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CUJIUKOKAJIbLLHA
Metop, onpelesieHUR KpeMHUS rocT
Silicocalcium. 14858.4—91

Method for the determination of silicon

OKCTY J8I9

Hara sBenenusn 01.01.93

Hacrodawui craupgapr ycraHaB/HBaeT IpaBHMETPHYECKHH METOJ
onpejesieHUs] KpeMHHA TpH ero mMaccoBod poJie ot 30 mo 75 Y%.

MeToA OCHOBAaH Ha cHJaBJe€HHH NpoObl ¢ KapOOHATOM  KaJusag —
HaTpHa HAU THAPOKCHUAOM KaJius, BbIJCJNECHUH KPEMHHS B MPHCYTCTBHH
pacTBopa KeJaTHHA W TpPaBUMETPHUECKOM  oNpelneJleHHH MacCOBOH
10JH KpEeMHHs nocJje o0paboTkH GTOPHUCTOBOAOPOAHOH KHCJIOTOH.

1. ObIUHE TPEBOBAHUA

I.1. O6wue TpeboBanus Kk Meroay aHaauza — no [TOCT 28473.
1.2, JlaGopatopHas npob6a noaxkHa ObiTb NPUTOTOBJEHA B BHAE IO-
pOLIKa ¢ MakcuMaJjbHeIM pa3mepoMm uactul 0,16 mm no 'OCT 25207.

2. PEAKTUBbI U PACTBOPDLI

Kucaora coasinas no 'OCT 3118 u pacrBopnl 1:3 u 1:49.

Kucsora asornasi no TOCT 4461.

Kucnora cepHas no 'OCT 4204 u pacreop 1:1.

Kucaora ¢ropucrosogopoanas no 'OCT 10484,

Kanuii yraekucabnli — Hatpuii yraekunceabli no ['OCT 4332.

Kanusi rugpookuch no 'OCT 24363.

Cnupt stunoswii no N'OCT 5962 uan no 'OCT 18300.

AMmMmuak BoaHbiit o I'OCT 3760 u pacrsop 1:900.

eneso tpexxaopucroe 6-oaHoe, pacrsop 100 r/am3 nmo I'OCT
4147,

Menatun no TOCT 11293, pacteop 10 r/am®, cBexKenpUroTOBJIEH-
Hbid: 1 r© JXKeJaTHHA  NOMELLIAIOT B CTAKAaH BMECTHMOCTBIO 250 cM3,
npubabasiior 40—50 cM® BoAbl H OCTaBJSIOT HA 1 4 MPU KOMHATHOH
TeMIeparype, nepHoJHUYeCcKHd nepeMmelinBas. 3areM pacrBop ciaabo Har-

U3nanne opuuHaJbHoe

@© HsparenbctBo cranzapros, 1991

Hacrosuipe cranaaprbl He MOryT ObiTh NOJNHOCTBLIO MJAH YACTHYHO BOCNPOH3BEIEHH,
THpaXKHpPOBaHB H pacnpocTpaHeHbl 6e3 paspemenus Ioccrangapra CCCP
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PEBAIOT W IIpH lepeMellidMBAHUM pPAaCTBOPAIOT 2KeJNAaTHH, OXJiaxK1aloT,
pa3baBasaioT Boaol g0 obbema 100 cm3 U BHOBL NMEepCMELIHBAIOT.

3. MTPOBEOEHHE AHAJIH3A

Hasecky npobnt maccoi (0,20 r noMmewiailoT B CTEKJOYIJACPOAHCTbIM
THIeJb, COAEpKAIUMHA 3 I' THAPOKCHAA KaJufg, NOKPbLIBAIOT HAaBECKY
2 T THAPOKCHAA KaJHsl U NpuanBailor | cMm3 3THJ0BOro cnupra. Turesb
HArpeBaloT Ha IJINTE JO paclliaBjeHHsI COAEPXKHMOIo H o6pa3oBaHHs
KOPKH. 3areM MNOMELLAloT THreJdb B Mydesab, Harperblid A0 TeMIiepa-
rypbl 380—400°C, u BbHIAEpKHBAWOT  IpH 3ToH Temneparype 10—
15 MuH.

Muaun: sHaBecky npobnl mMaccon 0,25 r noMewaroT B MJATHHOBLIH TH-
redib, colepkamwui 7 r KapOoHara KaJius-HaTpud, TIULAaTeJNbLHO [epe-
MEWIMBAIOT, HacwinalT | r kapOoHarta KaJus-HATPUsSI U HArpeBaloOT B
TeycHue 5 MuH npu Temneparype 500—550°C. 3aTeM NnOBLIIAIOT TEM-
nepatypy a0 1000°C u npoponaxKaior cijabBjeHHe B TeueHue 20 MuH.

Tureann oxgaaxpgalwT, NoMellalOT B cTakaH sMecTuMocTbio 400 cms,
nobasasior 100 cm® pacrBopa consiHOH KHCJOTH 1:3, HAKPLIBAIOT ua-
COBLIM CTEKJIOM W HarpeBaloT A0 NOJHOIO pacTBOpPECIHUs IjaBa. Turedb
BHIHUMAIOT, OOMBIBAlOT BOAOH H yaansior. K noJydeHHOMY pacTBOpY
nobasasior 30 cM? cONSTHON KHCJAOTDI, BHINAPHBAIOT AOCYXa H BBHICYLIH-
BaloT B TteyeHue 30—40 mun npu temneparype oxkosao 130°C. Ocratok
oxJsaxpalor, aobapasior 10—20 cMm?® CONSTHOH KHCJOTbBI M HArpcBaioT
JI0 TIOJIHOTO pPAacCTBOPEHHSI cOoJied. 3areM NpH nepeMmelldBaHUH 100aB-
asiior 4 c¢M3 pactBOopa keJsartHHa, ocrasisilor Ha 10—15 muH, nobas-
assior 70—80 cm3 ropsivued BOJADLI, NepeMElIMBAIOT H BHOBb OCTaBJISIIOT
IJs1 KoaryJasauuu ocaaka. Ocagok  QUILTPYIOT Ha (PUABTP CpeaHeH
[JIOTHOCTH, YIUVIOTHEHHBIH QUJALTPOOYMAa>KHOH  MACCOH, IIPOMbLIBAIOT
10—12 pas3 ropsuuM pacTBOpOM COJIAHOH KHCJAOTBL 1:49, a 3atem
0—6 pa3 ropsiuet Bomoii. PUABLTD ¢ 0CAAKOM COXpaHAKT (ocagok 1).

K ¢uaetpary pobasuasitor 10—15 cM® a30THOH KHCJOTHI, BLINAPH-
BAalOT AOCYyXa M BLICYWHBAKWT B TedyeHue 30—40 MuH NIpu TeMuepary-
pe okoJso 130°C. Ocrarox oxJaxpaior, gob6asasitor 10 cM® COJTHOH
KHCJOTLL M pacTBOpP BblMapuBalor nocyxa. (OcCTaTOK pacTBOPSIOT B
10—20 cM?® consiHOH KHMCJOTHI M HarpeBaloOT 10 IOJHOIO PacTBOPEHHS
coJier, nepemewinBasi aodOasisAl0T 4 cM3 pacTBopa KeJsaTHHA, OCTAB-
asior Ha 10—15 muu, pobasasior 70—80 cm?® ropsiued BOAbI, Nepeme-
INHBAIOT H OCTAaBJSIIOT AJA KoaryJasiuud ocaaka. Ocazox (QHIALTPYIOT
H NPOMBIBAIOT BbhilleyKa3aHHLIM crnocoboMmM. DuAbTP ¢ 0OCAZKOM COX-
paHsT (ocagox 2).

Ilnsi BoiaesieHUs1 OcTaTka KPEMHHEBOHM KHCJAOTbHl K (PHUALTPATY [O-

O0aBJasIOT O cM3 A30THOH KHCJIOTBHI, BBLIIAPHBAIOT PacTBOp A0 0ObeMa
okoao 100 cm3, mo6amasior 10 cMm3 pacTBopa TPEXXJOPHCTOro KeJesa,

a 3aTeM aMMHaK OO0 BbIAEJEHHS ocaJka THAPOKCHAOB XKejesa (pH
pacTBopa okoJsio 6). Ocagok PuabTpylOT HA (QUALTD CpeAHEeH nJIOT-
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HOCTH H IIpOMbLIBAIOT 3—4 pasa ropsiyuMm pacrtsopoMm ammuaka. Oca-
A0OK ¢ (pHJAbLTpA CMbIBAIOT BOAOH B CTakaH, B KOTOPOM IPOBOAHJOCDH
OCaXXJCHHE THAPOKCcHA0B, aobasasior 20 c¢cMm?® pacrBopa CepHOH KHCJO-
Thl, BLINAPHUBAIOT 1O IYCThIX 11apOB CEPHOH KHCJOTHI M BblAEPXXHBAIOT
B 3TOM COCTOSIHHH OKO0JOo o MHH. Ilocse  oxmaxnenus no6asifiloT
10 cm3 coasiHoM KucaoThi, 00 cM® ropsiueli BOALI H HArpeBalOT AO IOJI-
HOro pacTBOpeHHust coner, K ropsauemy pacrBopy Ao06aBJasloOT, nepeme-
lwiBas, 4 cM® pacrBopa XKeJAaTHHA H BLIACJEHHYIO KPEMHHEBYIO KHCJIO-
TY (UHABTPYIOT H LIPOMBLIBAIOT BbIMEYKA3aHHLIM CHOCOOOM.  PUILTP
C 0CaaKOM coxpausitor (ocauok 3).

QinabTpbl ¢ ocaakaMu |, 2, 3 noMewlalOT B IIJIATHHOBbLIH THIeJIb,
cywar, 030Js110T M npokasanbalor npu temneparype 1000—1100°C B
Teyenue 40 MuH. [locsie oxsaKaeHust YBJAAXKHSIIOT 0CaJ0K HECKOJIbXH-
MH KanJIiMH CEPHOH KHCJOTDbl, OCTOPOXKHO BbIIAPHBAIOT A0 IIOJIHOIO
yAaJICHHST CepHOH KHCJOTLI H BHOBbL NPOKAJHBAIOT MNMPU TEMIleparype
1000—1100°C B teucHue 40 muu. [locse oxnaxkaeHus B 3KCHKaTOpe
THICJb C OCaJAKOM B3BCIUHBAIOT.

3areM COAEPXKHUMOC THUIAHA YBJAXKHAWT 3—4 KallJiIsMH pacTBopa
CCPHOH KHCJAOTHI, aobasastor 7—10 cM3 OTOPHCTOBOLOPOAHONH KHCJO-
Tbl 11 OCTODO3KHO BbLIMAPHBAIOT A0 IIOJIHOrO YyJaJeHHsl MapoB CepHOWH
kucjoThl. Cyxo#t ocratok  lpokaauBaloT npu rtemneparype 1000—
1100°C B Teuenne 20 MHH H NocJie OXJIAXKAEHUS B 3KCHKATOpe CHOBA
B3BCIUHBAIOT.

4. ObPADBOTKA PE3YJIbTATOB

4.1. MaccoByio ponio kKpeMHust (X) B NpoOLUEHTAX BLIYHCASIOT MO
hopmyJac
P (1my—ny)—(mg—my)-0,4574 100
m ’
rAC /11, — Macca THIJISI ¢ OCAaAKOM JAHOKCHAA KpeMHHs 40 00palOTKH
(PTOPHUCTOBOJLOPOLHOH KHCJIOTOH, T;
M, — Macca THIVISI C ocTaTkoM nocje obpaboTKu (PTOPHCTOBOUO-
POLHOH KHCJOTOH, I}
M3 — Macca THIJIS C 0CaAKOM KOHTPOJIbHOIO omnbita 40 00paboTKH
GTOPHUCTOBOJOPOLHOH KHCJIOTOH, T;
M, -— Macca THIJSI C OCTAaTKOM KOHTPOJLHOrO OfbiTa mnocsae obpa-
OOTKH (PTOPUCTOBOJOPOAHON KHCJOTOH, I
0,4674 — KO3 PuLHCHT nepecyera AMOKCHAA KPEMHHsSI HA KPEMHIIH;
/M — Macca HaBecky INnpoOuol, T.

4.2. HopMbl TOYHOCTH H HOPMATHBBI KOHTPOJISI TOYHOCTH OIlIpeje-
JI€HHY MACCOBOH JOJIH KPeMHHUsS NpHBeAeHLl B TabJulie.
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JLONycCKaeMbie pacxo.KneHHA, %

[Torpelu-

HOCTh ABYX CPERHHX | » npyyx Tpex pe3yabLTarTon
pesyabra- | PE3YAbTATOB napaanens-| napannesn- aHaaAK3a
MaccoBasl Jons KpeMHHA, % TOB aHaJHaa, HbIX HBIX CTAHAAPTHOIO
ananpaza | BSIMOJAHEHHBIX | onpege- | onpegpcse- oOpasua
A, % B Pd3JIHYHbIX JEeHHH HH i1 OT aTrTCCTO-
’ YCJJAOBHAX d, dy BAHIOIO
d, 3HAYCIHSA B
Or 30 po 50 BKJaIOY, 0,5 0,6 0,5 0,6 0,3
Ce. 50 » 756 » 0,7 0,8 0,7 0,8 0,4
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UH®POPMAL HUOHHDIE 1AHHBDIE
I. PASPABOTAH U BHECEH Munncrepctsom metaaayprun CCCP
PASPABOTYHUKH

B. I'. Musun, T. A. Ileppuanvena, JI. M. Kueirnep, B. H. I'ayxo-
pa, C. U. AxmaHaes, I'. U. I'yceBa

2. YTBEP)KIEH U BBEAEH B JEHCTBHE HocravoBaeHuem
Komurera cranpapru3dauun u merpoaorun CCCP or 02.10.91
Ne 1578

3. BBAMEH ITOCT 14858.4—8l1

4. CCblIJIOYHBIE HOPMATUBHO-TEXHUHYECKHE JAOKYMEH-
Thbl

O6osnavenue 1ITI, Ha KOTOPDLIH

naHa CCLIJKa I’*IOME‘]) HYHKT&, pa3jcaa

FOCT 3118—77
'OCT 3760—79
FOCT 4147—74
FOCT 4204-—-77
[TOCT 4332—76
['OCT 4461—-77
[OCT 5962—67
FOCT 10484—78
IF'OCT 11293—78
'OCT 18300—87
['OCT 24363—80
[[OCT 25207—85
['OCT 28473—90
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