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K B80OMNPOCY 06 ONPEAEAEHUUV CBOBOAHOINO
ANOKCNAA KPEMHUS B PASAN4HBIX
NMPOMBIWAEHHbBIX ASPO30ASIX NPU

OCYWECTBAEHUV NMIMEHUW4YECKOIN o KOHTPOAS

MyxuH B.B., NyTuanuHa O.H., AATyxoea H.H.
HNN meanko-akonorndeckmnx npobaem AoH6acca 1 yronbHOM NPOMBILLAEHHOCTW, . AOHELK

[IpoBeneHa cpaBHUTENbHAS OLIEHKA METOAMK ONpelneeHUs] CBOOOMHOIO MTHOKCUAA KPEeMHHUS, B TOM 4ucje aMOphHOTO
U KPUCTALIMYECKOTO, B MPOMBIIIEHHBIX a3p030JIsIX B BO3ayxe paboueii 30HbI. BbIsiBiIeH psia (hakTOpoB, MPUBOISIIMX K
3HAYUTETBbHBIM TIOTPENTHOCTSIM aHan3a. BRIOpaHBI ONTUMAaITbHBIE YCJIOBUS IPOBENEHUsI PeaKIIiA ¥ TIPEUTOXKEH YHUDUITI -
POBAHHBIN BapUAHT METOIUKU TIO CTIEKTPO(DOTOMETPUUECKOMY N3MEPEHUI0 KOHIIEHTPAINI CBOOOTHOTO TUOKCHIA KPEM-
HMS B BO3IyXe pa0odeil 30HbI B IIBUIEBOM a3pO30JI€ B IUAMa30He COAEPKaHMsI MaccoBoii gomu oT 1 go 100 %.

KaroueBbie cjioBa: CBOOOTHBIM AUOKCHI KPEeMHHs, MEeTOAUKA BBINMMOJHEHU M3MEepPeHusa, BO3ayX pa60'{e171 30HBI

Bceryniienne

Bonpoc mpaBuiabHOCTH OmMpefesneHust IHOKCHAA
KPEMHHUS B a3p030J15X B BO3ayxe pabouel 30HBI MPH-
BJIEKAeT BHUMAaHHE MHOTHX CIELHAJIUCTOB B 06J1acTH
TUTHEHHYECKOT0 KOHTPOJIST U OLIEHKH YPOBHS 3arpsia-
HeHMs BO3JlyXa, MOCKOJbKY HOPMHPOBAHHE MHOTHX
asposoJieil, obaanaoux GUOPOreHHbIM AEHCTBUEM,
3aBUCHUT OT COJIEPXKAHUS B HUX CBOGOJHOTO JAHOKCHIA
KpeMHHs. MaccoBas 104151, TO €CTb COlepKaHHe CBO-
6OJIHOTO IMOKCH/IA KPEMHHUSI B a9P030JIsIX ( BbIpaXKeH-
HO€ B MPOLIEHTAX ) OMPeNeseT BeJUUNHY HX MTPeeb-
Ho ponyctumol KouueHTpauuu (ITIK) B Bosmyxe
pa6oueii 3oubl (Taba. 1)[1].

CBOGOJIHBIN JHOKCHJL KpeMHUsT (KpeMHe3eM) —
TBEpIOe, TYromJaBKoe BELIeCTBO, HMEET KapKaCHYIO
KPUCTAJIINYECKYIO, aMOP(HYI0 MJHM CTEKJOBHIHYIO
CTPYKTYpY, KOTOpasi MpH OMNpe/eeHHbIX YCJOBHSX
MepexoiuT U3 OHOH B Apyryto. C pocToM TemmnepaTty-
pbl  HabJiofalTes  MoJuMopdHble MpeBpalleHus:
a-kBapil <755 B-kBapil €005 Y-TPHANMAT <
B-kpucrabanur UL pacrias [2]. AMopdHbI# A1HOK-
cua Kpemuust ipu temnepatype 1100 °C nepexomut B
KpHCTaJIIUecKylo MoaucuKauuio (Kpuctobasur).
Pasnunble MOIU(pUKALWKY KPUCTAJIMYECKHH KpeMHe-
3ema: KBapll, KpucrabajuT, TPUIMMHT W Jpyrue —
OTJIMYAIOTCS B3AUMHBIM PACOJIOKEHUEM TETPaspoB
(SiO4)4_. st amopHOl pa3HOBUIHOCTH He Xapak-
TepHa CTporasi NPOCTPAHCTBEHHAs! YMOPSIOUEHHOCTD
TETPa3/POB.

B semnoii kope conepxutes: O — 47 %, Si — 27,6 %,
Al — 8,6 %, Fe —5 %, Ca— 3,5 %, Na — 2,5 %,
Mg — 2 % [2]. Tlepeunc/ienHbie 3/1eMeHTbl 0OBIYHO

BXOJIAT B COCTaB MPHUPOJHBIX COEIMHEHUIH KPEMHMUS,
KOTOPbIH TPHUCYTCTBYET, TJIaBHbIM 00pa3oM B BHIE
JIMOKCHJIA, THIPOKCHA, CHJIMKATOB M aJIlOMOCHJIMKA-
TOB BO BCEX FOPHbBIX OCAJI0UHbBIX TOPOJIAX.

CBOGOMHBIH IMOKCH]L KDEMHHUS CONIEPKUTCS B MblJle-
BOM a3p030JI¢ BO3yxa paboueil 30HbI NPH J00bIYE U
nepepaboTKe OOJILLIIMHCTBA TMOJE3HbIX MCKOMAEMBbIX,
Ha MPENPUSATUSIX METAJTYPTHH, CTPOUTE/IbHBIX MaTe-
pHasOB, B CHJIMKATHOH NMPOMBILIIEHHOCTH MPH NPOU3-
BOJICTBE CTeKJIa, KepaMHUKH, aOpa3uBoB, OeToHa (Tpe-
MMYILLECTBEHHO B KPUCTAJ/IHUECKOH (hopMe ).

B amopdHoii popme 1uokcu KpeMHUs BCTpeUaeT-
sl B BUJI€ a9P030J1s1 KOHJEHCALIMU B 3/JIeKTPOTEpMUYe-
CKOM MPOU3BOJICTBE KPEMHHUSI U KPEMHHCTBIX (heppo-
CTJIABOB, B METAJIypru4eCcKoM TpPOU3BOICTBE, B CBA-
pOYHOM a3po3oJe, MPH KBaplLEAyBHbIX padoTax, a
TaK:Ke B BHJE MEJKOAMCIEPCHBbIX MOPOLIKOB ecTe-
CTBEHHOTO M CHHTETHUECKOTO TPOUCXOKJACHHUS (Tpe-
1neJ1, KH3eJIbryp, a3pOCHJibl, HOBOCHJIbI U ipyrue ). [1pu
BbicokoTeMnepaTypHbIx( 1350 °C) BoccTaHOBHTEIbHO-
OKHCJIMTENIbHBIX TIpoleccax obpadyercsi razoobpas-
HbIl MOHOOKCHJL KPEMHHS], C MOCJEYIOLHUM T1peBpa-
LLIeHHEM B a3p030Jib KoneHcaun SiO,, conepKanme
KOTOPOTO B BO3JyXe 3HAYMTeJbHO OoJiblle, YeM B
LIMXTe, JaXKe KOrjaa TaM MPUCYTCTBYIOT OTHOCHTENBLHO
6oJiee JIeTKOMJIaBKHE KOMIIOHEHTHI.

B yc/0BUsIX NPOM3BOACTBA pacrpocTpaHeHa Mblib
CMELIAHHOTO COCTaBa, COCTOSILLAs 3 MUHEPAJIbHBIX U
MeTaJlJIMUECKUX YACTHIL, a JAHOKCHJ KPEMHHSI MOXKET
ObITb TIPEICTABJIEH KaK B KPUCTAJJIMUECKOH, TaK U B
amopHoil popme. Tak, B cocTaB cBapOYHOro a3po30-
JIsl BXOJUT CJI0xKHast cMech MetasioB (Fe, Mn, Al 'V,
Mg, Cd, Cu, Mo, Ni, Pb, Cr, Ti, Zn), ux okcuuos,
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TaGnuua 1
[WrneHuyeckue HOpMaTUBbI AaHAJIU3UPYEMbIX BELIIECTB
HaumeHnoBaHue BelecTBa MK, mr/m’® iSELS
ONACHOCTH
KpemHUs THOKCHA KPHCTAIINYECKH (KBapLl, KPUCTA0AIIUT, TPUANMHT) 1# m
IpH cofepKaHuu B rbutd 6omee 70 % (KBapuur, AMHAC U AP.)
KpemHus 1uokcu KpucTaiIMuecKuii Ipu cofep>kaHuu B Ibutd oT 10 1o % 1
70 % (rpaHuT, IAMOT, CIIOJA-ChIPELl, YIIIENOPOAHAs MbUIb U JIp.)
KpeMHUs THOKCHA KPHCTAININYECKHI TIPU COJEPKAHUH B IBUIH OT 2 J10 4% I
10 % (roprourie KyKepCUTHBIE CIAHIIbl, MEAHOCYIb(GUAHBIE PyAbI U JP.)
KpemHus nrokcua aMop(HbIH B BUE a3p030J11 KOHAESHCALMHU TIPU 1* 1
coxepxanuu 6omnee 60 %
KpemHus 1rokcua aMop(dHBIN B BUE a3p030i1s1 KOHAEHCALMHN ITPU % 1
cozepxkanuu ot 10 1o 60 %
KpemHust 1rokcua aMop(HbIH B CMECH C OKCH/IaMH MapraHIia B BHIe 1* 1
a3p030J1s1 KOHACHCALMH C COAEPKaHUEeM Kaxoro u3 Hux 6omnee 10 %
Kpemuus nuokcn aMopQHBIN U CTEKII000pa3HbIN B BUIIE a3PO30JIst 1* 1
JIe3UHTErpaluru (JUaTOMHUT, KBapLEBOE CTEKIIO, IUIABJICHbII KBapLl, TPETIe)
VYriepona mbutH: 6 I
0) aHTpaLNT C CoAEP)KAaHUEM CBOOOIHOIO TMOKCHIA KpeMHHUS 110 5 %
B) Apyrue UCKOIaeMble YIJIM U yrIeNOpOJHbIC MbUTH C COAEPKaHUEM 10* v
cBoOoHOrO IMOKCcHAa KpeMHus 10 5 %; ot 5 % 1o 10 % 4% I

Ilpumeuanue. * I/[K dns obweil maccol aapo3ons.

CHJIMKATOB, aMOP(HOTO H KPUCTAITHIECKOTO AHOKCH-
Jla KPeMHHS U JPyTHX BelllecTs [3].

XuMHUecKasi aKTHBHOCTb MOAM(UKALME TUOKCHAA
KpPeMHHsI U UX paCTBOPUMOCTb BO3pacTaeT OT KBapla K
KpUCTabanuTy, TPUAUMHTY M OCOOEHHO aMop@HOMY
KpeMHe3eMy. VIMEHHO Ha BBICOKOH pacTBOPUMOCTH
amMop(HOro JMOKCHIA KPEMHHSI B LUEJOUHOH cpefe
OCHOBaHbl XMMHYECKHE METOMbl €ro OTAeJeHUs U
onpeesieHUs1 B MPUCYTCTBUM 00Jiee MHEPTHBIX KpH-
CTaJUIMUECKUX MOIUDUKALIUH.

st cymmMapHoro onpesesieHust IMOKCHIA KpeMHUS
U CHUJIMKATOB (cojiell KucJOT 06lied (QopmyJibl
XRy04 - ySiOy - HyO, rne R — Al, Fe, Ca, Mg u
JIpyrue MeTaJsuibl) 0ObIYHO HCIOJIb3YETCs CrlaBieHHe
COEIMHEHHI KpPeMHUSI ¢ KapOoHaTaMu LIEJIOYHbIX
MeTaJJIOB U UX cMecsiMu [2].

YUUTBIBAsI, YTO UMEHHO CBOOOIHbIH AMOKCHL KpeM-
HHUS IPEJICTABJISIET CePbe3HY0 ONAaCHOCTb /sl 3110pO-
Bbsi pabouuX, MepBOOUEpENHON 3anauell sIBJsSETCS
paszesieHde CBOOOJHOrO M CBSI3AHHOTO JIMOKCHIA
KpeMHusl. Melliatoliiee BJIHSIHHE CHJMKATOB Ha orpe-
JleJieHHe CBOOOIHOTO IMOKCH/Ia KPEMHHUS yCTpaHsieTCsl
JByMsi cioco6amu. [lepBblit OCHOBaH Ha pacTBOPEHUH
CWJIMKATOB M ylaJeHHH WX U3 PeakilMOHHOH CMeCH.
Bropoii (meton H.I' [TonexxaeBa [4]) — Ha nepeBefe-
HUU JIMOKCHIA KPEeMHHSI B PACTBOPUMOE COCTOSIHHE
CTJIaBJeHHEM C THApPOKapOOHATAMH W XJOPHIAMHU
LIEJIOUHbIX MeTajlIoB 0e3 M3MEHEHHUs] CHJIMKATOB,

KOTOpblE B BHJE OCAJKa OTAEJSIIOTCS OT AHOKCHIA
KkpemHusi. [Ipy 3TOM He HMeeT 3HAUEHHSI pasJjHule B
PacTBOPUMOCTH CHJIMKATOB, OKa3blBalolllee OTPHLA-
TeJbHOE BJIMSIHHE HA NPaBUJAbHOCTb Pe3yJbTaTOB
XUMHYECKHX METOJIOB ONpeJieieHHs1 CBOGOIHOTO IMOK-
CHla KpeMHUsl (TEeHIEHUHMS K MOJYYEHHIO 3aBblllIeH-
HbIX Pe3yJILTaTOB ).

Meron H.I. [TonexxaeBa ucnosibdyeTest npu onpe-
JIeJIeHUH CBOOOJIHOTO IMOKCHIA KPEMHHUS B YTOJIbHOH U
TIOPOJIHOM TIBIIM, B MbIIH 3J€KTPOMETANTYPrHUECKOro
npousBojctBa (MY Ne 2391-81 [5]), B cBapouHom
aspososie (MY Ne 4945-88 [3]), rne npemycMoTpeHo
COBMECTHOE onpeJiesieHHe KPUCTAJITMIECKUX U aMop-
HbIX MOAM(UKALMI IMOKCHIa KpeMHus. Onpenesenue
cBOGOJIHOTO IMOKCH/IA KpeMHUst [ 3,5 ] BKJIIOUaeT 3Tarlbl
CTIJIaBJIEHUST IMOKCH/IA KPEMHUS C THAPOKAapOOHATOM U
XJIOPUIOM KaJlusl MM HATpHsl, BbllLlelauMBaHKeE TJ1aBa
U ero nojakucjeHue ¢ o06pazoBaHHeM MOHOKpEMHHE-
Bo# kucnotel H,SiO,. MoHokpeMHHeBast KHC/I0Ta
pearupyer ¢ MOJUOIEHOBOH KUCJIOTOH, 00pa3ysi KpeM-
HeMOJIMG/IEHOBYIO reTeponoJuKucaoTy rnpu pH [—2,
KOTOpasl jlajiee BOCCTAHABJMBAECTCS JI0 HHTEHCHBHO-
OKpalleHHOH KpeMHEMOJIMOEHOBOH CUHH aCKOPOUHO-
BOH KHCJOTOH B TPUCYTCTBUM BHHHOH KHCJIOTHI.
MoHokpeMHHeBast KuesioTa yeroiunsa npu pH 1 —8 B
paz6aBeHHBIX pacTBOpax (C KOHIEHTpaluel MeHee
0,1 mMr/m1)[6]. B 6osiee KOHIIEHTPHPOBAHHBIX PACTBO-
pax KpeMHHeBast KUCJI0Ta JaeT MoJUMEpHbIE (DOPMBI,
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KOTOpbI€ MpeBpallaloTes B KOJI0oUIbl. BuHHas kucio-
Ta ycTpaHsieT Bausinie coenntennid P(+5) u As(+5) u
ocjiabJsisieT BOCCTaHOBUTEJbHbIE CBOHUCTBA acKOpOu-
HOBOH KMCJIOTBI, YTO M03BOJISIET H30€KaTh MOOOUHbIX
peakuuii oT U36bITKA MosibaaTa aMMoHusl. M36bIToK
Mosiu6aTa aMMOHHSI BbI3bIBAET CyKeHHe 00JacTH
ONTHUMAJIbHOH KMCJOTHOCTH 00pa3oBaHUsi KpeMHEMO-
J61eHOBOH KUCJIOThI. OT POpMbI KpEMHEMOJIHO/IEHO -
BOH KHMCJIOTHl (00 U ) M YCJIOBHH BOCCTaHOBJIEHHS
00pasyloTcst POIYKThI peaklUi, B KOTOPbIX HECKOJIb-
KO pas3/iyatoTcsl KpUBble MOIVIOLLEHHS], BbICOTA MaK-
CHMYMOB TOTVIOLLIEHHs] © YCTOHUUBOCTb.

Jns1 paznenbHOTO OMpenesieHnst aMophHOro U KpH-
CTaJIJINYECKOTO IMOKCHAA KPEMHHUSI Mepej] CTIaBIeHH -
eM npo6y o6pabatbiBatoT 10 % pacTBOPOM THAPOKCH-
Jia HaTpHsl TIPY KUTISTYEHNH C TTOCJIETyIOINM OTpesiesie-
HHEM aMOP(HOro IUOKCHIA KPEMHHS MO peaklHu
o6pasoBaHust MOJIMGIEHOBO CHHHU [7, 8].

Jlnst ycTpaHeHMs MeEIIIolero BJHSIHUSI »KeJsesa,
LBETHBIX H TSXKEJIbIX METAJJIOB, UX OKCHOB, M'HIPOK-
CHJIOB M KapOOHATOB, PHUBOASILLIMX K KOPPO3HH TJ1aTH -
HOBBIX THIVIEH, NPOOKI Nepe] cryiaBjieHHeM CBOOOIHO-
ro IMOKCHIA KpeMHUs 06pabaTbIBAIOT CMEChIO KUCIOT
NpU KUISUEHHH, U PUIBTPAT 0TOpachiBaIoT [3].

Caenyet otmeTHTb, uto 11K cBapouHoro asposoJs
10 COJePKAHUIO B HEM CBOOOJHOTO IMOKCHIA KPEMHHUS
otcyteryert. A ucnonbszobanue [TJK amopdHoro wiu
KPUCTAJIJIMUECKOTO JIMOKCHIA KPEMHMSI MPH PasJiuy-
HOM MX COJIep2KaHHH B MbUIH /151 CBAPOUHOTO a3P03041si
BbI3bIBAET 3aTPy/IHEHHE, TAK KAK B METOAMYECKHUX YKa-
3aHusIX [3] He NpeyCMOTPEHO X pasfelibHoe orpeie-
JIeHHe B MPUCYTCTBHE KOMIIOHEHTOB TBEPIOH COCTAB-
JIsifoLLeH CBAPOYHOTO a3po30Jsl.

PasnenbHoe onpenesneHne aMopHOro W Kpucras-
JIMYECKOro IMOKCHAA, H30UpaTebHOE B MPUCYTCTBHH
COEJIMHEHHH MeTaJuIoB, HeOOXOAUMO He TOJIbKO JUlsl
aHasi3a CBapOYHbIX a3po30Jied, HO W ISl aHa/lu3a
JPYTHX TMPOMBILIJIEHHBIX a3p030Jied, 00pasyroLuXxcs
npH nepepaboTKe MPUPOHBIX MOJE3HBIX HCKOMAEMBIX,
HarpuMep B Mpollecce MeTaypruieckoro Nporu3Bol-
CTBa, U MPH UCMOJIb30BAHUN HOBBIX MaTepPUAJIOB, CO3-
JIAHHBIX Ha OCHOBe ero oTxonoB. OrpejesieHHe XKe
aMoOp(HOTO U KPUCTAJJIMUECKOTO JAHOKCHIA KPEMHUS
M0 CYLIECTBYIOIIUM METOJMYECKHUM YKazaHusim [7, 8]
paccuuTaHbl, B MEPBYIO ovepelb, /s OfpeaeseHuns
9THUX BELIECTB B UMCTOM BHJE WJIM B COCTaBe TbLJIH,
cozepKalleil, B OCHOBHOM, TPYIHOPACTBOPHMbIE
cuaukaThl. Bce ykazaHHble MeToiMuecKHe yKasaHus
[3, 5, 7, 8] npeaycMaTpUBalOT COBEPLIEHHO pasHble
YCJIOBUS MPOBeJeHUs peakuuil. B cBa3u ¢ 3TuM, 3ana-

el HCCJIE/I0OBAHUSA SIBUJIOCH CPABHEHHE HOI‘peLUHOCTeﬁ
U3MEPEHHS KOHUEHTPpALUUNU aMOp(i)HO]"O h KpUuCTaJlJin-
HECKOro JMOKCHIA KPEMHHS MO CYLECTBYIOUIUM METO-
JAYECKUM YKa3aHUusiM B IMIPUCYTCTBUH ﬂpI/IMeCQfI OKCH -
JI0B 2KeJ1e3a, aJlOMUHHUS U IPYyTUX MeTaJl10B, yCTpaHe-
HHE BbISIBJIEHHbIX HEAOCTATKOB, BbI60p ONTUMAaJIbHbIX
YCJIOBHH OTpesieeHHsT KPUCTA/TMUECKOro 1 aMopa-
HOTO JIMOKCHIA KpeMHHsI B OfiHOH Tpobe, pa3paboTKa
YHU(ULHMPOBAHHOTO BAPHAHTA aHAIM3A.

Ma’repuaﬂu M METO/bI UCCJIETOBAHMI

OueHka norpelHoCTH 0ULHANLHO YTBEPKIEHHBIX
METOIMK U3MEPEHHs] KOHLEHTPALMH IMOKCHIA KPEMHHSI
B MbIIK B BO3/yxe paGoueil 30HbI [3, 5, 7, 8] npoBoju-
JIach C UCTOJIb30BAaHHEM CYLIECTBYIOLIHMX TPeOOBAHUH K
13MepeHuio xumudeckux Betects [9, 10]. Inst npuro-
TOBJIEHHUSI TPAAYHPOBOYHBIX PACTBOPOB IHOKCHA KPEM-
HUsI HCIOJIb30BAJIH CTaHAAPTHBIH 00pa3el] HOHOB KPeM-
nus JIC3Y 022.20, kBapit (ropHbIil XpycTaJib) U a3po-
cun-300 (TOCT 14922-77). Ilnsi OUeHKU BJUSHUSA
MelIAIOIINX TPUMeceil HCMOMb30BaMN OKCHJIBI XKeJlesa,
MapraHia, ajlloMUHHUS, KaJblis, MEId U MarHus (KBa-
Jauduxanuu yna u x4). CriasjaeHne KpUCTANINIECKOro
JIMOKCHJIA KPEMHHU$I C COCTABHBIM IJIaBHEM MPOBOJIUJIN B
MIATHHOBBIX THIVISIX BMECTHMOCTbIO 25 ¢M3 B 9/1eKTPO-
neun CHOJI. CrieKTpbl NOMVIOLIEHHS PETUCTPUPOBANH
Ha crnekrpooromerpe CP-26.

Hanocu/in Ha pUIbTp HABECKU KPUCTAJIIMUECKOTO U
(1) aMOpgHOro JMOKCHIA KPEMHHsI, TPUMECH OKCH-
JIOB METaJJIOB M jlajiee aHAJU3UPOBAH COJEpKaHHE
cBOGOIHOTO IMOKCH]IA KPEMHHUS B COOTBETCTBHH C METO-
JIMUECKUMH yKa3aHusiMu [3, B, 7, 8] i npeujioxeH-
HbIM HAMH BaPHAHTOM METOJMKH, U3JI0KEHHOM HHXKe.

Ousbrp APA-BIT ¢ npo6oii nomelain B CTEK/0-
YIJIEPOAUCTBIH TUTeJlb, PACTBOPSIM aMOPMHbIH THOK-
CHJL KpeMHHs B 5 cM> 4 H. BOJHOIO pacTBopa MMIpPOK-
culia HATPHsl TIPU KUISTYEHHH B TeueHHe 5—7 MHUHYT,
OTJIEJISIIN €70 OT KPUCTANJHUECKOH YacTH (PUJIBTPOBA-
HHEM Yepe3 (PUIILTP «CUHSIS JIEHTa» B MEPHYIO KOJOy
sMectumocTbio 100 em?, nefitpanusosanu duasbTpar
5 cM3 4 H. cepHOll KHCJOTHI M JOBOAMJIH 06BEM 10
METKH BOJIOH.

B npo6upky or6upanu ajuKBOTHYIO 4acTb MpPoObl
aMop(HOro JMOKcHAa Kpemuus 1—2 cm3. PacTBop
JONMBAJH OHOBBLIM PACTBOPOM 10 2,5 ¢M3, 106aBJIs/IH
1 em® 7 % pacTBopa MOJIMGIeHOBOKHC/ION0 aMMOHHS! B
| H. pacTBOpe CepHOH KUCJIOTHI, Yepe3 O MUHYT MpPHJIH-
Bam 1 ev® 20 % pacTBopa BHUHHOH KHCJ0TbI, 0,5 em?
1,0 % pactBopa ackopGMHOBOH KHCJAOTHI M uepe3
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20 MHH U3MepsIIM OTITHYECKYIO MJIOTHOCTb pacTBoOpa Ha
criekrpooromerpe npu JyiuHe BosiHbl (890 + 5) HM.

@unbrpbl ADA-BIT v «cuHsisi leHTa» ¢ 0CAKOM
(KpUCTa/NIMUECKUM JHOKCHIIOM KPEMHHSI H TIpUMecs-
MH) TNoMmellasd B MJATUHOBblE THIJIH, O30JSJIH B
MycheJsIbHOH Meyr, NOCTeNeHHO MOBbILIAs TeMIePaTypy
J0 600 ‘C, u npokaJuBaJu MpH 3TOH TeMrepaType B
teyeHue 30 MuHyT. 15l OTIE/NEHHST OKCHOB, THIPOK-
CHJIOB, KapOOHATOB METAJIOB K 30JIbHOMY OCajIKy B
THTJIE 106aBJSIN 7 M COISTHON KMCIOThI, HarpeBaJIH
10 MHHYT (He 0BOSA 10 KUIIEHUs ), TIPUAMBAIN 5 cM>
BOJIbl, JIOBOIMJIM 10 KUIIEHHUS], IeKaTHPOBAJIH PacTBOP
yepe3 (QHUJILTP «CHHAS JeHTa», o6apasan 10 cm3
cMecH pasbabJieHHbIX 1:1 cossiHO U a30THOH KHCJIOT,
KUNSATHIM 2—3 MuHyTbl. OXJaXIeHHBIH pacTBOp
(hUILTPOBAJIH Yepes3 TOT »Ke (DUJILTP KCHHSS JIeHTa».
Ocanok Ha (pHUJIBTpe Mocea0BaTebHO 06pabaThiBaIu
pacTBopamu (HaTrPeTbIMH JI0 KUIIEHUS B THIVIE ): IBYMSI
nopuusmi no 10 em® 2 % pacTBOpa XJIOPHCTOrO
ammonnst, 20 em® 10 % pacTBopa yrJieKue0ro HaTpHs,
aBymst nopuusamu no 10 em® 2 % pacTBopa X10pHCTOro
AMMOHHS.

@unbrp ¢ ocaakoM (CUIHKATBI U KPUCTANIHUECKUH
JIMOKCHJL KDEMHHS ) IEPEHOCHIH B MJATHHOBBIN THTEJb
1 030J1511 B neun nipu Temrneparype 700 °C.

B oxnakneHublit tiresib gosmadu 1,0 em3 0,25 r/em3
pactBopa runpokapboHarta M Xjaopuaa Kagaus. Turesnb
HarpeBajd B CyLUIWIbHOM LIKady ¢ TeMmnepaTypoi
120—130 °C 10 noJiHOro ucnapeHust }KUJIKOCTH.

3areM CHaBJANH  KPUCTANJIHUECKUHH JHUOKCHL
KPEMHHSI CO CMeChIo M'HApOKapOoHaTa U XJ10pu/ia Kajius
npu temnepatype 900 °C, pacTBopsiiu MiaB, HAXOs -
wuiics B THrsie, B 5 cM® pactBopa KapGoHaTa HaTpHs
(1 Moab/nm3) npu Kunsuenuu. J1s otaene s Hepac-

TBOPHUMBIX CUJIMKATOB COIEPXKUMOE TUTJISI (DUIILTPOBA-
JI1 uepe3 QUIBTP «CHHSS JIEHTa» B MEPHYIO KOJI0y Ha
100 cm?, npoMbIBa/IM €ro Kunsilei JUCTUIINPOBAH-
HOU Bojloll (usbTp orOGpackiBaetcst), MpubaBJISAIN
6,2 cmM? | H. pacTBOpa CepHOl KMCIOTHI H JOBOJMIH
BOJI0H 10 MeTKH. Ot6upanu 1 mu npo6bl U nasbHe-
LMK aHAJIM3 KPEMHUS TIPOBOIM/IN aHAJIOTUHYHO aMopd-
HOMY JHOKCHy KpeMHHMs1. [is onpenenenus obuiero
colepxkaHusl cBOOGOAHOrO IMOKCHIA KPEeMHHUS B pobe
pe3yJibTaThl OIpeeseHHus] aMOP(HOr0 U KPUCTALIH-
4eCKOro IMOKCHIA KPeMHHSI CyMMHPOBAJIH.

Pe3y.]'lI)TaTI)l HCCJICA0BAHUA U UX OﬁCY)KZlEHI/Ie

[IpoBeaeHHas HA MCKYCCTBEHHBIX CMECSX OLeHKa
MPaBUJIBHOCTH H3MEPEHHUsST MacCOBOH JI0JTH CBOOOHO-
ro IMOKCH/A KPEMHHUST B OTCYTCTBHE M B MPHCYTCTBHH
OKCHJIOB METaJ/lJIOB METOIOM «BBEIEHO — HalieHO»
M0 MeTOJUYEeCKHM YKasaHusiM [3, 5, 7] BbIsIBUJIA DS
HE/IOCTATKOB CYLIECTBYIOINX METONK, TPHBOISLINX K
3HAYMTEJIbLHBIM OlIMOKaM aHaJsu3a (TabJ. 2).

Tak, Hcmosib30BaHHE METOAMKH ONpeJeseHHs CyM-
MapHOTO COAePKaHHsT aMOP(HOro U KPUCTANIHUECKOTO
JIMOKCHIa KDEMHHSL B CBAPOUHOM a3po3odie [ 3] mpuBOaUT
K 3aHWKEHHBIM pe3yJbTaTaM jayKe B OTCYTCTBHM TMpH-
MeceH, TOCKOJIbKY Ha CTaJMH TOATOTOBKH MPOOHI MpH
o6pabotke cmechbio Kueaotr (HCl + HNO;) amopdnbiii
JIMOKCHJI KPEMHHSI YaCTHYHO TMEPEXOAUT B pacTBOp,
KOTOPBIH B lasibHeliieM oTOpacbiBaeTcs. Kak nokasasnu
Pe3y/bTaThl IOTIOJMHUTEbHBIX UCC/IEI0BaHUH, NOrpeL-
HOCTb TMPOBEJIEHHUs] MpPeIBAPUTENbHBIX ONepaluil 1Mo
06paboTKe JiMib aMOPHOTro JAMOKCHIA KPEeMHHUsI CMe-
CbIO COJISTHOM M a30THOM KUCJIOT (IPH KUIISTUEHUH B Teue-
uue 2—3 munyt) gocturaer 9,.8—41,0 % (raba. 3).

Tabnuua 2

OlleHKa NPaBUJIbHOCTH PE3YJbTaTOB ONpeaeseHusi CBOGOTHOr0 JMOKCHIA KPEMHUS 10 U3BECTHBIM METOJMKAM
B CPaBHEHUU ¢ pa3paboTaHHbIM METOAOM B MOJIEJbHUX YCJAOBUSX B NPUCYTCTBUM Npumeceii (n = 5, p = 0,95)

Haneceno Ha ¢puiabTp, Mr —
SiO, KoauuecTro Haiinennoro Si0Q,, X + Sx Hcnonb3yembie
KpHCTALIH- | amopd- Beero FeO | ALO; | kpucramin- | amopd- BCEro Me;zgr:;zﬁne
YeCKOro HOT0 YeCKOro,Mr | HOro, Mr Mr %
2,0 2,0 4,0 0 0 - - 4,1+0,1 | 102,5 MYV Ne 2391-81,
C.22-26
2,0 2,0 4,0 3,0 3,0 - - 2,6+0,1 | 65,0 MY Ne 2391-81,
C.22-26
2,0 2,0 4,0 0 0 - - 32+0,2 | 80,0 MY Ne 4945-88
2,0 2,0 4,0 3,0 3,0 - - 29+0,1 | 725 MY Ne 4945-88
2,0 2,0 4,0 0 0 1,9+0,1 1,9+0,1 | 3,8+0,1 | 95,0 MY Ne 5886-91
2,0 2,0 4,0 3,0 3,0 0,6 +0,2 1,9+02 | 2,5+03 | 62,5 MY Ne 5886-91
2,0 2,0 4,0 3,0 3,0 1,9+0,1 2,0+0,1 3,9+0,1 97,5 pa3paboTaHHBII
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Tabnuua 3
Pesyabrathl onpenenenust amopgHoOro 1M0KCHAA KPeMHHSI B MOJI/IbHBIX YCIOBUSIX
nocye o0paboTku cmechbio Kucaot (n = 5, p = 0,95)
(@06p36' — MOTPELIHOCTb TPOBEACHHS MPEABAPUTEJ/BHBIX ONepaluil mo 06padoTke
aMOP(HOTO AMOKCHA KDEMHHST CMEChHIO KHCJIOT)
KoaunuectBo Oyopas., Y0

KosnmmuectBo HaiiteHHOro amopguoro SiO,, mr; X = Sx

HAHECEHHOI0 Ha
(€0 = C,)X 100
q’“m’,Tp aMOPGHOTO | Goy 00padoTKH KHCJI0TaMH | ¢ 00padoTkoii kucjaoramu (C) C
Si0,, mr (Cy) 0
2,0 2,00 + 0,04 1,7 £ 0,4 15
10,0 10,3 + 0,2 8,1 £0,3 19

CymMapHoe KOJIHYeCTBO aMOp(HOro M KpucTadsl-
JIMYECKOTO JIHoKcHaa Kpemuusi mo MY Ne 4945-88
[3] B mpucyTcTBHE 3 MI OKCHIOB 2KeJie3a U aJloMH-
HUs cocTapaisieT 72,5 % OT BBEIEHHOTO KOJIMYECTBa,
TO €CTb MPEIOXKEHHbIH B METOIMKE BapHAHT KUC-
JIOTHOH 0OpabOTKU He TO03BOJIIeT MOJHOCTbIO H30ba-
BUTbCS OT MEIIAIONIEro BJIUSHUS TPUMecel OKCHIIOB
MeTaJlIoB.

Kpome Toro, nocnenyoiiasi peakiiusi 00pasoBaHus
CHHEro KpeMHeMOJIHGIEHOBOTO KOMITIEKCA MTPOTEKAET
JIMIIb B Kucao# cpene (pH 1—2), a B paccmarpuBae-
Moil MeTonnke MY Ne 4945-88 He npenycmaTpuBaert-
csl MoJIKUCJeHHe TPoObl, KOTOpasi HMEET ULIEJOUHYIO
peaKuUuIo MocJje CrUIaBJEHHS], UTO CHUXKAET YyBCTBHU-
TEJIbHOCTh OTpe/ie/IEHUS.

B Meroaukax onpejesieHUsi KPUCTANIHUECKOTO
JIMOKCHIA KpeMHHUS [7] U CBOGOJHOTO IMOKCHA KPeM-
HHUSl B YTOJIbHOH U MMOPOJHOH MblIH [ D] TaKKe 0TMEUeHbI
Henoctatku. [Ipexnie Bcero, 3T METONMKHU He U3bUpa-
TeJIbHbl B MPUCYTCTBHM NPUMECH OKCHJIOB »KeJie3a H
aJioMuHus1. Pesysbrathl onpenesieHust IMOKCHIA KpeM-
Hust no MYNe 5886-91 [7] u MY Ne 2391-81 [5] B
MPUCYTCTBHH OKCHJIOB 2KeJie3a M allOMMHHS COCTaBIS-
10T 30 % OT BBeJIEHHOro KoJuuecTBa (Tabi1. 2).

B tabauue 4 npeacrapsieHbl pesysasTaThl 6osee Moj-
pOOHOr0 H3y4€eHHs! BAUSIHUS COMYTCTBYIOLLMX NpUMecei
Ha orpefeseHHe aMOP(HOr0 M KPUCTAJIHUECKOTO
JIMOKCHJIA KPEMHHSI B MOJIEJIbHBIX YcaoBHsX. [Ipucyt-
ctBue 10 Mr mpumecH OKCHIOB »Keje3a, aJlOMHUHMS,
KaJlbllisl, MarHusi, Mejy, MapraHia NpakTHYeCKH He
BJIUSIET HA PE3YJIbTaThl ONpejiesie kst aMOP(HOTO IOK-
CHJIa KPEMHHSI U 3HAUMTEJIbHO 3aHMXKAeT pe3yJibTaThbl
onpeJieieHUs] KPUCTA/IMUECKOTO JTHOKCHIA KPEMHHUS,
KOJIMYECTBO KOTOporo coctabaser 13—88 % ot BBe-
JieHHOTo KosindecTBa. Haunbodbliiee BaUsiHHE HA Pe3yJib-
TaThl ONpe/eeHNsT KPUCTANIHIECKOTO IMOKCHIA KPEM-
HUSl OKa3blBAIOT OKCHIbl aJlIOMMHMS W 2KeJiesa.
Meaiolee BJMSHUE OKCHIOB METa/JIOB MOXKHO
00bACHUTB, NO-BUIUMOMY, TeM, uto npu 900 °C npouc-
XOIUT 06pa3oBaHue UX TPYAHOPACTBOPUMBIX CHIUKATOB
C KPUCTALJIMYECKUM IHOKCHIOM KPEMHHUSI.

PesysibTaThl MPOBEEHHbIX HCCAENOBAHUN CBUjlE-
TeJILCTBYIOT O TOM, UTO KHCJOTHas o6pabGoTka mpod
JUIsl onpeiesieHdst aMOPHOro THOKCHAA KPEMHHUS He
HyxkHa. OHa ofs3aTe/ibHA JIMLIb [P OMpeleJeHUH
KPUCTAJJIMUECKOTO IMOKCHIA KPEMHHUSI.

Jlns ycTpaHeHHsl Mellalollero BJMSHHUS OKCHIOB,
TUPOKCHIOB, KApOOHATOB METAJIIOB Ha OrpejiesieHre

Tabnuua 4

PesyabraThl onpeaeseHuss aMopHOro U KpUCTANIMUECKOTO IMOKCHIA KPEMHHUS
B MOJI€JIbHBIX YCIOBHUSIX B IPUCYTCTBUM HEKOTOPBIX CONYTCTBYIOLUX Npumeceii (n = 5, p = 0,95)

Haneceno Ha ¢guiabtp, Mr Haiigeno SiO, Haiineno SiO,
SiO, amop¢uoro KPHCTAJUINYECKOT0
colep:KkaHue

amopdublii Kp:::lil.;:;n- S npumMecu M, X +Sx % MT, X +Sx %
10 10 Fe,05 10 10,60 £ 0,16 106 3,70 £0,22 37
10 10 FeO 10 10,70 £ 0,14 107 2,10+£0,18 21
10 10 Al,O3 10 10,30 £ 0,06 96 1,30 £ 0,19 13
10 10 CaO 10 9,40 £ 0,12 94 8,30 £0,17 83
10 10 MgO 10 10,40 £ 0,13 104 8,80+ 0,22 88
10 10 CuO 10 9,70 £ 0,11 97 7,10 £0,26 71
10 10 MnO, 10 10,20 £ 0,14 102 8,30 £ 0,28 83
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KPHCTALJIHYECKOTO IMOKCHIIA KPEMHHSI aBTOPBI HCMOJIb-
3YIOT Pa3JiMuHble KUCJIOThI, HX CMECH U YCJI0BHUS 06pa-
60Tku 1pob [2—5]. Haubosiee npeanouTuresibHbIM, ¢
Hallel TOUKH 3pEHHUS, SIBJSIETCS COBMEUIEHHbIH BapHu-
anr, ucnosndyembii H.IL TTosnexaeBbim [4] u E.M.
[epuikoBuY [5], 4TO MO3BOJISIET 0OECTEUHTh H3OHpA-
TeJIbHOCTD OIpe/iesIeHHsT KPUCTAIJIHYECKOTO IMOKCHIA
KPEMHHUSI B TIPUCYTCTBUHU MPUMECEl OKCHIOB METaJIOB
(cm. Taba. 2). Ilnsa ynajieHus KpEMHUEBOH KUCJOTHI,
KOTOPAsi MOKET BbIAEJISTLCS H3 KHCJOTOPACTBOPHMbIX
CHUJIMKATOB, MpPEeLyCMOTpPEHa JOMOJHHUTeNbHas o0pa-
60TKa nMpo6 pacTBopoM KapboHaTa HaTpusi [4].

Takum oOpasdom, ajs1 onpesesieHHss CBOOOAHOTO
JMOKCHJIA KPEMHHUS B CJIOZKHBIX MPOMBILLJIEHHbIX a3pO-
30J151X HEOOXOAMMO MPOBOAUTL pasfie/ibHoe orpejele-
HHe aMOp(HOH W KpUCTaIMyeckod (opMbl, a 3aTem
CYMMHPOBATb HX pe3yJsTaThl. [1pu 9TOM nepen onpese-
JieHHeM KpPHCTa/TMueCKOro IMOKCHIA KPeMHHUsI TTPOBO-
JUTb KHUCJIOTHYI0 00paboTKy NpoObl VIl yCTPaHEHHs
MelaIOLIero BJAUSTHUS HECHJIHKATHBIX TPUMecei MeTall-
JIoB. V3 naHHBIX, MPUBEAEHHBIX B TabJHLE O, BHIHO,
yTO HanboJsee 3PPEKTUBHBIMHU IS OTAEJSEHHUST U OTIpe-

JieJleHlst aMOpP(HOro JIHOKCHAA KPEMHHUs SIBJSIOTCS
15—20 % BomHble pacTBOPbI TMAPOKCHIA HATPHS.
Konuentpauun ruapokcua natpusi menee 15 % u
6osiee 20 % NPUBOIAT K YBEJMUEHHIO OTHOCHTEbHOI
OLIMOKH OTIpesiesieHHs] CBOOOIHOTO IHOKCHIA KPEMHHS.

CirielyeT OTMETHTb, UTO YCJIOBUS CIJIABJIEHHS KPHU-
CTaJIMYECKOT0 IMOKCH/IA KPEMHHSI C COCTABHbIM MJ1aB-
HeM o MY Ne 5886-91 Tak:ke He SIBASIOTCS ONTH-
MaJsibHbIMH (Tab1. 6).

[TorpeluHocTs NpoBesieHUst NPeBaPUTENbHBIX Orle-
pauuil mo obGpaboTke Mpob6 Ha 3Tane ClJaBJeHHUS
JIMOKcHa KpeMHust ipu Temnepatype 750 °C nocrura-
et 25 %, B TO XKe BpeMsi IpU TeMIepaType CIljaBJe-
nust 900 °C ona He npesbituaet 7 %, MpuueM BiHsiHHE
COCTaBa HUCIOJIb3YEMBbIX MJIaBHEH Ha pe3yJibTaThl ornpe-
JIeJIeHUsl IMOKCHJIA KPeMHUs He BbisiBjeHo. OnHaKo,
cJlellyeT UMeTh BBHIY, UTO HCMOJIb30BaHHE KapOOHa-
TOB UIEJIOUHBIX METAJJIOB HE MO3BOJISET TPOBOMUTD
U36UPATEJILHOTO OMpE/IeIeHNs] THOKCHIA KPEMHUS B
MPUCYTCTBUU CHUJIUKATOB [2, 4].

McenenoBaHa BO3MOXKHOCTb TMPOCKOKA MbIJIEBbBIX
asposoJiedl npu ot6ope 1npod Bozayxa paboueil 30HbI

Tabnuua 3
Pesyabrarbl onpeneneHuss KpUCTANLINYECKOTO U aMOP(HOr0 IUOKCUIA KPEMHHUS
B MOJIEJIbHUX YCJIOBUSIX MPU UCMOJb30BAHUU PA3JUUYHbIX KOHLIEHTPALMI BOJAHOTO pacTBopa
TUIPOKCUIA HATPUS 11 pacTBopeHusi amopdHoi dopmbl (n = 5, p = 0,95)
Koim4yecTBO HACEHHOTO =
Ha GuALTP SiOy, Mr Konuenr- KosnnuectBo Haiixennoro Si0,, X + Sx
pauusi NaOH,
KpHCTaI- amopd- BCEro A amop - KPHCTAJLIN- BCero
JHYIECKOro HOro HOro, Mmr Ye€CKOro, Mmr MI %
2,0 2,0 4,0 0 - - 3,20+ 0,21 80,0
2,0 2,0 4,0 1 1,41 +£0,19 1,98 £ 0,04 3,39+0,12 84,8
2,0 2,0 4,0 2 1,52 +0,11 1,96 +£ 0,03 3,48+0,11 87,0
2,0 2,0 4,0 4 1,68 £ 0,04 1,98 £ 0,04 3,66 = 0,08 91,5
2,0 2,0 4,0 10 1,75 +£0,03 2,04 £0,04 3,79 £ 0,05 94,8
2,0 2,0 4,0 15 1,91 +£ 0,02 1,98 £ 0,04 3,89 +£0,03 97,2
2,0 2,0 4,0 20 2,08 +0,02 2,02+ 0,03 4,10+ 0,03 102,5
2,0 2,0 4,0 40 1,76 £ 0,04 1,96 £ 0,04 3,72 0,06 93,0
TaGnuua 6
Pe3ynbraThl onpeaeseHus KpUCTANINUECKOTO AMOKCHAA KPEMHHUS
C UCMOJIb30BaHUEM PA3JUYHBIX YCJIOBUH cniaBaeHus (n = 3, p = 0,95)
(O a5, — MOTPELIHOCTD MPOBEIEHHsI PEABAPUTE/LHOMN OnepaLky CrilaB/IeHHs! )
Haneceno Ha YcaoBusi cnuiaBJieHAs OoHapy:keHo SiO, Ous %
glg:;[; IInaBennb TT‘;’;‘;"’!,’Ca' MeTtoanka Mr %

10,0 KHCO;+KCl 900 MYV Ne 2391 10,20 £ 0,31 102 2

10,0 KNaCOj; + NaCl + KNO; 750 MY Ne 5886 7,90 + 0,41 79 21

10,0 KNaCOj; + NaCl +KNOs 900 MYV Ne 5886 10,30 £ 0,41 103 3

10,0 NaHCOj; + NaCl 900 MY Ne 4945 10,40 +31 104 4
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Ha MeTaJlypruueckoM MPOU3BOJCTBE C HCIOJb30Ba-
HueMm caBoeHHblX (uabTpoB APA-BIT u ckopoctu
acriupauuu 10 1/mun [7]u 20 n/Mun [5]. Yeranosaieno,
4TO MpPH CKOPOCTH 0TGopa npo6 20 Ji/MHH POCKOK
MbUIEBOrO a3p030Jisl HA 2-M HI2KHEM (PUJIBTPE COCTaB-
as.1 o1 27 110 46 %, B TOM uHcJie IPOCKOK aMOpghHOro
JIMOKCHIa KpeMHus jocthran 42 %, a Kpucrasinye-
ckoro — 29 %. JIns UCK/IIOUEHHS] MPOCKOKA MEJKHX
(bpakumil TMOKCHIA KpeMHHsl Yepe3 (UILTp LeJieco-
06pasHo MPoBOIHTL 0TOOP uepe3 duabTpbl ADA-BIT
co ckopocTbio 10 j1/MuH. [TorpeiHocTs onpesieeHus
COJIeP2KaHUsT KPUCTAJIIMYECKOTO IMOKCHIA KPEMHHUS 3a
CUET MPOCKOKA B 9THX yCJOBHsAX cocTaBasa 2,8 %,
amopcroro — 4,6 %.

[TocKoJIbKY YyBCTBHTEJ/IBHOCTb OMNpeesieHHsl THOK-
cHaa KpeMHHUs oueHb BbicoKa (0,5 MKr B aHanu3upye-
MOM of6beMe pacTBOpa, IMana3oH OMpeessieMbIX
conepKanuii cocrapasiet 0,5— 10 MKr), To Bpemsi 0160-
pa mpo6 Boazyxa orpejessieTcsi MUHUMaJbHO Heo0Xo-
JMMOH HaBecKOH MbLIH Ha (PUJIBTPE, paBHOH 2 MT B
cootBetcTBUH ¢ MY Ne 4436-87. I1pu HaBecke MbLIH
Ha puabTpe ot 2 10 10 Mr onpenensieMoe cofepKaHue
B HEH IMOKCHAA KPEMHHUST MOXKET coCcTaBJsiTh oT 20 110
10000 mxr (ot 1 1o 100 %), To ecTb TpeGyemoe pas-
BefieHue npoGbl coctasisiet oT 40 no 1000 pas.

[lo nannbIM JuTepaTypsl [6] MPH OAHOM U TOM 2Ke
COJIEBOM COCTaBe OMNTHYECKAsl MJOTHOCTb PACTBOPOB
KPeMHEMOJUOIEHOBOH CHHU MPSIMO MPOMOPLHOHAJb-
Ha conepxkanuio SiOy B pacTBope, a NpH MOCTOSHHOM
conepxkanun SiO, onTHYECKas MIOTHOCTL PACTBOPOB
JIMHEHHO YMEHbILIAETCS C MOBbILLIEHHEM KOHLIEHTPALHH
coa. Jlis uckoueHusi cosieBoro agdekra cieayer
MaKCHUMaJIbHO YMEHbLIUTb COJlepaKaHhe cosiell B aHa-
JIU3UPYEMOM PACTBOpPE, MPEABAPUTE/bHO pa3taBJisiTh
UX JI0 TakoH cTerneHu, 4ToObl cosieBoil 3hdeKT Obl1
He3HAUUTENbHbIM, a MPH aHa/ju3e aJMKBOTHOH 4YacTH
npoObl CyellyeT JOBOAUTb KOHLEHTPALMIO COJIeH 110
ucxoaHoro ypoBHsl. Tak, sl CrJlaBieHHs JMOKCHIA
KPeMHHsI C THAPOKApOOHATOM W XJOPHIAOM KaJjusi
JIOCTaTOYHO TPUMEHSITh TUIaBeHb B 50-KpaTHOM KOJIH-
YyecTBe MO OTHOIIeHWI0 K HaBecke npoObl [4]. [lpu
HaBeCKe MbLIH OT 2 10 5 MT CJIelyeT pa3BOIUTh MpoGy
B MepHo# Kos16e Ha 100 mJj1, a nMpu HaBecke OT 5 10
10 Mr — B mepHoit kKon6e Ha 200 mJ. AJHKBOTHYIO
yacThb npobbl, B3sATYy0 A1t aHaausa (0,1—2,5 M) cie-
JyeT I0BOAUTh 0 2,5 MJ1 He IMCTHJ/IMPOBAHHOH BOJIOH,
a (DOHOBBIM PacTBOPOM, COJIEPIKAILIMM TIJIaBeHb, Kap-
6oHAT HATPHUST M CEPHYIO KHCIOTY (A1l KpUCTasInde-
CKOI1 (hOPMBI ) MJTH THAPOKCH/L HATPHST M CEPHYIO KHCJIO-
Ty (115 amopcHoit dopmbl). KoHTposimpoBath mnpa-

BHJIBHOCTb OMNpe/ieIeHUs] PEKOMEHIyeTCsl METOL0M
JIBOMHOTO pasBe/ieHusl, TO €CTb aHaJW3UPOBATh CPasy
clellyeT JBe aJMKBOTHbIE YacTH MpoObl (Hampumep,
1 12 ma). [1pu paz6aBsienun npo6sl B 2 pa3a pasHula
pes3yJ/IbTaToB OMpejeseHusl JHOKCHAA KpeMHHSl He
JIOJIKHA TIpeBbILIATh OLIMOKH H3MEPEHHUS! C HCII0Jb30-
BaHHeM KOHTPoJbHUX pacTBopoB — K, paBuoii 10 %.

Criesyer o6paTHTh BHUMaHHE Tak:Ke Ha BBIOOD
ONTHMAJILHOTO JManasoHa JYIMH BOJIH MPH U3MEPEHHH
ONTHYECKOH MJIOTHOCTH pacTBOpoB. Kak mnokasagu
pe3yJIbTaThl UCCEIOBAHHI ( PUCYHOK ), aHAJTUTHUECKOH
06J1acTbIO AMaNa3oHa JYIMH BOJIH JIsl U3MepEHHs] ONTH-
4eCcKOi MJIOTHOCTH PacTBOPOB CHHEro KpeMHEeMOJHO -
aenosoro kommiekca sisasiercst 890—910 um. B stom
JMarnasoHe UyBCTBUTENBHOCTD OTIpeiesIeH s JMOKCH A
KpemHust Boile B 1,7 pasa, yem mnpu 815 HM
(MY Ne 5887-91, MY Ne 5887-91) u Bblllle, ueM npu
600— 610 um (MY Ne 2391-81, MY Ne 4945-88)
B 3,7 pasza. BeaeHue coBMeCTHO ¢ acKOpOUHOBOMH
KHCJIOTOH cyJsibhaTa MeiH (KaK pPeKOMEH/IOBAHO B
MY Ne 5887-91) B kauecTBe BOCCTAHOBHTEJS He
NPUBOJIMT K YBEJHUEHHUIO BEJIHUUHbI OTITHUECKOH T1J10T-
HOCTH HCC/IEyEeMOr0 PACTBOPA, TO €CTh K CYIIeCTBEH-
HOMY MOBBIILIEHHIO YyBCTBUTENLHOCTH METO/IA.

Besnunna onTHYecKOH TJIOTHOCTH pacTBopa,
MCIOJIb3yEMOT0 B KaUeCTBe KOHTPOJIBLHOTO He JI0JIXK-
Ha npeBbiaTh 3HadeHusi 0,02. Ilna storo ciaenyer
UCI0JIb30BATh CBEXKENEePerHaHHyIo TUCTHIIIHPOBAH -
HYIO BOJly, @ PACTBOPbI PEAT€HTOB XPAHUTb B MOJHI-
THUJICHOBOM MOCY/e, T.K. IPH XPAHEHUH B CTEKJISTHHOH
nocyae BO3MOXKHO 3arpsi3HeHHe BOJbI CHJIMKATAMH
U3 CTeKJa.

Panee sl mpUroTOBJIEHHUS CTAHIAPTHOrO pacTBopa
NPUMEHSJIA TOPHBIH XpycTaJlb, KBaplL WM Oe3BOMHYIO
KPEMHEBYIO KHCJIOTY, YTO HE MCKJII0YaN0 BO3MONKHOCTH
BHECEHUS B pe3yJ/ibTaThbl aHAJM3a CJyYailHbIX MOrPELIHO-
creil. [TosiBnienne crannapTHbIx 06pa3LoOB CoCTaBa pac-
TBOpa, coflepKaiinx HoHbl Kpemuusi (JIC3Y 022.20-96),
CBOJIUT K MUHUMYMYy 3Ty BepositHOCTb. KosdduumneHt
nepecueTa KpeMHHsI Ha JIMOKCHL KpeMHHUs paBeH 2,14.
CrielyeT MOMHUTb, YTO BMECTO CYXOTO IJIaBHSI MOXKHO
NPUMEHSITb BOAHBIA PacTBOP MJIABHS, KaK MPEI0KEHO
B MY Ne 2391-81, uto yckopsieT u yrpoliaer onpeje-
JIeHHe KPUCTAJUTMYECKOTO IMOKCHIA KPEMHHS.

Takum o6pasom, Uil MOJyYEeHHS] JOCTOBEPHBIX
pesyJ/IbTaToB oNpeje/ieHHsl CBOOOAHOIO AHMOKCHIA
KPEeMHHsI YCOBEPIIEHCTBOBAHDBI U3BECTHbIE METOJUKH,
4TO 0GECTIEUNIIO X U3OHPATENBHOCTD B MPUCYTCTBHUH
XapaKTepHbIX MPUMeCeH, MMEIOIIUXCS B Pa3/HUHbIX
BHJIaX MbIJH.
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PucyHoK. Cnekmpeor ceemonoerowenus pacmeaopa cune2o Kpememoruboenosozo komniexca (pH 1—2, 20 me
duokcuda KpemHusl) 8 npucymemsuu soccmanosumeneti: I — ackopourosot Kuciomeot,

2 — cyrvghama medu u ackopOUHOBOU KUCAOMIbL.

CKOppeKTHPOBaHHbIE YCJAOBHS aHAINU3a TO3BOJISIOT
OTpe/IeIsiTh KPUCTANIMIECKUE W aMOP(MHbBI JHOKCH]L
KPEeMHHsI, HAXOJALLMECS B OIHOH MPo6e B NPUCYTCTBUH
TPYAHOPACTBOPUMbBIX CHJIMKATOB M HECHJIMKATHBIX
npumeceit metasios (Fe, Ca, Mg, Mn, Cu, Al), coe-
JiHeHui ocdopa U MbllLIbsIKA.

[IpemioyKeHHbIN BAPHAHT METOJMKH BbIITOJHEHUS
M3MepPEHHH MacCOBOH JI0JIM JMOKCHIA KPEeMHHS
amopHOro M KpHeTaaauueckoro (B %) B BUTAIO-
uleil nblid B BO3ayxe paboyeil 30HbI MO3BOJISIET
M3MEpPSITb UX MACCOBYIO JIOJIIO B IManasone ot 1 o
100 % muokcuaa KpeMHust (IIpH Macce MbLIH Ha
duabrpe ot 2 no 10 mr). Heuckiiouenuasi cucrema-
TUYeCcKasi NOrpeliHoCThb, 00ycJ/aBAuBaeMast orpell -
HOCTSIMM TPUIOTOBJIEHHSI pacTBOpoB, Npubopa,
MOCTPOEHHUsI TI'PayMpoBOYHOro rpacuka, ordopa
npo6 BO3/yXa, U3MEpeHHUsl KOHLEHTPALMH BeLlle-
CTBA, COCTABJISIET /151 KPUCTAJIMYECKOr0 AHOKCHAA
kpemuust 20 %, anst aMOPGHOro TMOKCHAA KpPeM-
g — 17,4 %, cJlydyaiiHas cocTaBJistollas s
KPUCTa/IJIMIECKOr0 JIHOKCHIA KPEMHUSI COCTABJISET
4,2 %, amopdroro — 5,2 %.

CyMMapHasi MorpeuiHocTb MeTola OrnpeeseHus
KPUCTA/JIMUECKOTO JIMOKCHIIA KPEMHHS COCTaBJISIET
24,3 %, amopduoro — 23,3 %.

Bosblioe pasHoo6pasue MpOMbBILIJIEHHBIX a3po-
30J1el, coeprKalluX CBOOOIHBIA TUOKCH] KPEMHHUS,
pasJjiMure B KaueCTBEHHOM COCTaBe M KOJHUECTBEH-
HOM COOTHOULIEHHHW WX KOMIOHEHTOB TPebyloT 06s-
3aTeJIbHOTO  TMOATBEPXKIAEHUS H30HpaTeNbHOCTH
UCIOJIb3YEMOH METOAMKH B KaxKIOM KOHKPETHOM
cayyae (Ha Kaxk[IOM MPOU3BOACTBE, TEXHOJOTHYE-
cKoM rpouecce). st 3Toro ocyuiecTBISIOT onepa-
TUBHbBIA KOHTPOJIb MOI'PELIHOCTH M3MEPEHHUsT CBO-
60/IHOTO JHMOKCHA KPEMHHMsI B peasibHbIX Npobax
BO3/lyXa, CoJep:Kalllie IMblib, C HCIO0Jb30BAHHEM
MeTozia 106aBOK: 0TOUpAIOT 2 napaJiiesibHble TPOOb
Bo3szyxa, nepsyto (Ne 1) aHa/qM3UPYIOT B TOYHOM
COOTBETCTBHH C METOAMKOH M [MOJIy4alOT pe3dyJsbTaTr
aHaJin3a cojiep:KaHusi aMopHOro U (HUJM) KpUcTal-
JINUECKOTO JIMOKCHAA KPEeMHHS B aHaJIU3HPyeMOi
nbiti (X), MKr; K apyroit mpo6e (Ne 2) no6aBastior
pacTBop CTaHJapTHOro o0paslia HOHOB KpPeMHHS
JICTY 022.20 (Tak Ha3biBaemas jpo6aBka [] B npe-




1(21) ‘2010

nesax ot 50 10 150 % ot coJiepKaHUsl BelllecTBa,
KOTOpOE OMpeJesIUN B NIepBOil pobe ), aHATU3UPY-
10T 1 noJyualoT cofepxkatue (Xj) amopdnoro u
(MIM) KPUCTAJIMIECKOTO JHOKCHAA KPEMHHS B
npo6e Ne 2. Jlo6aBky I no6aBjsitoT B npody K
aMoOp(HOMY JHOKCHLY KPeMHHsl 10 BHeceHHsi 4H.
pacTBopa IIeJI0UH, a K KPUCTANIUIECKOMY THOKCHILY
KpeMHHUs (B 3Ty ke npoOy Ne 2) — nepej jo6aBiie-
HHeM pacTBopa MJaBHs. Peaysnbrat namepenwus
norpettHoct uamepennst (K ) npusHator ynosier-
BOPHTEJIbHBIM, €CJIH BBITIOJHSIETCS] COOTHOLIEHHE:

|(X, =X = 1)+0,5(X, +X)| x 100<K,.

B cisiyuae npeBbilleHHsI HOPMATHBA MOTPELIHOCTH
usmepenusi (16 % — aas amopduoro u 20 % —
JU1sl KPUCTAJIIHYECKOTO IMOKCHIA KPEMHHS ) aHaJIH -
3bl NTPEKPALLAIOT 0 BBIICHEHHSI U YCTPAHEHHUSA TIPH-
YUH, TPUBOLALIUX K HEYAOBJETBOPUTEJbHBIM
pesyJsbTaTam.

OtedbHbIe TPUMEPBl Pe3yJ/IbTaToOB ONpeelieHus
CcBOOOJIHOTO JIMOKCHIA KPEMHHMS B BO3yXxe paboved
30HBI TIPH pa3pabOTKe HEKOTOPbIX TOPHBIX TMOPOL
Jonb6acca, NpoMbILJIEHHBIX OTXOAOB, a TakKxKe Ha
paGounx MecTax NPEeANpUSITHH MeTaJlypruiecko,
YTOJIbHOH, APYTHX OTPaC/eH MPOMBILLITIEHHOCTH H OI1e-
PATUBHOTO KOHTPOJIS MOTPELIHOCTH U3MEPEHHsl Mac-

COBOH JIOJIM JIMOKCHAA KPeMHMsI B Mpobax BO3/yxa,
CoJIep2Kalllero Mbliib, C HCMOJb30BaHHEM MeTOa 100a-
BOK MPHUBEJEHBI B TabsULE 7.

Kak BHIHO W3 IaHHbIX, TPEACTaBJIEHHbIX B Ta0HLIE 7,
CBOOOJHBIN JIMOKCH KPEMHHSI B KPHCTAJJIHUECKOH
dhopmMe TMpUCYTCTBYET B aGCOJIOTHOM OOJIbLUIHHCTBE
NPOMBbILIJIEHHBIX a3p0o30Jied. CBOGOJAHBIN JAHOKCHL
KpPEeMHHsT B BHJie aMOP(PHOH MOJAHUPUKALMH TIPUCYT-
CTBYET B a3P030JisIX KOHAEHCALMH MPH MPUMEHEHHH
KPEMHHCTBIX (heppPOCIIABOB, MPH TJIaBKe YyTyHa, NPH
3JIEKTPOCBApKe, TPH MCIOJb30BaHUH aspocusa. Bo
MHOTHX CJIy4asiX JMOKCHI KPEeMHHsI MPHCYTCTBYET B
MPOMBILIJIEHHBIX a9P030JIIX KaK B KPUCTAJJIMUECKOH,
Tak ¥ B aMopc¢HOH (opMe, uTo TpebGyeT COBeplleH-
CTBOBaHUsI THTHEHHYECKHX MOJIXOI0B K HOpPMHPOBAHHUIO
cojiepXKaHusi Takod mbuid. Eciu Gbl yuuTbIBajach
OJIHOHATIPABJIEHHOCTb JIEHCTBUST KPUCTANJIHUECKOTO U
aMop(HOro JHOKCHIA KPEMHHS, TO, MO-BUIUMOMY,
n3MeHusnach 6wl BequuuHa [IJIK mbiim B Bo3myxe
pabouell 30HBbI LIMXTOBLIMKA (Tabs. 7), rae obliee
coliep>kaHue CBOOOHOTO IMOKCHIA KPEMHHS B Mblile-
BOM asposose coctapuao Gonee 10 % (9,4 % xpu-
crannnueckoro U 1,7 % amophHoOro); snekTpocsap-
1IMKa, TJe coaepKaHue CBOOOAHOrO JAHOKCHIA KpeM-
uust coctasuno 4 % (1,8 % Kpucrasiuueckoro u
2,6 % amopdHoro).

Tabnuua 7

PesyabTaThl onpejeseHus CBOGOJHOro AMOKCHAA KPEMHHS B BO31yXe paboueil 30HbI U MOKa3aTeu
onepaTUBHOTO KOHTPOJISI NOrpeiHocT usmepenus (n = 3, p = 0,95)

Copep:kaHne cBOOOIHOT0 THOKCHAA KPEMHHUS
HaumeHoBaHHe PaGoUYNX MecCT, KPHCTA/LIHYECKOT0 amopHoro
B/ IbLIH = Kn, % = Kn, %
8 % mr, X +Sx s % mr, X + Sx s
MarHHKCT MenL AL 32801 97,1 2,74 +0,14 6,4 He oGHapy»xeno
OTHEYIOPHOT'0 KUpIUYa (IbUIh KBAPLUTA)
MammHucT KoMOaitHa yroJIbHOM MaXThl 57 061 +0.03 9.0 012 <1 157
(rnuHMUCTBIN craHen) ’ ’ ’ ? ’ ’
TopropaGounii yroaunoit maxTet 21,5 0,56 + 0,02 122 He o6HapyskeHo
(TIecyaHUCTHIN ClaHen) ’ ’ ’ ’
Bynkeposnmmk arnodabpuku (ariopyzna) 3,9 0,29 £ 0,02 19,7 He o6napyxeHo
T'oproBoii romenHoro nexa 34 0,19+ 0,02 13,5 1,4 0,16+ 0,02 13,2
METAITyPrH4eCcKoro 3aBoja
[TpuroroBuTENs TEPMUIECKUX CMeECEi 375 158 £0.11 55 He oGHADYVIKEHO
(KopyHIKapOHUa-KpEMHHUEBAs! CMECh) ? ’ ’ ? Py
1ImakoBImUK (JIOMEHHBIH [ITAK) 7,5 0,21 £ 0,02 19,5 He o6napyxeHO
bpuramp wuxTonoAroToBKi 9.4 0,75 + 0,02 8,5 1,7 0,13 0,01 9,9
MapTEHOBCKOT'O 11eXa ’ ’ ’ ’ ? ’ ’ i
OnexrpocBapuuk (paroc AH-60) 15,9 0,79 + 0,03 9,7 1,8 0,16+0,01 5,0
DJleKTpora3ocBapIuuk, ekrpoast AHO - 15 0.13 +0.03 102 28 074 + 0.04 96
4 (cBapOYHBIH a3P0O30JIb) ’ ’ ’ ’ i ’ ’ i
[poceBanbIuK CHIMYYNX MaTepUaIOB He o6HapyskeHo 08 2334020 43
pe3MHOAENATENFHOTO IeXa (adPOCHIT) ’ ’ ’
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Kak BunHO U3 Tabsuiipl 7, Npu UCMONb30BAHUH pPas-
pabOTaHHOrO HAMH BapHaHTa METOAMKH OTlePaTHUBHbIH
KOHTPOJIb TIOTPELIHOCTH H3MepeHUs aMop(HOro u
KPUCTAJJIMUECKOTO JTMOKCHAA KPEMHHSI B peaJsibHbIX
npo6ax BO3/yXa, COAEPKALLEr0 BUTAIOLLYIO Mbl/b, He
BbISIBUJI [IPEBLILLIEHUST ITOrO T10Ka3aTeJisl B IUanasoHe
MaccoBbix nodieii ot 1 o 100 %.
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MyxiH B.B., NyTiniHa O.H., AATyxosa H.H.

AO NTUTAHHS NPO BUSHAYEHHS BIABHOINO AIOKCNAY KPEMHIIO B PISHUX
NPOMWCAOBUX | NPUPOAHUNX AEPO30ASIX NPU SAINCHEHHI MNrieEHIYHOro
KOHTPOAIO

HAI meanko-ekonoriyHnx npobaem AoHbBacy i ByrinbHOI NPOMNCAOBOCTI, M. AOHEeUbK

[IpoBeneHa nopiBHsIbHA OlliIHKA METO/IiB BUBHAYEHHS BIJIbHOTO JIOKCULy KPEMHII0, 30KpeMa aMOpP(HOro i KpUCTaIiuHOTO,
B TIOBiTpi poO0OYOI 30HU B MMMJIOBOMY aepo30i. BusiBieHuit psii YMHHMKIB, 110 MPUBOISATH 10 3HAYHUX MTOMUJIOK aHaJIi3y.
Bubpani onTuManbHi yMOBY ITPOBENEHHS peaklliii i 3aIIponoHOBaHUi YHi(iKOBaHMIT BapiaHT METOIMKM IO CITIEKTPOPOTO-
METPUYHOMY BUMIpPIOBAHHIO KOHIEHTpALlili BIIbHOTO JiOKCHUIY KPEMHIIO B MOBITPi poO0OYOI 30HU B NMUJIOBOMY aepo30JIi B
niama3oHi BMiCTy MacoBoi yacTkM Bif 1 1o 100 %.

Kxarouori ciioBa: BiTbHUN TiOKCHI KPEMHiI0, METOAUKA BUKOHAHHA BUMIipPIOBAHHA, MOBITPSA Po60OUYOi 30HU

Mukhin V.V., Putilina O.N., Altukhova N.N.

TO THE QUESTION ABOUT DETERMINATION OF FREE SIO, IN VARIOUS INDUSTRIAL
AEROSOLS DURING REALIZATION OF HYGIENIC CONTROL

Research Institute for Medico-Ecological Problems of Donbass and Coal Industry, Donetsk

The comparative evaluation of determination methods of free SiO, including amorphous and crystalline in the industrial
aerosols in the working zone air was realized. Factors, which bring to substantial errors were revealed. The optimal conditions

of reactions realization were selected. Unification of the method of spectrophotometric determination of free SiO, concentra-
tion in the working zone air in the dust aerosol in diapason of mass portion content from 1 to 100 % was proposed.

Key words: free SiO,, determination method, working zone air
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