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FOCYALAPCTBEHHbBHW CTAHAAPT COIO3A ccp

PE[JKO3EMEJNbHbBIE METAJIb! MU UX OKMCH
MeToa onpepeneHus KPeMHHA rOCT

Rare-earth metals and their oxides. 23862 33_79

Method of determination
of silicon

Nocrasoenenwem Tocypapcreennoro komurera CCCP no cTaHfapram or 19 oxrabpa

1979 r. Ne 3989 cpok Ae’crBMA YCTAHOBMEH
c 01.04. 1981 r.

po 01,01, 1986 r.

HecoBmopeHwe craHfapTa npecnefyercs no 3aKoHy

HacTosiuil CTaHAAapT yCTaHABIHBaeT (OTOMETPHUECKHMH — MeTOo.n
onpenenenus Kpemuus (ot 2 - 10~* go 2 - 102 %) B peldKo3eMeJbHBIX
MeTa/J1ax H HX OKHCAX (KpOMe JABYOKHCH LEpHs).

MeTO OCHOBAaH HA OTFOHKE KpeMHHs B BHAe ¢ropuia, o6pasopa-
HHM BOCCTAHOBJIEHHOH (POPMBI KPeMHeMOJHOAEeHOBOreTePONOIHKHCIO-
THL C IOCJEAYIOIKM M3MepPEeHHeM ONTHYECKOH IJIOTHOCTH PacTBopa Ha
(bOTO3/IEKTPOKOIOPUMETDE. ’

1. OBLUME TPEGOBAHMS

1.1. O6mue TpeGosanus k MeToAy aHaausa—uo FOCT 23862.0—79.

2. ANMAPATYPA, PEAKTMBbBl U PACTBOPDI

dorossexrporosopumerp ®IK-56 uan ananOrMYHBIA.

Banouxku moJusTHAeHOBEIE BMecTHMOCThIO 50 1 100 M.

Kon6el MepHBIE.

Huauuaapsl  GTOPONNIACTOBBE C HABUHUHBAIIAMHCS KPBHIIKAMH,
AvaMeTp uumauHApa 55 MM, BeicoTa 60 MM.

TloausTuiaeHoBas muneTka Ha 1 MJ. .

IMeur MydesabHasi ¢ TEPMOPEryJaATOPOM, 00eCHEUHBAIOIMM TeMIe-
patypy zo 900—950°C.

{likad cymuabHBIE C TEpMOpPEryasTOPOM, OGECHEUHBAIOIUM TeM-
nepatypy mo 110—120°C.

H3gauue oduimanbHoe . . Mepenevatka pocnpelieHa
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FOCT 23862.33—79 Crp. 2

Kucsora ¢propucroBogoponas (IIaBuKOBasi KHCIOTa), oc. 4. 21—5,

Kucaora xaopHas, X. 4., 56% -Hblit pacTBoD.

Kucaora asorsass ocoGoit wncrorst mo I'OCT 111256—78, 2 n. pa-
CTBOP.

Kucinora cepnas oco6oii uncrorer mo I'OCT 14262—78, npaxan
neperdasHas B KBapleBoM-annapare, 8 H. pacTsop.

Kucmrora GopHas, oc. 4. 14—3, HacHIIEHHBIH pacTBop.

Kuciora ackopOuuoBasi, 1%-upifi pacTBOp (CBEXENPHIOTOBJEH-
HBI).

Amvmonnusi monubaenosorucasii no 'OCT 3765—78, x. 4., AONOJA~
HUTE/NBHO TIePEKPHCTAJIH30BAHHBIN, 5 Y -HEIH pacTBOp.

Harpusa ruapookucs mo I'OCT 4328—77, x. u.,, 4%-#nit cnupro-
BOH M BOAHBIA PacTBOPHI.

Cnupr »TuIOBHIE peKTHOHKOBaHHBA TexHmuueckuit no [OCT
18300—72, BrIcHiero copra, AONOJHUTENLHO JABaXKAH IepPerHaHHHA B
KBapleBoM amnmapare.

Kaaunf-narpuht yraexucapit no F'OCT 4332—76.

Kpemuus asyokuch no I'OCT 9428—73.

Bopna memonmsoBaxnas.

CraygpapTaelfl  pacTBOpP  KpemHHUS  (3amacHO#), comepKaldi
0,2 Mr/ma xkpemausi: 0,2139 T AByOKHCH KpeMHHs! 1IOMEILAIOT B IJ1aTHHO-
BYIO malIKy, NPHOABASIOT 3—4 I YIVIEKHCIOTO KaJug-HaTPHd U CHJIaB-
JAs10T B MydeabHoit neun npu 900—950°C 1o nmosydenus nmpo3pauHOro
nnasa. [lnaB BHIIEesauMBalOT BOROH, PacTBOP NEPEBOAST B MEpHYIO
K06y BMecTuMOCThI0O 500 MJ, RoBOAAT 00GBEM BOXOH MO MeTKH H Ie-
PEMEIINBAIOT, XPAHAT B NOJHSTHIEHOBOH TOCYZeE. ,

PacrBop kpemHHs (paGounit), cogepxauuit 10 MKF/MJ KpeMHHSA;
TOTOBAT B JeHb ynoTpeGJeHHs pasbaBleHHeM CTaHAAPTHOTO pacTBOpa
Bozxoit B 20 pas.

3. NPOBEAEHHME AHANU3A

3.1. B xpblmKy (TOPOIIACTOBOrO LHJAHHAPA NOMemamT 1 Mi
CIHPTOBOIO PAacTBOpa TIHAPOOKHCH HATPHS, Pacnpefessisi €ro POBHEIM
CJI0OEM, H BHICYIIMBAIOT B CYIIMJbHOM wwkady npu 50—60°C. B um-
JHHADP NOMEIalT HaBecKy oxucH P3M maccofi 1 1, 1o6asasioT 3 MJa
BOABIL, 12 MJ XJIODHOA KHCIOTH, | MJ GTOPHCTOBOZOPOZHOR KHCJIOTHL,
OCTOPOXKHO NEPEMEIINBAIOT, CPa3y Ke 3aKPHIBAIOT LUMJAHHAD KPHIDIKOH
C THIPOOKHCBHIO HATPHS W BHAEPIKHBAIOT B CyIIMJbHOM HIKadgy mpH
110—120°C B Teuenue 2 y. 3areM UUJHHAD BHHHMAIOT H3 wkada, oc-
TOPOXKHO CHHMAIOT KPLIUKY, 4TOOH He OBLIO CONPHKOCHOBEHHS KHC»
JIOT C THADPOOKHCBIO HATpHs.

3.2. Tlpu onpenesnenuu MaccoBOH Hoim KpemHHs oT 2-10-4 1o
2-107% 9%, comepKHMOe KPHILUKH NEPEHOCAT B MOJUITHICHOBYIO GaH-
Ky BMeCTHMOCTBbIO 50 Ma ¢ pacrBopom GopHo#t kucaorsl (12 ma), BBO~
IAT 2 MJ pacTBOpA a30THOH KHCJIOTH, 7 MJ BOAH, 2,5 M pacteopa
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Crp. 3 F'OCT 23862.33—79

MOJHOEHOBOKHCI0r0 aMMOHHA. UYepes 16 muH npuausaior 12 Ma pa-
CTBOpa CEePHOH KUCJOTH, D MJI pacTBOpa acKOpOHHOBOH KHCJOTHI, BH-
nepxuBaloT B TeueHne 20—30 muH. [TosyueHHBIl pacTBOp  IepeHOCHT
B MepHyI0 K010y BMecTHMOCTbio 50 MJ, pas3faBJisfioT BoAo# 1O MeT-
KH, NepeMellHBalOT 4 U3MEPSAIOT ONTHYECKYIO INIOTHOCTH pacTBOpa Ha
DOTO3NEKTPOKONIOPUMETPE HPH A== 630 HM B KIOBeTe ¢ TOJHIMHOM
norsomiamouiero ceer ¢jgosa 50 MM. B KauecTBe pacTBopa CpaBHEHHS
OPHMEHSIOT BOAY. :

OnHoBpeMeHHO C aHAJH30M NPOGH IPOBOASAT Wepe3 BCe CTaLHM
aHa/au3a KOHTPOJbHBLIH ONBLIT Ha pEaKTHBH. J3HAYeHHE ONTHYECKOH
IUIOTHOCTH PAacTBOpa KOHTPOJBHOIO . ONLITA HE JOJ2KHO IpeBHINATh
0,15, B IPOTHBHOM CJIyYae 3aMeHSIIOT PEAKTHBEL

) ’

3HayeHHe ONTHYEOKOH IJIOTHOCTH KOHTPOJBHOTO ONBITA BHIYHCJS-
10T H3 3HaYeHHs ONTHYECKOH IJOTHOCTH HCIOHTyeMoro pacrsopa. Ko-
JIMYECTBO KPEMHHS ONpPeessIOT IO IPaJyHPOBOYHOMY rpaduky.

3.3. Tlpu omnpenenenuu maccoBofl oM KpeMHHs oOT 2,10-3 jo
3102 9%, conepxHMOe KPHIIIKH NEPEHOCHT B HOJHITHJIEHOBYIO 6a-
HOYKy BMecTHMOCTbI0 100 Ma ¢ pacTBopoM GopHO# KHCAOTH (25 mi).
3aTeM BBOAAT | MJI BOAHOTO PacTBOpa TMAPOOKHCH HATpus, 4 Ma pa-
CTBOpPA A30THOA KHCJIOTH, 20 MJ BOAbl, 5 MJ pacTBopa MOJHGIEHOBO-
®HUCIOro aMMonus. UYepes 15 MuH nmpuauBaloT 25 Ms1 pactBopa cepHOH
KuCI0Th, 10 MJ1 pacTBopa ackopGHHOBOH Kucaorh. Uepes 20—30 mun
NOJIyYeHHBIH PacTBOP MNEPEBOASAT B MEPHYIO KOJA6Y BMECTHMOCTbIO
100 ma1, goBozsAT 0GbeM BOLOH 4O METKH, HepeMelHBaoT U H3MEPSIT
ONTHYECKYIO IJIOTHOCTh PAacTBOPa Ha (HOTOINEKTPOKOJIOPHMETpe INPH
Amax =630 HM B KiOBeTe C TOMILHHOH NOTJIOILAIONIETO CBET  CJIOA
10 MM. B xauecTse pacTBOpa CpaBHEHHS IPHMEHSIOT BOLY.

- OXHOBpeMEHHO ¢ aHA/MH30M NPOGH NPOBOAAT yepe3 Bce CTALMM aHa-
JIH3a KOHTDOJIbHBIH ONBIT Ha pEeakTHBH. 3HaueHHe ONTHYECKOH MJIOT-
HOCTH DacCTBOpa KOHTPOJBHOIO ONHITA He NO/KHO mpeBbimath 0,03,
B IIPOTHBHOM CJIyHa€ 3aMEHSIOT PeaKTHBE. 3HAaueHHe ONTHYEOKOH MJIOT-
HOCTH KOHTPOJIbHOTO ONBITA BEIYHTAIOT H3 3HAUEHHS ONTHUECKOH ILIOT- .
HOCTH HCHHITyeMOro pactBopa. KosmnuecTBo KpeMHHs Ompejensiior MO
TpafyupoBOYHOMY rpaduky.

-34. IlocTpoenue rpailyupoBOYHOro rpacdbuka

3.4.1. B monusTHAeHOBHie OAHOYKM BMECTHMOCTbIO 50 MJI BBOXAT
no 0,20; 0,40; 0,80; 1,20; 1,60; 2,00 M1 pacTBOpa KpeMHHs1 (COHep:Ka-
mero 10 MKr/Ma KpeMmHHSI), HIDHAHBAIOT 12 MJ pacTBopa H6opHON KHC-
JIOTHI, 1 MJI BOAHOTO pPacTBOPa rMAPOOKHCH HATPHS, 2 MJ a30THOH KHC-
JOTBI, 7 MJI BOAM, 2,5 MJI pacTBOpa MOJHGIEHOBOKHCJOTO AaMMOHHS.
Hepes 15 mMuH B 6aHOUKY NPHJAHBAIOT 12 Mu pacTBopa cepHoOfi KHCJO-
TH M 5 MJI pacTBOpa acKOPGHHOBON KHCJOTHL. Yepes 20—30 mun no-
JYyUEHHLIE DACTBODBHl INEPEBOAAT B MepHble KOJOH BMECTHMOCTBIO
50 M1, 06beM pacTBOpa JOBOASAT BOLOH A0 METKH H IlepeMellHBaloT.
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rocCrT 23862.33—79 Crp. 4

OnTHyecKy0 IVIOTHOCTh PacTBOPOB H3MepSAIOT Ha (POTOIJIEKTpPOKO-
JIOPHMETpE IPH A, == 630 HM B KioBere C TOJLIHHOHA TOIJIOLIEIOMIEr0
cBeT cost 50 MM. B kavecTBe pacTBopa CpaBHEHHS HCIIOJB3YIOT BOLY.

3.42. B noaustuienossie GaHOWKH BMecTHMOCTBLIO 100. M BBOSAT
mo 0,10; 0,25; 0,50; 0,75; 1,00; 1,25; 1,50 Ma craHRapTHOrO pacTBopa
xpeMHmEs (comepxkaiuero 0,2 Mr/Ma xpeMHHs), OPHJANBAIOT 25 MJa pa-
CcTBOpa GOPHOM KMCJOTH, 2 MJ BOXHOTO pPacTBOpa M'MAPOOKHCH HATPHS,
‘4 MJI pacTBOpa a30THOH KHCJOTHI, XOBOAAT 06beM BojoH 1o 50 mu,
TPUJIHBAIOT 5 MJ pacTBopa MOJHOAEHOBOKHCJOrOo aMMmoHHS. Yepes
15 mun npunuBaloT 25 Ma pacTBopa cepHofi kucaoTH, 10 M pacTBopa
ackop6uHOBOH KHCJAOTH. Uepes 20—30 MHH moJyuyeHHEIE PACTBOPH Ie-
peBoAAT B MepHble KOJOH BMecTHMOcThbI0 100 MJ, ZoBoAT 06BEM O
METKH BQJAOH H mepemelnnBamoT. OnTudecKyio IVIOTHOCTb DacTBOPOB
H3MEPAIOT Ha (POTO3NEKTPOKOJIOPHMETPe IPH Apax =630 HM B KiOBeTe
€ TOJIUMHOK morjomaiomero cser cnos 10 mm. B KauectBe pactBOpa
CPaBHEHHUS NPHMEHSIOT BOAY.

3.4.3. [To mosyueHHBIM 3HAYEHUSM ONTHYECKOH IMJIOTHOCTH CTPOSAT
FpafyHpoBOYHBEIE IpadHKH, HAHOCA HA OCH OPAMHAT 3HAUEHHE ONTHYE-
CKOfi IIOTHOCTH PacTBOpa M Ha ocu aGCluce — Maccy KpeMHHS.

4, OBPABOTKA PE3YJILTATOB

4.1. Maccosyio gomo kpemuusi (X) B mpOleHTaX BHYHCIAIOT IO
dbopmymae
m
X= o -10—4,

TAe m-—macca KpeMHHS, HaHJeHHAas IO TPaAyHPOBOYHOMY rpadHKY,
MIKT;

M| — Macca HaBeCKH aHaJH3HPYeMOf TpobH, T.

3a pesyJabTar aHajn3a NPHHHMAIOT CPeJHee apH)METHIECKOe nByx
napajijieJbHEX ONpefeeHui. - "

4.2. PacxoX/JeHHs Pe3yJbTAaTOB ABYX MapaJlIeNbHBIX onpefeneHni
H p€3yJbTaTOB ABYX aHAJIH30B He JNOJIKHBI NIPEBHINATH 3HAYeHHA RO~
IIyCKaeMbIX DAacCXOXAEHHH, VKA3aHHKX B TaG6JHile, '

K

MaccoBas xoas kpemnust, % Honyckaemele pacxoxaenus, %
2.10—4 2.10~4
2.10-3 5:10~4 '
3-10-2 5.10—3
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venenue Ne 2 TOCT 23862.33—79 PeaxkosemMeasHble MeTalddnl M HX OKHCH. Merogm
JelelleHHsl KpeMHUSA

3epXKAEHO M BBelAeHo B JeicteHe [loctanosienuem locynapcTBeHHOr0 KOMHTETa
CP no ynpaBJeHHIO Ka4ecTBOM NpPOAYKUMH M cranjapram or 17.05.90 N 1205

Jlata sBepenns 01.01.91

ITo BceMy TeKCTy cTaHAapTa 3aMeHHTb: oO6oO3HaueHHWe KOHUEHTpauuu: M Ha
b/ M3,

Pasznen 2. 3amenuts ccuaki: [OCT 18300—72 wua T'OCT 18300—87, I'OCT
25—78 na 'OCT 11125—84.

Pasgea 3. Ilo BceMy TekcTy 3aMeHHTh 3Havedne: 630 HM Ha 815 um.

(UYC Ne 8 1990 r.)



