I'pynna B39

MEXTOCYTAPCTBETHHEB A CTAHJOAPT

PENKO3EMEJIBHBIE METAJLIBI 1 X OKHMCH

Merton onpenejgeadHa KpeMHHA FOCT

Rare-earth metals and their oxides. 23862.33—79
Method of determination of silicon

MKC 77.120.99

Iocranosnennem Tocymapersennoro komurera CCCP no erangapram ot 19 okradpa 1979 r. Ne 3989 aara ssenenns

YCTAHOBJIEHA
01.01.81

Orpannyenne CpoKa AEHCTBHA CHATO NO NpoToxkony Ne 7—95 MemrocyaapcTBEHHOTO COBETA MO CTAHAAPTH3AIHM,
meTpoaoruu u ceprudukanun (MYC 11—95)

Hacrogimumii crannapT yCTaHaBIHBAeT (POTOMETPHYECKHIT METO ONpeneNeHua KpeMuus (ot 2-107% %
no 2:1072 %) B penKo3eMeNbHBIX METAMIAX U HX OKHCAX (KPOME IBYOKHCH IIEDHS).

MeToq OCHOBAH HA OTTOHKE KPeMHHS B BHIE (pTopHma, oO0pasoBaHHUN BOCCTAHOBICHHONR (hOPMEI
KPeMHEMOITHOIe HOBOTE TEPOIOIHKHCIOTH ¢ HOCTETYIONTHM M3MEPeHHEM ONTHUECKOM TIIIOTHOCTH PACTBO-
pa Ha QOTORTEKTPOKOTIOPHMETPE.

1. OBIIMNE TPEBOBAHUA
1.1. OGurne TpeboBanmna K MeTony aHamiza — no F'OCT 23862.0 — 79.
2. ATITTAPATYPA, PEAKTHUBBI 1 PACTBOPHBI

DotosaexTpokomopuMeTp DHK-56 HIM aHATOTHIHEIH.

BaHOYKH HOIMSTHICHOBEIE BMECTHMOCTBIO 50 1 100 eM3.

Konbu mepHbIe.

LymiHapH GTOPOIUIACTOBEIC C HABHHIMBAIOIIMMHCA KPRIIIIKAMH, THAMCT) IIHHIPa 55 MM, BBICO-
Ta 60 MM.

TInuneTka MONMSTANEHOBAS € TeIEHAIMH, BMECTHMOCTERIO 3 CM-.

Ileur MydenpHad ¢ TEPMOPETYIIITOPOM, 00ECIIETHBAKIINM TeMIIeparypy mo 900—950 "C.

Ikad CYIMILHBI ¢ TEPMOPETYIATOPOM, 00eCcHeTHBAIOIIHM TeMieparypy o 110—120 °C.

Kucnora ¢gropucrosogoponnag mo I'OCT 10484—78, oc. 4. 21—5.

Kicnora xmopHag, x.1., 56%-HEIF pacTBop.

Kucnora asornag ocofoit uncrorer mo I'OCT 11125—84; 2 monb/am> pactsop.

Kucnora conanag ocoboii unctotel o T'OCT 14261—77, pasbasncHuasg 1 : 1.

Kucnora GopHag, oc. 4. 14—3, HaCHILLEHHLIA pacTBOP.

Kucnora ackopGHHOBasI, pacTBop ¢ KoHNeHTpanmei 10 r/nv? (cBeKeNpHroTOBIEHHEIN).

AvmoHNA MomubmeHoBoOKHCHEI mo T'OCT 3765—78, X. 4., JOIOMTHATENLHO TEPeKPUCTATUIN30BAH-
HBIA, PacTBOpP ¢ KOHIeHTpanmei 50 r/mv>.

Hatpng rugpookuch o I'OCT 4328—77, X. 1., CIHPTOBOM H BOTHHIN pacTBOPH ¢ KOHIIEHTpAITHEH
40 r/m3.

CrmpT S5THI0BBIH pekTHdpHKoBaHHBIH Texuudeckuil no 'OCT 18300—87, BeICIIErO copra, JOIION-
HHUTENbLHO IBAXK/bl NEPErHAHHBINA B KBApLEBOM allapare.

Kammit-watpui vraexucnbrit no T'OCT 4332—76.

HN3aanne ogmuuaibHoe IlepencuaTka Bocnpemena

Hzdanue ¢ Havenenuamu Ne 1, 2, ymaepaucdennvimu ¢ anpeae 1985 2., mae 1990 2. (HYC 785, §—90).
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TroCT 23862.33—79 C.2

Kpemang gyokuck mo I'OCT 9428—73.

Bona meronm3oBanHas.

CTaHmapTHBIM PACTBOP KpeMHHS (3aMacHoi), comepxantiii 0,2 mr/cM® Kpemand: 0,2139 1 AByOKHCH
KPEMHIT IMMOMEMIAOT B IFIATHHOBYIO YAIIKY, PHOABIAIOT 3—4 T YIJICKHCA0TO KaTHA-HATPHAS M CIVIABISIOT
B MyhenarHoi nmeun mipa 900—950 “C 1o momydeHHA TIPO3PATHOTO MaBa. I11aB BEIIIETATHBAIOT BOJOM,
DPacTBOP MEPEBOIAT B MEPHYIO KO0y BMeCTHMOCTEIO 500 cM®, 10BOIAT 00BeM BOMOH 10 METKH H IIEPEME-
IIHBAIOT, XPaHAT B IIOMHATHICHOBOH MMOCyIe.

Pactrop kpemumsa (paboumit), comepxkanimii 10 MKr/cM? KpeMHHSI, TOTOBAT B MeHBL YVIOTpeSIeHUs
pa3baBIeHHeM CTAaHTapTHOTO pacTBopa Bomoit B 20 pas.

Paszn. 2. (M3Menennan pegaknoaa, Mam. Ne 1, 2).

3. ITPOBEJEHUE AHATTH3A

3.1. B KpHIIKY (GTOPOIIACTOBOTO MHAXHIPA ITOMEIIAIOT | cM? CIHPTOBOTO pacTBOpa THIPOOKHCH
HATPUSA, PACIIPenesassi ero POBHHEIM CA0eM, H BHICYIIHBAIOT B CYIMALHOM IKady mpu 50—60 °C.
B umnmHIp moMemalTr HaBecKy okucu P3M maccoil 1 r, gobasasor 2 cM® Bomsl, 12 cM® XJIOpHO#H
KHCIIOTH, 2 cM® (DTOPHCTOBOJOPONHON KHCIOTEI, OCTOPOXHO TEPEMEIIHBAIOT, Cpa3y K¢ 3aKPLIBAIOT
THAWHIP KPHIIKOH ¢ THIPOOKHACHI0 HATPHS H BHIIEPKHBAIOT B CYIIMILHOM mKady npu 110—120°C s
TedeHHe 2 4. 3areM IUIHHIP BEIHUMAOT M3 IIKaha, ocTOPOXHO CHMUMAKOT KPHIIKY, YTOOK He OO
CONPHKOCHOBEHHA KUCIOT ¢ THIPOOKHUCHIO HATPHS.

(M3Menennas peaagnusa, Mam. Ne 1).

3.2. Ilpy ompemeneHMH MAcCOBOH momm KpeMHHI oT 2+ 10 go 2+ 102 %, comepkmMoe KPHIIIKH
MepeHOCAT B MOMH3THICHOBYIO OaHKY BMECTHMOCTHIO 50 oM’ ¢ pacTBopoM GopHOI KHCHOTHEI (12 cm®),
BBOTAT 2 cM? pacTBOpa a30THOIM KUCAOTH, 7 cM? BOIH, 2,5 cM? pacTBopa MOTHOMEHOBOKUCIOTO AMMOHHS.
Yepes 15 MuH npuauBalorT 12 ¢M® pacTBopa COMLHOM KHCAOTEL, 5 ¢M® pacTBopa acKOPOMHOBOM KHCIOTHI,
BEIICPIKUBAIOT B TedeHHAC 20—30 MuH. IloqydeHHEBIH pacTBOP MEPEHOCAT B MCPHYK) KOMOY BMECTHMOCTEIO
50 cm?, pazdaBASIOT BOAOH JO METKH, MepeMelMBalT H H3MEPSTIOT ONTHIECKYIO TITOTHOCTH PACTBOPA Ha
(POTOBNEKTPOKONIOPUMETPE NPH A g 815 HM B KIOBETE C TOMIMHOM MMOIMOINAKINETO CBET cnog 50 mm. B
Ka4eCTBE PACTBOPa CPABHEHHS IPHMEHAIOT BOIY.

ONHOBpEMEHHO ¢ AHATH30M TPOOH TIPOROIAT Uepe3 BCe CTATMH AHATN3A KOHTPONBHHEI OMET HA
PEAKTHRHL. 3HAUTeHHE ONTHIECKOH TIIOTHOCTH PACTBOPA KOHTPOJIBLHOTO OTLITA He JOTKHO MPeRHIATE 0,15,
B IIPOTHBHOM CJIy4ae 3aMESHSIOT PEaKTHBHI.

3HaYCHHE ONTHYCCKOH IUIOTHOCTH KOHTPOABHOTO OIBITA BRIYHCSIOT H3 3HAYCHHS OIITHYECKOH IM0T-
HOCTH UCTTHITYEMOTO pacThopa. KoamiecTBo KpeMHHUS ONMPETESIOT MO TPATyHPOBOTHOMY ThachHKy.

3.3. Ilpm omnpeneleHAN MaccoBoi qomd KpeMHNA oT 2H107* % 10 3+ 1072 %, cofep:XMoe KPHIIIKH
MEePeHOCAT B TIOMHSTHIICHOBYIO DaHOUYKY BMecTHMOCTRIO 100 cM® ¢ pacTBOpoM OopHOI KHCIOTH (25 cM?®).
3ateM BBOIAT | ¢M® BOOHOTO PAcTBOpA TMIPOOKHCH HATPHA, 4 ¢M® pacTBOpa a30THOMH KHCIOTHI, 20 cuM’
BOJHIL, 5 cM® pacTBopa MOTHOIEHOBOKHCIOTO aMMoHIA. Yepes 15 MUH nmprmmBarT 25 cM® pacTBOpPa CONMg-
HO# Kuenothl, 10 cM?® pacTeopa ackopOuHOBOiH KuciaoThl. Yepes 20—30 MUH HOXYYCHHBIH PacTBOP MEPEBO-
JAT B MEPHYIO KOIGY BMecTHMOCTRIO 100 cM?, HOBOIAT 00BeM BOJIOH 10 METEM, MEPEMEITHBAIOT W M3Me-
PAIOT ONTHYECKYIO TIOTHOCTDL PAcTBOPa Ha (GOTO3IEKTPOKONOPHMETPE IPH A g815 HM B KIOBETE C TOI-
HMTHHOH TOTTONIAIero cBeT caog 10 MM. B KadecTBe cpaBHEeHNI TIPHMEHSIOT BOTY.

ONHOBpPEMEHHO ¢ aHATH30M TIPOOHI TIPOBOIAT Uepe3 BCe CTANMN AHATH3A KOHTPONBHEII OTIRIT HA peak-
THBEL 3HAYCHHUC ONTHYCCKOHM IUIOTHOCTH PACTBOPA KOHTPOJILHOTO OMBITA HE TOJCKHO MpeBHImars 0,03, B
IIPOTHBHOM CJIy4ae 3aMEHSIOT PEaKTHBBL. 3HAYEHHUE ONTHYECKOH ITIOTHOCTH KOHTPOJIBHOTO OIBITa BEIYHTA-
0T U3 3HAYEHHS ONTHYECKOH TMIOTHOCTH HCTIHITYeMOTO pacTBopa. KommdecTBO KpeMHHSI OTIPENENIIOT Mo
TPaNyAPOBOYHOMY TpadhHKy.

3.2, 3.3. (Mamenennas pegaguma, Mam. Ne 2).

3.4. TlocTpoerAde rpagyHpoBOUAOrG rpadguga

3.4.1. B momustHAeHOBHE 6aHOTKH BMecTHMOCTHIO 50 cam? pBomar mmo 0,20; 0,40; 0,80; 1,20; 1,60;
2,00 cM® pacTtBopa KpeMHHA (comepskainero 10 MKr/cM® KpeMHHS), IPHAHBAOT 12 cM® pacTBopa 6opHOH
KHCTOTH, 1 cM® BOTHOTCO pacTBOpa THAPOOKHCH HaTpHsA, 2 cM® a30THOM KHCHIOTHI, 7 cM® Bomwl, 2,5 oM’
PacTBOPa MOTMMGIEHOBOKHCOTO aMMoHud. Yepes 15 MuH B GaHouky mpuanBsaioT 12 cM® pacTeopa ConsgHOM
KHCIIOTHL M 5 CM® pacTBOpa acKopOHHOBOMH KHCIOTEL. Yepes 20—30 MHH MONYYSHHBIC PACTBODEI IIEPEBOIST
B MEPHEIC KONGH BMECTHMOCTBK) 50 cM®, 00beM pacTBOPA TOBOIST BOLOM 10 METKH M IIEPEMEIIHBAKOT.
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C.3TOCT 23862.33—79

OnTHYeCKyI0 IUIOTHOCTDE PAcTBOPOB M3MEPAIOT Ha (OTOZIEKTPOKOIOPHMETPE IpH A g815 HM B
KIOBETE ¢ TOILIMHOH MOrMonaKonero ceeT ciaod 50 MM, B KauecTBe pacTBopa cpaBHEHIA HCIIONB3YIOT BOIY.

3.4.2. B nonmstrieHoBbe GaHOYKK BMecTHMOocThio 100 em® BBOIAT 1o 0,10; 0,25; 0,50; 0,75; 1,00; 1,25;
1,50 cM? cTaHAapTHOTO pacTBopa KpeMHIS (coicpxainero 0,2 Mr/cM® KpeMHH), TIPHIHBAIOT 25 cM® pacTBopa
BOPHOI KMCITOTH, 2 CM® BOTHOTO PACTBOPA THAPOOKVICH HATPHS, 4 CM® PACTBOPA A30THOH KHCIOTEL, TOBOJISIT
obweM Bomoit mo 50 cM?, IPHIMEBAOT 5 ¢M® pacTBOpa MOMUOIEHOBOKHCIIOTO aMMOHH. Yepes 15 MHH TIpUIHEBA-
10T 25 cM® pacrBopa cOongHOM KHCHOTH, 10 cy® pacTBopa ackopGmHOBOH KHCHOTH. Yepes 20—30 mun
MOAYYEHHEBIE PACTBOPH IIEPEBOIAT B MEPHBIE KOJIOH BMecTHMOCTRIO 100 cv’, moBomar obneM J0 METKH
BOITOM M MepeMelmBaT. ONTAIECKYIO TNIOTHOCTh PACTBOPOB H3MEPAIOT HA (hOTORIEKTPOKOIOPHMETPE
npu A g815 HM B KIOBETE ¢ TONKHOMA NOIMOWAIOMIETO ¢BeT c1o4 10 MM. B kagecTBe pacTBOpa cCpaBHEHHA
MIPHMEHIIOT BOLY.

34.1, 3.4.2. (Mamenennaa peragmms, Mam. Ne 2).

3.4.3. Tlo monyIeHHBIM 3HAYEHHAM ONTHISCKOM IIOTHOCTH CTPOLT IPaTyHPOBOTHEIE TPaHKH, Ha-
HOCS Ha OCH OpIHMHAT 3HAUYeHHE ONTHISCKOM MIOTHOCTH PACTBOPA M HAa OCH abCITHCC — MAaccy KpeMHUA.

4. OBPABOTKA PE3VYJILTATOB

4.1. MaccoBy om0 KpeMHHA (X) B IPOICHTAX BRIYHCISIOT MO (POPMYIC
X =210,
m

IlIe M — Macca KpeMHHS, HAHICHHAS [0 IPagyupOBOYHOMY I'padbHKy, MKT;
,— Macca HaBeCKH aHaTH3NpyeMOH MPoGHI, T.
3a pezynkTar aHANHM3a TIPHHAMAIOT cpeTHeapudMeTHIeCKOe 3HATEHNE PE3YIIETATOR JIBYX TTAPAIIIe Th-
HHIX OTIpeeneHIH.
4.2. PacxoxXIeHHS Pe3yABTATOR JBYX MAPANIEIRHEIX OTIpeTelieHHIl HUIH PE3YABTATOBR JBYX aHATH30B He
JOJCKHBL IIPEBLILATE 3HAYCHHH OMYCKACMBIX PACXOXKICHUH, YKA3aHHBIX B TabIule.

MaccoBas foss KpemMHUA, % HJomyckaeMoe pacxoxaeHne, %
2§ 104 2§ 101
2§ 10°3 5-104
3-102 5-10°3
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