, Na,CrF, norkHo 6biTb cTporoe
cobnoieHne MonNbHOro COOTHOLLIEHUS 0CaaNTENb/KOM-
nnekcoobpasytowmii areHT (NaF / HF) = 1.

OpnHoBpemeHHoe UCM-AIC onpepneneHne
coAiepXXaHus MbllbsIKa M CYPbMbl B CTaNISX U
NPeLn3NOHHbIX CMJlaBax Ha HUKeJIeBOi OCHOBe

[lns akcnepmMMeHTanbHON NpoBepKN 3 EKTUB-
HOCTW HaWZEHHbIX YCNOBUA MHIMOMPOBaHMA npoLec-
Ca COOCaXAEHNSI MbILLbsIKA ¥ CYpbMbl NPY OTAENEHUN
OT Xenesa, Xpoma 1crnonb3oBanu rocyaapCTBeHHbIe
cTaHaapTHble 0bpa3sLbl cocTaBa cTanen u cnnasoB
npeum3noHHOro Tmna Ha HUKEeNeBOoW OCHOBE.

MpobonogrotoBka cTaHAapTHBIX 06pas3Los k UCIT-A-
OC onpepeneHunio cogepxaHnsa MbllbsaKa U CypbMbl
BKNtoYana e ctaguu: 1 — pacTBopeHue; 2 — ocaxge-
HWe 1 oTAeNeHne OCHOBLI MaTepuana (MAeHTUYHO OnK-

CaHHOMY B 3KCNepumMeHTanbHomn YacTu). PactesopeHune
06pa3uoB NPOBOAMIIN B CMECU KOHLIEHTPUPOBAHHbIX
KMCNOT — (P TOPOBOAOPOAHON U «Lapckon Boakuy. OT-
AeneHne aHanuToB OT XKerne3a v XpoMa OCYLLEeCTBNSANU
npu ycnosusix: pH = 0.5; NaF / MakpOKOMNOHEHTbI > 32;
NaF / HF = 1; T=75 °C, BpeMs BblAepXKkn ocagka npwu
Temnepatype coctaBnsano 10 MuH.

PesynetaThl ogHoBpemeHHoro NCI-A3C onpe-
OeNeHns CoaepXxaHus MblllbsKa U CypbMbl B CTaH-
AapTHbIx obpasLax nokasaHbl B Tabn. 6. MorpelHocTb
aHanmsa paccuyvTbiBanu Kak t(0,95; 4)-8/\/N, rae t—koadp-
dmumeHT CTblogeHTa (4ns OBYXCTOPOHHEro pacnpe-
AeneHus), paBHbIN 2.78 Npu KONNMYeCTBE N3MEPEHUIA
N =5 n poeputenbHon BepoaTtHocTn P = 0.95, S —
CTaHOapTHOE OTKIMOHEHHUE.

W3 gaHHbIX Tabn. 6 BUAHO, YTO aTTECTOBAHHbIE
N HaNEeHHble 3HAYEeHNUS MacCOBOW AONN MblLUbsKa,
CYypbMbl NPAKTUYECKN BO BCEX CMy4asix CXOO4ATCA B
npegenax cnyyamHowm norpewwHocTn. PasHuua mex-
Oy aTTeCTOBaHHbIMU U HAWAEHHBIMU 3HAYEHUAMU He
npesbiaeT HOpMaTMBOB, NpuBeaeHHbIX B [OCTax
12358-2002, 24018.6-80, 24018.2-80, 12362-79, co-

Tabnuua 6

Pesynbratel MCM-A3SC onpeneneHns cogepXXaHus Mbllibsika U CypbMbl, B CTaHA4APTHbIX o6pasuax (N = 5,

P=10.95), % mac.

Table 6
Results of ICP-AES determination of arsenic and antimony in standard samples (N =5, P =0.95), % weight
CraHOapTHbIN As Sb
obpasey ATTecToBaHoO HanpgeHo ATTecToBaHo HanpgeHo
OPVEHTUPOBOYHOE
0.00184 = 0.00027 =
MCO 1785-890M (C29r) 3HayeHune 0.00024 = 0.00003
0.00064 0.00007
0.001
0.0061 = 0.0060 = 0.0009 =
FCO 1692-8711 (C9r) 0.00096 = 0.00004
0.0003 0.0003 0.0001
OPWMEHTUPOBOYHOE 3HAYEHME 0.0024 + 0.0004 =
CO 1052-91M (C28[) 0.00054 = 0.00003
0.002 0.0004 0.0001
OPWMEHTUPOBOYHOE 3HAYEHME 0.0011 + 0.0004 =
CO 1809-91M (YHN6B 0.00041 = 0.00002
( ) <0.005 0.0002 0.0001
0.0043 = 0.0043 = 0.0011 =
FCO 9289-2009 (YI'89) 0.0010 = 0.00013
0.0003 0.0001 0.0001
0.0044 = 0.0047 = 0.0011 = 0.0011 =
MCO 9289-2009 (YI90)
0.0003 0.0005 0.0001 0.0002
0.0027 = 0.0031 = 0.0005 =
CO 9289-2009 (YI92) 0.00050 = 0.00007
0.0003 0.0003 0.0001
CO 967-93MN OPVEHTUPOBOYHOE 3HaYeHne 0.00050 = & aTTECTOBAHO e HaeHo
He aTTecToBaH He HaiaeH
(C46r) <0.0005 0.00005 A
CO 163-91M OPUMEHTUPOBOYHOE 3HAYEHME 0.0017 = He ATTECTOBAHO He HaleHo
(C476) 0.002 0.0004 A
CO 1862-93MN OPVMEHTUPOBOYHOE 3HAYEHME 0.00084 = .
He aTTecToBaHo He HaiigeHo
(H2B) <0.001 0.00005
OpPVEHTUPOBOYHOE
OPUEHTMPOBOYHOE 3HAYEHUNE 0.0009 = 0.000205 =
CO 317 3Ha4yeHue
0.001 0.0001 0.000035
0.0002
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OTBETCTBEHHO. [Mony4yeHHble pe3ynbraThl 40Ka3biBaOT
3PP EKTMBHOCTL NPEATTOKEHHON METOANKN MHIMOMPO-
BaHUA npouecca coocaxgeHna MblillbaKa U CypbMbl
npun otTaeneHnn ot MakpoKonn4ecCTB Xereada 1 XpomMa.

BbIBOAbI

1. YcTaHOBNEHO, YTO UCMONb30BaHNE N30TEPMbI aACO-
p6uun [ybnHuHa-PagylwkeBuya npu onucaHum coo-
caxaeHusa Mbllbska v cypbMbl Ha ocadkax Na,FeF,,
Na,CrF, npnBoauT Kk Hanbonee To4HOMY NpeacTasre-
Huto npouecca. CoocaxaeHue paccmaTpuBaeTcs Kak
npouecc 06beMHOro 3arnonHeHNs MUKPOMop ocajka.
2. BblumcneHHble 3HaveHus cpeaHen cBo6oOHOM SHep-
rMm agcopbumm NOKasblBatoT, YTO 3aKPEMEHNE aHanm-
TOB B MMKpOMoOpax 0CaaKoB NPOUCXOAMUT B pesynsrate
XMMWYECKOW (MOHOOOMEHHON) peakumnn. YBenmyeHve
TemnepaTypbl OCaXaeHus, nepemelLnBaHne n pas-
GaBneHne pacTBOPOB He CMOCOBCTBYIOT YyCTPAHEHMIO
NX CoOoCaxaeHus.

3. Ans uHrmnbuposaHus npouecca obpazoBaHus 601b-
LLIOro Konm4yecTBa 3apodblLLen KpUCTannos, BO Bpems
dopmmpoBaHusa ocagka HeobXo4MMO UCNOoNb30BaTh
KomnekcoobpasyroLwnii areHT — (hTOPOBOAOPOAHYHO
kucnoty. ObsizatenbHbIM YCNOBUEM LOSMKHO ObiTb
cTporoe cobnogeHne MOonbHOro COOTHOLLEHNS oca-
avTtenb/komnnekcoobpasytowmi areHT (NaF / HF) = 1.
4. Pesynbetatbl UCIM-ASC onpeaeneHus cogepxaHus
MblLLbSIKA, CYpbMbl B FOCYAaPCTBEHHbIX CTAaHAAPTHbIX
obpasuax cocTaBa cTanu 1 NPeLn3nNOoHHbIX CMaBoB
Ha HMKeneBOW OCHOBE COrMacyloTCs C aTTeCTOBaHHbI-
MU cogepXKaHUsAMM, YTO NokasblBaeT 3PPEKTUBHOCTb
npeanoXXeHHOW METOAMKN MHIMBMpoBaHKA Npouecca
NX COOCaXAEeHWS NPW OTAENEHUN OT MaKPOKONNYECTB
xernesa u xpoma.
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