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CHIMKOKAJNLILUA
Meron, onpefeneHna KpeMHHA roct
Silicocalcium. 14858.4—91

Method for the delermination of silicon

OKCTY D809

Jara spenenns 01.01.93

HacroAamui craHpapt ycraHaBAHBaeT rpaBHMETPHYECKHH MeTon
onpefejeHHs KPEMHHs IIpH ero maccoBoi goae or 30 mo 75 %.

Meron ocHosaH Ha cnaabieHHH npobul ¢ xKapGoHAaTOM  Kaaua —
HATPHA HJAH THAPOKCHIOM KAAHf, BEAENEHHH KPEMHHA B MPHCYTCTBHH
pacTBoOpa MeJATHHd H TPABHMETPHYECKOM onpegeJeHHH MacCcoBo#

ng
i J10AH KpeMHHA nocne obpaboTku ¢TOPHCTOBOAOPOAHOH KHCJIOTOH.

1, OUMHE TPEBOBAHHA

I.1. O6wue Tpebopanua k metody ananuza —no 'OCT 28473.
1.2, JTaGoparopuan npobGa noaxHa ObIThL NPHIOTOBACHA B BHAE MO-
pOLIKA ¢ MaKCHManbHuM pasmepom uacruy 0,16 mm no TOCT 25207.

2, PEAKTHBBI H PACTBOPHI

Kucnora coasnana no N'OCT 3118 n pacteopu 1:3 u 1:49,

Kucnora asornasn no TOCT 4461,

Kucnora cepunan no N'OCT 4204 u pacreop 1:1.

Kucnora dropucrosogoposunas no NOCT 10484,

Kanuit yriekucianii — Hatpuii yraekncawit no [OCT 4332,

Kanua rugpooxnce no N'OCT 24363.

Cnupt atuaoceufi no NOCT 5962 wan no M'OCT 18300,

Ammuax sopswi no FOCT 3760 u pacrsop 1:500.

Heneso rtpexxnopucroe 6-poanoe, pacreop 100 r/om3® no IOCT
4147,

Heaatun no [OCT 11293, pactsop 10 r/om?, cBexenpuroToBieH-
Huifi: | r mMenarHHa [OMelLlalT B cTaKaH BMecTHMocThio 200 cm?,
npubasasior 40—50 cm? Boabl H ocTaBaAwT Ha 1 4 NpH KOMHATHOH
TeMIepaTtype, NepHoJHYECKH NepeMmelnneas. 3ateM pacrBop canabo Har-

Hananne odpuuHaisHOE
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C. 2 rOCT 14858491

PEBAIOT M IPH NepeMellHBaHUH PAcTBOPAIOT JKEJATHH, OXJaMialoT,
pasbaBasior Boaoi no obvema I00 cMm? u BHOBL NepeMellHBaloOT.

3. NTPOBELEHHE AHAJNIH3A

Hapecky npo6u Maccoit 0,25 1 nomewlaior B CTEKAOYTIEPOLHCTHIR
THrenb, CcOZepMaliHii 3 r rHApOKCHAA Kajauf, [OKPLIBAIOT HABECKY
9 T rHAPOKCHAA KAJHs H npuausaor | cmd 3THAOBOrO cnHpTa. THreab
HArPEBAIOT HA IVIHTE A0 PacliaB/ielHs COAePHKHMOro W 06pasoBaHus
KOPKH. 3aTeM NOMELLAIOT THredb B Mydenb, HarperTuii 10 TeMnepa-
Typhl 380—400°C, u BuiaepxusalT  npH sTol Temneparype 10—
15 Muu.

Uau: nasecky npobu maccoii 0,25 r noMewalor B niaTHHOBLIA TH-
reqib, colepiamui 7 r xapOoHaTa KaJHMA-HATPHA, TULATEJBHO nepe-
MEIIHBAI0T, HacunawT | r kaploHaTa KaJWMA-HATPHA H HATrpeBaloT B
revenie 5 muH npu tremneparype 500—550°C. 3atem nossilialoT TEM-
nepatypy Ao 1000°C n npopoamalor cnaasieHue B TedeHHe 20 MuH.

Turedb OXJ1aMIal0T, NOMELLAT B cTakan BMecTHMocTbio 400 om?,
pnobasaator- 100 cM* pacrsopa consiHoil KHchaoTol 1:3, HakpLBaloT 4a-
COBEIM CTEKJIOM W HArpesaloT A0 NOJHOro pacTBOpenns naasa. Turenb
BHIHHMAIOT, 06MBIBalOT BOAOH H ymaasior. K noayueHHoMY pacrBopy
nobasasiot 30 cM® coasHON KHCAOTH, BHITAPHBAIOT JOCYXa H BbICYIUH-
pator B Teuenue 30—40 muu npu remneparype okoao 130°C. Ocrarox
oxaaxcpaior, gobapnawr 15—20 cM? consiHO#l KHCJIOTH W HarpesaioT
N0 NOJHOTO pacTBOpeHHsi coaeii. 3ateM NpH NepeMellnBaHHH 100as-
nsor 4 cM® pacTBopa KeJaaTHHa, OCTaBJAAIOT Ha 10—15 mMuu, nobdas-
asiot 70—B80 cm® ropayelt BOAL, MepeMeIUHBAOT # BHOBbL OCTaBARIOT
nas woaryasund ocaaxka, Ocajok  QUALTPYIOT Ha (HABTD CpeaHed
MAOTHOCTH, YOJOTHeHHBIt (HIALTPOOYMAMKHOR  MAaccoi, NPOMBLIBAIOT
10—12 pas ropsuum pactBopom coasuolt xucaots  1:49, a 3artem
5—6 paa ropaucii sopofl. Puastp ¢ ocamkom coxpanaior (ocagox I).

K- guasrpary gobaenswor 10—I15 cM® a3oTHO# KHCAOTHI, BLINAPH-
BaloT AocyXa H BuicyliHsawoT B TeyeHue 30—40 Mun npu temnepary-
pe oxono 130°C. Ocratox oxaaxnaior, mobapasior 10 cM3 conaHo#
KHCJAOTL M pacTBOp Bhinapuealor gocyxa. OCTaToOK pacTBOpAioT B
15—20 cm?® coasHOH KHCJIOTH H HArpeBaioT oo NOJHOr0 pacTBOpPeHHA
coneii, nepememuBasa pobapasior 4 cM? pacTBopa MenaTHHA, OCTaB-
asoT Ha 10—15 mun, gobapnsor 70—380 cm?* ropAued BoLbLl, NepemMe-
WIHBAIOT M OCTABANIOT AN Koaryiauud ocamka. Ocanox QUILTPYOT
¥ NPOMBIBAIOT BhIEYKa3zaHHLM cnocofom, PuALTP ¢ OCAJKOM COX-
paHsior (ocanox 2).

Ins puipeseHusl ocTaTika KpeMHHEBOH KHCAOTH K (uabTpaty no-
GaBanioT 5 cM?® A30THOM KHECJOTHI, BHOAPHRAIDT pacTeBop Ao o0bema
oxkoao 100 cm?, noGasaaiwT 10 cM?® pacTBOpa TPEXXJIOPDHCTOrO 2KeJesa,
a 3aTeM aMMuaK 00 phIeJeHHs ocajika TrHApoxcHaos xenesa (pH
pacreopa oxono 6). Ocamox GHALTPYIOT HA (GHALTP cpelHel TnJa0T-
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rocT 14858.4—91 C. 3

HOCTH U NpoMLiBalOT 3—4 pasa ropsyum pacrsopoM ammuaka. Oca-
AOK ¢ QHALTPA CMLIBAIOT BOJOH B CTakaH, B KOTOPOM NPOBOAHJAOCD
OcaMaeHHe THApPOKCcHA0B, nobGasasior 20 cm® pacTRopa cepHoO#l KHC/O-
Thl, BLINAPHBAIOT A0 TYCTHIX NapoB CePHOH KHCAOTH M BLIAEPKHBAIOT
B 3TOM COCTOAHHH oOKoJo O MHH. [locae  oxaaxnenus noGasiasior
10 cm3 consnol kuchorsl, 50 cM® ropsavel BOAL H HArpeBaloT A0 NOJ-
HOro pactBopenus cojieit. K ropavemy pacrsopy po6apasior, nepeme-
wiusas, 4 cM? pacrsopa KeNaTHHA H BHACACHHYIO KPEMHHEBYIO KHCJO-
TY (PHABTPYIOT H JIPOMBLIBAIOT BLllIEYKa3aHHLIM chnocobom.  @uawTp
C OCAAKOM coxpaHawT {(ocanox 3).

@uabtpel ¢ ocagkami 1, 2, 3 noMellaoT B NAATHHOBWH THredb,
CYIWIAT, 030AAK0T M ApokajauBaloT npu Temnepatype 1000—1100°C B
Teyenne 40 mun. [locae oxnamaeHnn yBAAMKHHIOT OCANOK HECKOJbLKH-
MH KanJaMH CEPHOH KHCAOTLI, OCTOPOIKHO BHINAPHBAIOT 10 TOJHOTO
YLAJICHHA CepPHOH KHCNOTLI W BHOBL NPOKAJNHBAIOT NPH TeMneparype
1000—1100°C B reuennc 40 mun, TMocne oxaampeHus B SKCHKaTOpe
THI€Ab ¢ OCAJAKOM B3BCILUHBAOT.

3aTeM COACPIKHMOC THFAH YBAAKHAIOT 3—4 KanasaMH pacTeopa
CepHOR KHCAOTH, gobapasior 7—I10 cM?® dropucToBOAOPOAHOH KHCJIO-
TLl W OCTOPOXHO BLINAPHBAKT A0 [OJHOMO YAAJEHHS MapoB CcepHoil
KHeaoTl. Cyxoff ocratoxk  npoxkaaumealor npH remnepartype 1000—
1HO0°C B revenne 20 MHH H nocjie OX/NaXKIACHHS B 3KCHKATOpPE CHOBa
B3BCLLIBAIOT. '

4. OBPABOTKA PE3¥JIbTATOB

4.1, Maccosyio nomio spemuus (X) ©B npoueHtax BLYHCAAIOT N0
hopmyae

Ve (g —rtty )= ttig=—rriy ) -0, 4574 100
m '
FAE 1) — Macca THCNA C OCAQKOM AHOKCHAA KpeMHH# 10 obpaboTkH
hTopHCTOBOAOPOAHON KHCJAOTORN, T;
fz — Macca THrAA ¢ ocTatkoM nocde obpaGoTiu $TopHcTOBOAO-
POAHOH KHCNOTOH, I; '
ity — Macca THTAA ¢ 0CAfKOM KOHTPOJILHOrO onuita 4o ofpaboTkn
TOpHCTOBOAOPOAHOR KHCAOTOH, T;
My — Macca THRIH C OCTATKOM KOHTPOJLNOTO ONuiTa nocne obpa-
GOTKH (PTOPHCTOBOAOPOAHOA KHCJIOTOM, I
0,4674 — woaduunenT nepecuera AHOKCHAA KPEMHUSI HA KPEMHIIH;
M — Macca Hasecku npobol, r.
4.2. HopMul TOMHOCTH W HOPMATHBLI KOHTPOJS TOYHOCTH OTIpeje-
JENHY MACCOBOH 0OJH KPEMHHA NpuBeleHL: B Tabauile.
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