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TOCYRAPCTBEHHbBR CTAHMHAAPT COKW3A CCP
L

CNARABL! MATHMEBBIE

Merog onpepsenenus KpemHus rOCT
Magnesium alloys. ) 3 240-8—76

Method for determination of silicon

OKCTY 1709

Cpox pescraus ¢ 01.04.78
Ao 01.01.93

Hecobmogenne cranfapra npecnejyercsi NO 3aKOHY

Hacrosawu# cranaapr ycranaBiuBaer GOTOMETPHYECKH METOX Ofl-
perenieHMsi KpeMHHs (pH MaccoBoit none kpeMHus ot 0,003 o 0,6%).
Meroa ocroBaH Ha 00pa30BaHHH OKPAallEHHOrO KOMILJIEKCHOTO coe-
JHMHEHHs KPeMHHS ¢ MOJHOLEHOBOKHCJABIM aMMmoHueM npu pH 1,35—
1,50 ¢ nocsenymoliuM BOCCTaHOBJEHHEM KOMIJeKca acKopGHHOBOH

kucaotolt. OKpalieHHB  pacTBOP (POTOMETPHPYIOT INPH  Amax==
=680 uM.

1. OBLUME TPEBOBAHMA

1.1. O6iue Tpe6oBanus K Meronay ananusa—no 'OCT 3240.0—76.

2. ATINAPATYPA, PEAKTVBB! U PACTBOPBI

CnexrpodoroMerp u1u GOTO3JNEKTPOKOAOPUMETP.

pH-merp, cHaGKeHHBIH CTEKAAHHBIM 3JI€KTPOJOM.

Bpom no I'OCT 4109—79.

Bopna 6poMHas, pactBop, HachllleHHbH pu 15—18°C.

Kucnora cepuasa no TOCT 4204—77 u pacTBOpBI ¢ MOJNAPHOH KOH-
ueurpanueit ¢ (1/2H,S04) =1 mMoas/am® (1 M) u 10 Moas/am3® (10 M),

Kucnora  cepHad, pacTBOp ¢  MOJAPHOH  KOHIEHTpAlHel
¢ (1/2 H,80,) =10 mons/am® (10 M): k 700 cM? Boaw po6aBasAlOT
280 cM3 cepHOHl KHCJAOTHI, OXJAXKA3lOT, NMEPETHBAIOT B MEPHYIO KOJIOY
BMeCTHMOCTbI0 1 AM?®, pa3BaBasiioT BOJOH 10 METKH H NepeMemHBaioT.

Kucnora  cepHas, pactBop ¢  MOJAPHOA  KOHNeHTpauHedh
¢ (1/2 H:SO.)=1 moab/am® (1 M): 100 cm® 10 M pacreopa cepHoi
KHCJIOTH pa30aBiasior Boao#d no 1 amd.

U3apaune oduynansHoe NMepeneuarka socnpewena
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TOCT 3240.8—76 C. 2

Kucaora 6opuas no 'OCT 9656—75, Hachiuennsit npu 20°C pa-
CTBOD; TOTOBAT CJeAYOIHM o6pasoM: 40 r 60pPHON KHCJOTH pPacTBoO-
paloT B ropsueil Boze, pasbasasior npumepro ao 900 cm?, oxaaxna-
10T, pas6asisiior 10 o6bema | aM® H nepeMelInBaIOT.

AmMoHuit dropucthit, 5% -Hb# pacTBop.

Ammounii Monu6aenosokucan no TOCT 3765—78, nepexpucran-
JIH30BaHHbI#; IOTOBAT cJelylomiuM o6pasoM: 140 r Moan6aeHOBOKHC-
JIOTO aMMOHHs pacrBopswT B | am3 Boaw. IIpu Heob6xoammocTtu me-
pen npuMeHeHueM ortduabTpoBHIBaiOT. pH pactBopa moaXHO OGHTH
0KOJIO 7.

Marnuii crenenn uucrorel 99,99% no I'OCT 804—72, pactBOp;
rOTOBAT caenylowuM ofpazom: 10,0 r MarHus nNoMewaloT B CTakKaH
BMecTHMOCTbIO 600 cMm3, nobasasior 200 ¢cM?® Boabl H HEGOJBIIHMH HOP-
uusaMu 140 ¢cm® 1 M pacTBopa cepHoil KucaoTH. [lo 0OKOHYaHHH pacT-
BODEHHsL PACTBOP KHISTAT B TeUeHHE 5 MHH,

PacTBop oxJax[aioT, .IEPEHOCAT C NMPOMBLIBHOH BOXOH B MepHYIO
KoJ0y BMectumoctblo 1 am®. CrakaH Omo/nackuBaloT, pacTBOp pas-
6aBJAIOT BOJOH A0 METKH H NepeMeIlHBAIOT.

Harpuit yraekucaniit 6esponusiit mo FOCT 83—79.

Kann#t yrnekncaniit 6e3sogueiit no TOCT 4221—76.

Kuncnora Bunnas no TOCT 5817—77, 30%-Hei#t pacTBop.

Sxkcukatopul no 'OCT 25336—82.

Kucnora ackop6bunonasi, 2%-Hbifi CBEXENPHIOTOBJEHHHI PacTBOP.

Kpemuusi aByoknce 1o TI'OCT 942873, TOHKOH3MeabueHHas,
npeapapurenbio npokaseHHas npu 1000°C no nocTossHHOH Macchl H
oxJaxKieHHas B 3KCHKaToOpe.

CranpapTHele pacTBOPH KpPeMHHS.

PactBop A; rotoBat cienyiomuM o6pa3oM: B MJIAaTHHOBOM THIJE
B3semwnBator 00,2140 r aByokHucH kpeMHus, 106aBasIOT 2 T CMECH paB-
HBIX KOJIHYecTB Oe3BOJHOTO YIJIEKHCJOrO HaTpHst B 6€3BOJHOTrO yrJe-
KHCJIOro KaJsus. Xopollo nepeMeuIHBAIOT MJIAaTHHOBBIM IUMNaTteJeM H oc-
TOPOXKHO pacijaBjAsiOT 1O HOJMyuYeHHsi mpo3pauyHo#i Macchl. [laaB ox-
JaXKAAIoT, PACTBOPAIOT B ropsidefl BoJe H NePeHBAIOT pacTBOp B IJa-
CTMAacCOBBIH CTakaH. THresb NPOMEBIBAIOT BOJOH H NPOMEIBHBIE BOAM
NPHCOSAMHSAIOT K OCHOBHOMY pacTBopy. 3arteM pacTBop pa3baBisior
BoZo# npuMepHO g0 700 cM® oxsaxaaloT, MepeHBAIT B MEPHYIO KOJI-
6y BMectHMocTblio 1 aM3, pa36aBadlOT BOAOH N0 METKH H mepeme-
IIMBAIOT.

1 cm? pacrBopa A cogepxur 0,1 Mr KpemHHus.

PactBop B; rotoBar cienyiomum o6pasoM: 50 cM3 pactsopa A or-
6upaloT B MepHYI0 KoJiby BMecTHMoCThIO 500 cM?, gosuBaloT Bogo# 10
METKH H NepeMeIIHBaloT.

1 cm3 pacreopa B coxepxur 0,01 Mr kpemuus.

a5t NpUroTOBJNEHHS pACTBOPOB H AJsi NPOBENEHHSI aHAJIH3a HCNO-
Jb3Y1I0T OMAUCTHINPOBAHHYIO BOAY.
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C. 3 FOCT 3240.8—76

PacTBopbl H peaKTHBBI, 3a HCK/II0UeHHeM OpDOMHOH BOAMI, cjeayer
XPaHHTH B MOJHITHNEHOBBIX COCYAAX.
(M3meHennas pepakuus, Ham. Ne 1).

3. NMPOBEREHUE AHANMU3A

3.1. HaBecky cnnaBa G6epyT B 3aBHCHMOCTH OT MacCOBOH JOJH
KPEMHHSI B COOTBETCTBHH C TabJ1. l.

Ta6baunua 1

KoJid4ecTBO PEaKTHBOB AJSA
racTsoneHus 1 pobbi, cM?
Mnce AJuBOTUBIE
MaccoBas 1045 KpeMHHS, % HaBeckH YacTH paq-
cnaasa, TBOpA, CcM® BpoMuas CepHasn
Bona KHCJI0Ta
Ot 0,003 no 0,05 1 50 75 14
Cs. 0,05 » 06 0,5 10 50 30

HaBecky nomeuniaior B crakan Bmectumoctblo 400 cMm3, po6aBasior
6pOMHYIO BOAY, 2 3aTeM HeGONbIIHMH NOPUHSMH IPH OXJaXK/IeHHH I0-
6asasiior [OM pactBOp CepHO# KHC/IOTH! B KOJHYECTBAX, YKA3AHHHX B
taba. 1. Bo Bpemsi pactBopenns OpoMHYIO BOAY HAAO NOAJHBATL Ta-
KuM obpasom, 4To6sl pactBop 6wuis1 Bceraa okpalueH. IIpOKHOSATHB pac-
TBOp 10 yAaJjenus 6poma, ero pasbasasiT Bogo# npumepHo g0 100 cm?
U MepesHBaioT B MJIACTMacCOBHIN cTakaH BmectumocTbio 300 cm3, Cra-
KaH, B KOTOPOM MPOH3BOAH/IH DacTBOpPEHHe, MPOMbIBAIOT BOAOH H NIpO-
MbIBHbIE BOJbl IPHCOEAHHSAIOT K OCHOBHOMY pacTBOpY, 3aTeM Jo6asas-
0T 5 ¢M3 pacTBopa (TOPUCTOrO aMMOHMS, NepeMeliHBaloT mjacTMac-
cOBOH MajloykoH M ocTaBasnr Ha 15—20 mun npun 60—70°C. ITocae
310ro0 AoGasasiior 50 cM?® pactBopa 6OPHOH KHCJIOTH # MEepeMellHBaoT.

PacrBop oxnaxnamT 10 KOMHATHOH TeMmmepaTtyphl, NepejquBaloT B
MepHyI0 KoJaly BmecTHMOCThIO 250 cM?, 10/1HBAOT BOJAOH A0 METKH H
TiepeMeLlHBaIoT.

PacTBop nepenuBEIOT B MJIAaCTMAacCoBbIE CTakaH H oT6upalor ABe
aJHKBOTHHIE YACTH, KOJNYECTBA KOTOPHIX YyKasaHbol B Tafn. 1. Onuy us
aJHKBOTHBIX 4acTell MepeHOCHT B cTakaH BMecTHMOCTbio 100 cM® u nmpu
eobxoaumocTH pasbaBasior 10 50 cmd.

K anukBoTHOH uacTd, Haxogsuteificss B crakaHe, 106aBasior 5 cm?
MOMU61EHOBOKHCJIOTO aMMoHusl U nepemewusatotr, pH pactsopa npo-
sepsitoT ¢ momoulpio pH-merpa (3nauenwe pH nomkHO ObITb paBHO
1,35—1,50). [Tpn neo6xoaumocty, 3nauedue pH koppextupyiot, no6as-
aas 1 M pactsop cepHofi KuCI0TH H3 Glopetku. [Tocne kaxaok no6as-
KM PacTBOp nepemelIdBaloT. 3aTem J0BOAAT 06beM pacTBopa a0 65 cM?
¥ eule pas npoepsiot pH.
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rOCT 3240.8~—76 C. 4

K coorBercTByiollell aNHKBOTHOM YacTH, HaXOASIWEHCH B MepHOM
konbe Bmecrumoctbio 100 cm3, no6GaBasior | H. pacTBOp CEpHO#M KHC-
JOTH B KOJHYeCTBe, YKa3aHHOM B NpeJBapUTE/bHOM OMLITE NPH KOH-
tposne pH, pas6asasiior, ecnu Heo6xoaumo, ao 60 cM3 u nepemeln-
BaloT, 3atemM fobamasior 5 c¢M®  pacTBopa  MOJHGAEHOBOKHUCJIOTO
aMMOHHs, nepeMewinBaloT K ocrtasiswor Ha 10 muu. Ilocie sToro mo-
6aBasiloT 5 cM® pacTBOopa BuHHOMA Kucaothl, 10 cM3 10 H pacTBOpa cep-
HOM KHCJOTB H 5 cM3 pacTBOpa acKOpPOGHHOBOM KHCJOTHI, Pa36aBJagIOT
BOLOH N0 METKH H NepeMeuIuBalorT,

Yepes 10 MHH H3MepSIOT ONTHYECKYIO IJIOTHOCTb pacTtBopa HApH
hmax=0680 HM, MoJib3ysicb COOTBETCTBYIOLIHMH KIOBETaMH.

[TapanyespHO NPOBOAAT KOHTPOJBLHBIH OABIT C HCIOJb30BaHHEM pe-
aKTHBOB, KOJIHY€CTBA KOTOPLIX yKa3aHsl B Taba. 2,

Ta6aunuwa 2

KonuuecTBo GporHO# BOAbt, | KosHuecTBO 10 H. pacTBOpa CepHO#
Macca HaBeckH, r

cm? KHCJI0TH, ¢M?
= 1
1 75 5
0,5 50 25

(M3menennas penaxkuus, Ham, Mo 1).

3.2. [TocTpoeHne rpafyHpPoBOYHOTro rpacdHkKa

3.2.1. Ilocrpoenue epadyuposounozo epagurxa Oin nasecku mac-
cod 1 e

B BoceMb miacTMaccoBbiX CTaKaHOB BMECTHMOCTbIO no 250 cm3
Kaxabiii BBoAAT o 100 cM3 pacTBOpa CEPHOKHCJOrO MarHus, colepixKa-
wero 1 r maruusg, 3arem npuausaior 0; 3,0; 5,0; 7,0 u 9,0 cM3 pacrso-
pa b u 1,0; 3,0 u 5,0 cm?® pactBopa A, uro coorsercreyer 0; 0,03; 0,05;
6,07, 0,09; 0,10; 0,30; 0,50 Mr KpeMmHHus.

[locse 3Toro B KaxAwl#l cTakan fo06aBAAIOT Mo 5 cM3 pacTBopa ¢hro-
PHCTOrO aMMOHHSA, TepeMEelHBAIOT MIaCcTMACCOBOM NaJOUKOH ¥ OCTaB-
asioT Ha 15—20 mun npu 60—70°C, 3atem no6asisior 50 cm? pactBopa
6OpHOR KHCJOTH, NMepeMeulMBaIOT, OXJAaXKAalT A0 KOMHATHOH TeMie-
pPaTypbi M NepeyMBalOT PACTBOPHI B MepHBIE KOJOB BMECTHMOCTBIO 1O
250 cm3. Crakanbl ONOJNACKHBAIOT, NPOMBIBHbIE BOIbI MPHCOEAHHSIOT K
OCHOBHOMY pacTBOpY, NocJe Yyero pasbaBiasioT A0 METKM BOAO#H, mepe-
MEILHBAIOT H Aajlee aHAJU3 BelyT, KaK yKa3aHo B m. 3.1.

3.2.2. Hocrpoenue epadyuposounozo epaguxa O0rf Hasecku Mac-
coii 0,5 &

B miecth MIacTMacCoOBbIX CTAKaHOB BMECTHMOCThIO 10 250 cM3 Kax-
Ablit BBOAAT mo 50 cM3 pacTBOpa CEPHOKHCIOrO MarHusi, COAEpKaulero
0,5 r maruus, 25 cm® 10 M pactBopa cepHoit kucaoth # 0; 2,5; 5,0;
10,0; 25,0 u 30,0 cM? cranzaprHoro pacrtBopa A, uto coorBerctByer 0;
0,25; 0,50; 1,00; 2,50 u 3,00 Mr KpeMHus.
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C. 5 TOCT 3240.8—76

Pactsopul pas6aBnsiior 10 100 cM®, BBOAAT B KaXKAblH CTaKaH Mo
5 c¢m® pacTBopa QTOPHCTOrO aMMOHHSA, MEPEMEIIHBAIOT M1aCTMacCoBOM
MajoYKOH M ocTaBaAlOT Ha 15—20 MuH npu 60—70°C.

3ateM no6aBasior 50 cm3 GOPHOH KHCJAOTHI, NepPEMEUIHBAIOT, OX-
JlaX]aloT 10 KOMHAaTHOH TeMnepaTyphl, NMepeqHBaOT pacTBOPH B Mep-
Hble K0JIGB BMECTHMOCTHIO No 250 cM3, 10JHBAIOT A0 METKH BOJAOH, me-
peMeuInBaIOT H JaJjlee aHaJH3 BelyT, KaK yKasaHo B m. 3.1.

[lo HaiiieHHBIM 3Ha4YeHHAM ONTHYECKHX IUIOTHOCTEHl PacTBOPOB
CTPOSIT IPajyHpoOBOUYHbIE rpadHKH.

4. OBPABOTKA PE3YNIbTATOB

4.1. MaccoBywo 10410 KpeMHHsi (X) B MPOUEHTAX BLIYHCAAIOT IO
¢opmye

X M V- 100 ,
my-Vy
rie m — Macca KpeMHHs, HaliJleHHasi O rpagyHpoBOuHoMy rpacdu-
Ky, T; '
V — o6beM HCXOLHOro pacTBopa, MJ;
Vi — o6beM anHKBOTHOM 4acTH pacTBOpa, MJ;
m; — Macca HaBecKH CIIaBa, T.

(U3smenennan penakuus, Ham. Ne 1).

4.2, AbcomoTHbie JONMycKaeMble PAaCXOXKAEHUS Pe3yJabTaTOB napas-
N1e/IbHBIX ONpeje/ieHHi He OJXKHBI NMpPeBbilIaTh 3HAYEHHH, YKa3aHHBIX
B Taba. 3.

Ta6anna 3

AGCONIOTHBIE LOI YCKaeMble

Maccosas noas kpemuun, % PACKOXKAEHHA, %

Ot 0,003 no 0,009 0,0015
Cs. 0,009 » 0,02 0,0025
» 0,02 » 0,06 0,005
» 0,06 » 020 0,010
» 0,20 » 0,60 0,03

5. KOHTPOJIb TOYHOCTU U3MEPEHUA

. Hna KoHTpOJS TOUHOCTH M3MEpEHHiH MacCOBOH NOJH KPEMHHS OT
0,003 o 0,6% wucnonb3yOT rocygapcTBeHHble CTaHAAPTHHE O6pasIbl
MarHMeBBIX CMJIABOB, a TakKMKe OTpac/jeBble CTaHAAPTHHE o6pasubl H
cTaHgapTHbie 06pasubl NPeANpPHATHS MArHHEBHIX CIJIAaBOB, BHIMYIIEH-
upie B cootBercTBHH ¢ [OCT 8.315—78. KoHTpo/ab TOYHOCTH H3Mepe-
Huli mpoBoasT B coorBercTBHH ¢ TOCT 25086—87.

Honyckaetcs NpOBOAHTL KOHTPOJb TOYHOCTH H3MEPEHHH MacCOBOH
J0JIH KPEMHHST MeToaoM H06aBoK.

Pasa. 5. (Baenen aonoasureabso, Ham. Ne 1).
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rocCr 3240.8—76 C. &
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