pynna B59
M EXT T OCYOAPCTIBETHH B I CTAHAAPT

PEAKO3EMEJIbHbIE METAJ1/1bl N1 X OKNCU

MeTog onpeagneHnst KpeMHUst rocT

Rarc-carth metals and their oxides. 23862.33-79
Method of determination of silicon

MKC 77.120.99

MocTaHoBneHnem [rocypapcteeHHoro komuteta CCCP Ho cTaHfgapTam oT 19 okTabps 1979 r. Ne 3989 pata BBegeHus
yCTaHOB/eHa

01.01.81
OrpaHuyeHne CpoKa [eicTBUS CHATO HO mpoTokony Ne 7—95 MexXrocyaapcTBeHHOro coBeTa MO CTaHAapTuTaLmu,
MeTponorun u ceptugukauumn (MYC 11—95)

HacToawuii cTaHAapT ycTaHaBIMBaeT (hOTOMETPUYECKUI MeTog, onpefeneHns Kpemuus (o1 210 4%
[0 2-10 2%) B peAKo3eMe/lbHbIX MeTaiax U UX OKUCAX (KPOMe 4BYOKMUCK Liepums).

MeTog OCHOBaH Ha OTFOHKe KpeMHWs B BuAe (Topuaa, 06pasoBaHMK BOCCTAHOBMIEHHON (DOPMbI
KpPeMHeMonn6,eHOBOreTeponoIMKUCAOTLI C MOCNEAYIOWMM U3MEPEHNEM ONTUYECKON NAIOTHOCTM pacTBo-
pa Ha POTO3/1IeKTPOKOSIOPHMETPE.

1. OBWWME TPEBOBAHWA
1.1. O6wue TpeboBaHus K MeTogy aHanu3a —mno FOCT 23862.0 — 79.
2. ATMNAPATYPA, PEAKTVBbI 1 PACTBOPbI

doToanekTpokanopumeTp P 3K-56 nan aHanorMUHbIA.

BaHOuKM NONN3TUNIEHOBbLIE BMECTMMOCTLIO 50 1 100 cm3.

Kon6bl MepHble.

LinamHApbl TOPONNAacToBble C HABMHYMBAIOLWMMUCS KPbILWKaMuW, AMaMeTp uuanHapa 55 MM, BbICO-
Ta 60 MMm.

MvneTka NonnMaTuieHoBas ¢ AeNeHnaMmn, BMECTUMOCTbLIO 5 cM3.

Meyb MydenbHas ¢ TepMOperynsaTopom, obecneymsatoum Temnepatypy 4o 900—950 “C.

LW kad cylumnbHbIA ¢ TepMOPErynsaTopoM, obecneumsaroLmM Temneparypy 4o 110—120 “C.

Kucnota ¢pTopuctosogopogHas no FOCT 10484—78. oc. u. 21—5.

KucnoTta xnopHas, x.4., 56%-HbIli pacTsop.

KuncnoTa a3oTHast ocoboii umctoTbl no FOCT 11125—84: 2 monb/AM3 pacTsop.

Kucnota consHas ocoboii unctotel no FOCT 14261—77. pas6aBneHHasd 1:1.

Kucnota 6opHas, oc. Y. 14-3, HaCbILWEeHHbIV pacTBoOp.

KuncnoTa ackopbuHoBas, pacTBop C KoHuUeHTpaumeid 10 r/am3 (CBEXENpUroTOBAEHHbI).

AMMOHWI MonnbaeHoBoKMCbIA no TOCT 3765—78, X. Y., AOMOMHUTENILHO MepeKpuCTanIH30Baun-
Hblli, pacTBOP C KOHUeHTpaumen 50 r/gm3

Hatpus rugpookmcs no FOCT 4328—77, X. 4., CMUPTOBOIA W BOAHbLIA PacTBOPbI C KOHLEHTpaLuei
40 r/gm3,

CnupT 3TUNOBLIN PEKTU(NKOBaHHbIN TexHWYeckuin no FOCT 18300—87, BbicLlero copTa, 4OMNo0N-
HWTE/bHO [BaXAbl MePerHaHHbIA B KBApLLEBOM annapare.

Kanuii-Hatpuid yrnekmcnelit no FOCT 4332—T76.

WrnaHuc oguumansHoe MNepeneyaTka BocnpeLeHa

M3paHne ¢ Nrnenenunun Ne |1, 2, yTBep>K/AeHHbinw B anpene /985 r., mae 1990r. (MYC 7—85, 8—90).
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KpemHusa gsyokucs no NOCT 9428—73.

Boga fienoHn3oBaHHas.

CTaHAapTHbIN pacTBOp KpeMHuMs (3amacHoit), cogepxkawmin 0.2 mr/cm™ kpemHus: 0,2139 1 AByOKMCK
KPEMHWS MOMELLAOT B NAATUHOBYHO YallKy, NpubaassatoT 3—4 I yrneKUcnoro Kanmsa-HaTpus v cnnasnsaT
n myenbHoin neun npu 900—950 "C fo nonyyeHns nNpo3pavyHoro nnaea. lnaB BbillenaymBaloT BOAON,
pacTBOp MepeBOAAT B MEPHYHO K010y BMECTUMOCTbIO 500 cM*, 40BOAAT 06bEM BOLON [0 METKMU U Mnepeme-
LUMBAIOT, XPaHAT B NOMM3TUNEHOBON Mocyge.

1*acTBOp KpeMHus (pabounii), cogepxalymnii 10 MKr/cM* KpeMHUA; TOTOBAT B AeHb YNOTpe6neHus
pasbaBneHviemM CTaHAapTHOro pacTeopa Bogoi B 20 pas.

Pasg. 2. (M3veHeHHas pegakuums, Vism. Ne 1, 2).

3. NMPOBEJAEHNE AHAJTN3A

3.1. B KpbIWKy PTOPONIACTOBOrO LUANHAPA NOMeLLaloT 1¢cM! cnMpToBOro pacTeopa ruapooKnucu
HaTpuA, pacnpegenss ero poBHbIM CNOEM, U BbICYLUMBAKOT B CyLluUbHOM LWKagy npu 50—60 'C.
B umnuHgp nomewarT HaBecky okucum P3M maccoin 11, fo6aBnaoT 2 cM’ BOAbl, 12 cM* XNOpHOW
KMCNOTbI, 2 CM* DTOPUCTOBOLOPOAHOM KMCOTbl, OCTOPOXXHO MEPEMELLMBAIOT, CPa3y XXe 3aKpblBatoT
LUWMHAP KPbILWKOW € TMAPOOKUCHI0 HATPUA 1 BbILEPXXMNBAKOT B CyLLIUILHOM LWiKady npu 110—120 *C B
TeyeHne 2 4. 3aTeM LMANHAP BbIHUMAIOT M3 LWKaga, OCTOPOXKHO CHUMAIOT KPbILKY, Y4TOObI He ObiN0
COMPUKOCHOBEHMA KNCMOTE TMAPOOKUCLIO HATPUS.

(N3meHeHHan pepakuus, M3m. Ne 1).

3.2. Mpn onpefeneHMn MaccoBoil JOAN KpemMHUS oT 2* K04 ao 2- 103 %, cofepXXUmMoe KpbILLKM
nepeHocAT B MOAMITUNEHOBYHO 6aHKy BMecTMMOCTbIO 50 cMm' ¢ pacTBopom 60pHOW KucnoTbl (12 cmd),
BBOAAT 2 CM* pacTBOpa a30THOM KMCNOThI. 7 CM* BOAbI, 2,5 cM* pacTBopa MONM64EHOBOKMCIOrO aMMOHNS.
Uepes 15 MMH nNpuamBaroT 12 cM* pacTBOpa COMSIHOM KUCNOTbI. 5 cM1pacTBopa acKOpGMHOBOI KWUCNOTHI,
BblAePXMBaIOT B TeueHne 20—30 MWH. MonyyeHHbIA pacTBOP NEPEHOCAT B MEPHYHO KONBY BMECTUMOCTbIO
50 cv*, pa36aBnsAlOT BOAOW O METKMW, MepeMeLlvBatoT U M3MEPSAIOT ONTUYECKYHO NIOTHOCTb pPacTBopa Ha
thoTo3neKTpoKoIopumeTpe npu /.M 815 HM B KIOBETE C TO/ILLMHONM NOriowatoLlero ceet ciosa 50 M. B
KayecTBe pacTBopa CpaBHEHWUS MPUMEHAIOT BOAY.

O[fHOBPEMEHHO C aHanM30M Mpo6bl NPOBOAAT 4Yepe3 BCe CTafuW aHann3a KOHTPObHbIA OMbIT Ha
peakTuBbl. 3HaYeHWe ONTUYECKON NIOTHOCTY PacTBOpa KOHTPOJIbHOTO OMbiTa He A0/MKHO npesbiwaTh 0.15.
B NPOTUBHOM C/lyYae 3aMeHAT PeakTuBbI.

3HayeHMe ONTUYECKOW MNOTHOE™ KOHTPO/LHOTO OMbiTa BbIYMACAAKT U3 3HAYEHWS ONTUYECKOW NIOT-
HOCTM MCMNbITYeMOro pacteopa. KonnyectBo KpeMHUA ONpesenstoT no rpagynupoBOYHOMY Fpagimky.

3.3. Mpu onpeaeneHny MaccoBoii fonn KpeMHus ot 2H10°% po 3-10*%, COfepXXMMOe KPbILIKI
NepeHoCAT B NONUSTUNEHOBYH 6aHOUKY BMecTUMOCTbO 100 cM* ¢ pacTBOpOM 6OPHOIA Kucnothl (25 cM’).
3aTem BBOAAT 1cM' BOAHOrO pacTBopa rMApooKucu Hatpus. 4 cm1pacTBopa a3oTHOW KucnoTsl, 20 cm*
BOAbl, 5 CM* pacTBOpa MONM6LEHOBOKMCIONO aMMoHMs. Yepes 15 MUH npuamsatoT 25 cM* pacTBopa cons-
HoWi KuncnoTbl, 10 cmlpacTBopa ackop6UHOBOI knucnoThl. Yepe3 20—30 MUH MOMY4YeHHbIN pacTBOpP NepeBo-
[AT B MepHyt0 Konby BMecTMMOCTbI0 100 M1, f0BOAAT 06beM BOAON [0 METKMU, NEpPeMeLLInBaloT U usme-
PSAKOT ONTUYECKY MAOTHOCTb PacTBOpa Ha POTO3NEKTPOKONAOPUMETPE Npy XrMa815 HM B KHoBeTe C TO/-
LW MHOI nornowatowero cBeT cnos 10 MM. B kayecTBe cpaBHEHMS NPUMEHSIOT BOLY.

OfHOBPEMEHHO C aHa3n30M Npobbl MPOBOLAT Yepes Mce CTafun aHan3a KOHTPO/IbHbIA OMbIT Ha peak-
TUBbI. 3HaYeHMe ONTUYECKON NAOTHOCTM pacTBopa KOHTPOSILHOFO OMbITa He JO/MKHO mpeBbiwaTs 0,03, B
NMPOTMBHOM C/lyyae 3aMeHSAIOT peakTuBbl. 3HaUeHWe ONTUYECKON NAOTHOCTU KOHTPO/IbHOIO OMbITa BblYnTa-
0T U3 3HAYeHWs OMTUYECKON MAOTHOCTW MCMbITYEMOro pacteopa. KonnyectBo KpPeMHUA OMpegenstoT ro
rpagyvpoBOYHO.MY rpaginKy.

3.2, 3.3. (3meHeHHas pepakums, 3m. Ne 2).

3.4. TocTpoeHWe rpafyvpoBOHHOIO rpamka

3.4.1. B nonnatuneHoBble 6aHOYKM BMecTMMOCTbO 50 cm3BBoaaT nmo 0.20; 0,40; 0.80; 1.20; 1.60;
2.00 cm’ pacTBopa KpemHusi (cogepkailero 10 MKr/cmM3 KpemHus), npunvBatoT 12 cm1pacTtBopa 60pHOA
KUCNOoThbl, | cM’ BOAHOrO pacTBOpa FMAPOOKWCU HaTpus. 2 CM’ a30THOW KWUCMOTbl, 7 CM’ BOAbl, 2,5 cM*
pacTeBopa MOM6AEHOBOKMCION0 aMMoHMA. Yepes 15 MUH B 6aHOUKY NMpUAnBatoT 12 cM* pacTBOpa COMSHON
KncnoTbl M 5 cM1lpacTBopa ackopbuHOBOM KncnoTsl. Yepes 20—30 MUH NOMyUeHHble PacTBOPbI NepeBoaAT
B MepHble K0/ibbl BMECTUMOCTbIO 50 cM*, 06beM pacTBOpa 40BOAAT BOAON A0 METKM W MepeMeLLmBatoT.
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ONTMYeCKYt0 MIOTHOCTb PacTBOPOB U3MePSAT Ha (HOTO3MEKTPOKOMOPHMETpe npu Xmig8l5 HM B
KIOBETE C TO/LMHO MoriolaroLero ceeT cnos 50 Mm. B KauecTBe pacTBOpa CpaBHEHUS MCMOMb3YIOT BONY.

3.4.2. BnonnatuneHosble 6aHo4kM BMecTUMOCTbio 100 cm' BBOAAT no 0.10; 0,25; 0,50: 0,75; 1,00: 1.25;
1.50 cm 1cTaHfapTHOrO pacTBopa KpemHus (cofepxatyero 0,2 Mr/cM' KpemHus), NnpunmMeatoT 25 ¢M’ pacTeopa
60pHOIA KUCNOTHI, 2 CM‘ BOAHOTO pacTBopa MMAPOOKNCU HaTpus. 4 CM’ pacTBOpa a30THOM KUCMOThI, 40BOAAT
06beM BogoM 40 50 cm\ npunmearoT 5 cM’ pacTBopa MOIMGAEHOBOKMCIONO aMMOHMA. Yepe3 15 MUH npunvea-
10T 25 cM’ pacTBopa COMsiHOM KucnoThbl. 10 cm3 pacTBOpa ackopbuHOBOM KucnoTbl. Yepes 20—30 MUH
NoNTyYeHHble pacTBOPbl MEPEBOAAT B MepHble K0/bbl BMecTUMOCTbiO 100 cM’, 4OBOAAT 06BLEM [0 METKM
BOZOV W nepemeLuvBaloT. ONTUYECKYHO MNOTHOCTb PacTBOPOB M3MEPSIOT Ha POTO3NEKTPOKONOPHMETpE
npv Xmig 8 15 HM B KHOBETE C TONLMHOI MornoLaroLero ceet cnos 10 Mm. B kayecTBe pacTBopa CpaBHEHWS
NPUMEHAIOT BOAY.

3.4.1, 3.4.2. (N3meHeHHasa pefdakums. M3m. Ne 2).

3.4.3. T10 MONyYEHHbIM 3HAYEHWSIM OMTWMYECKON MAOTHOCTM CTPOST rpafyMpOBOYHbIE TPatiMKK, Ha-
HOCA Ha OCU OpAMHAT 3Ha4YeHMe ONTUYECKOW NIOTHOCTM pacTBOpa M Ha 0CM abCLMCC — MacCy KpPeMHUS.

4. OBPABOTKA PE3YJIbTATOB

4.1. MaccoByto 40t KpemMHus (X) B NpoLeHTax BbIYUCAAOT Mo dhopmyne

rge T —macca KpemMHUs, HaiieHHas no rpagyvMpoBOYHOMY FpadvKy, MKT;
/M.— Mmacca HaBeCKM aHanm3mpyemoil npoobl, T.
3a pe3ynbTaT aHanu3a NpUHUMalOT cpefHeapudMeTNUecKoe 3Ha4YeHNe Pesy/bTaToB ABYX Napanneb-
HbIX OMpeseneHuiA.
4.2. PacxoxeHns pe3ynbTaToB ABYX MapasiieNlbHbIX ONpPeseneHnin nan pesynbTaToB BYX aHaIM30B He
[O/MKHbI MPEBbILIATL 3HAYEHWI [OMYCKAeMbIX PACX0XAEHWI, YKa3aHHbIX B TabnuLg.

JAonyckaemo!; pacxoxpeHue. *¥

2- < 2r M4
2r HM 5¢MH
3«HN 5*103
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