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KOMHTET CTAHIOAPTUIAUHWH U METPOJIOTHH CCCP
Mockna




LCYyaAaAroecltbeEnnblnr CTARALAAPT COINOSA CCP
A S

CHIIUKOKAJIbLLHA
Meron onpenenenus Kpemuus rocT
* Silicocalcium. 14858.4—91

Method for the determination of silicon

OKCTY 0809

Hdara Beenenun 01.01.93

Hacrosawuit cranpapr ycraHaBJHBaeT IpPaBUMETPHUYECKHH METOL
onpejesNeHHsi KpeMHHs Npu ero MaccoBoit goJie ot 30 go 75 %.

- MeToa OCHOBaH Ha CHJIABJEHHH NMpOOBI ¢ KapOOHATOM  KaJHA —

\ HATPHS WM THADOKCHIOM KaJHfl, BbAC/NCHUH KPEMHHs B IIPHCYTCTBHH

Z\ pacTBOpa JKeJaTHHA H TPABHMETPHYECKOM  ONpefes/eHHH MacCOBOH
¢{] 1011 KpeMHHs1 nocJe o6paboTku (HTOPHCTOBOAOPOJHONR KHCJIOTOMH.

1. OBIMHE TPEBOBAHHUA

1.1. O6uue tpe6oBanusi Kk Meroay aHasuza — no 'OCT 28473.
1.2. JlaGopaTtopHas npo6a poJsxkHa ObITb NPUTOTOBJEHA B BHAE IO-
pOlIKa ¢ MaKcuMaJjbHbM pa3mepom uvacruy 0,16 mm no TOCT 25207.

2. PEAKTHBbLI U PACTBOPDLI

Kucnora consnas no F'OCT 3118 u pacropsut 1:3 u 1:49.

Kucaora asornas no FOCT 4461.

Kucnora cepuasg no 'OCT 4204 u pacrsop 1:1.

Kucaora ¢propucrosonopoaunas no 'OCT 10484.

Kanuit yraexkucabiit — Hatpuit yraekucasiii no OCT 4332.

Kanusi ruapookucs no F'OCT 24363.

Cnupt stuaoseii no F'OCT 5962 uau no TOCT 18300.

Ammuak soaswiit 1o JOCT 3760 u pacreop 1:500.

Keneso tpexxsopucroe 6-sopHoe, pacreop 100 r/am® mo I'OCT
4147,

Xenatun mo T'OCT 11293, pacrBop 10 r/am®, cBekenpHUroToBJIEH-
Hbi: | r© XKeJaTHHa TIOMELIAIOT B CTAKAaH BMECTHMOCTbIO 250 cM3,
npubasasiior 40—50 cm® BoAbl M OCTaBJASIIOT HAa 1 4 NMpH KOMHATHOH
TeMneparype, nepHoJHYECKH TepeMellinBasi. 3aTeM pactBop cjabo Har-

Hananue odpuunanabHoe

© HspareabctBo cranpapros, 1991
Hacrosmue cTanaaprbt He MOTyT ObiThb NOJHOCTBLIO MM HACTHYHO BOCNPOM3BEHCHH,
THPAKHMPOBaHbl M pacnpocTpaHeHbl Ge3 pa3pemenuss loccranmapra CCCP




peBalwT H NpPH IepeMellMBaHHHU pacTBOPAIOT 2KEJIATHH, 0XJaxKa4aloT,.

pasbaBasoT Bopo# no o6bema 100 cM® ¥ BHOBL NepeMeEIIHBAIOT.

3. NIPOBELEHHE AHAJIHM3A

Hasecky npo6ui Maccoii 0,25 r nomeuialor B CTEKJIOYrJI€pOIHCTbIl

THIeJb, COAepKaluit 3 I THAPOKCHAA KaJjud, NOKPLIBAIOT HABECKY
2 I FHAPOKCHAA KaJHsi H npuaupaior | cM3® sTHaosoro cnupta. Turesb
HAarpeBaloT Ha IIHTE [0 pacllyiaBlieHHsl COAEPHKHMOro H o6pa3oBaHuA
KODKHM. 3aTeM MOMEILAIOT THreab B Mydesab, Harperbii 10 TeMmnepa-
Typel 380—400°C, u BblAEpXKHBAWT  INPH ITOH TeMneparype 10—
15 muH.

Huau: HaBecky npo6nl Maccoii 0,25 r noMemaloT B NJaTHHOBLIA TH-
rejib, cojep:amuii 7 r kapOoHaTa KaJidsl-HAaTpus, TILATEJbHO Inepe-

MEeLIMBaIOT, Hachnalor 1 r kapboHaTa KaJHA-HAaTPHs M HarpeBaloT B

reueHue 5 Mun npu temneparype 500—550°C. 3aTeM MOBHILAIOT TEM-
nepatypy Ao 1000°C u npomoJiKalOT Cl/IaBjeHHe B TeyeHHe 20 MHH.

Turesb oxJaXKAaloT, NOMEIAT B cTakaH BMecTHMocTblo 400 cm?,
nobasasior 100 ¢M® pacrBopa CcOJSIHOH KHCJOTH 1:3, HakpLIBalOT ua-
COBLIM CTEKJOM H HarpeBaloT A0 NOJIHOTO PacTBOpelMs IJaBa. Tureib
BLIHHMAIOT, 0OMBIBAIOT BOAOH H yaajasior. K NOJydeHHOMY pacTBopy
no6asnasor 30 cM?® cOJITHOM KHCJAOTHI, BLITIADHBAIOT J0OCYyXa H BbICYLIH-
pator B TeueHue 30—40 mun npu temneparype okoso 130°C. Ocratok
oxjaaxpaior, ao6asisior 15—20 cm® cossiHOM KHCJIOTHI M Harpesaior
JI0 TOJHOTO pAacTBOPEHHs CoJjieil. 3aTeM NpH NepemellnBaHuu 1006aB-
Js10T 4 cM3 pacrBopa KejaTHHa, ocraBasiior Ha 10—15 mun, nobas-
as0tT 70—80 cm3 ropsiueit BoAbl, MepeMeIIUBAIOT H BHOBb OCTaBJAIOT
ans Koaryasuuu ocaaka. Ocagok — GHALTPYIOT Ha GHABTD CpelHed
IJIOTHOCTH, YIJIOTHEHHBII QUILTPOOYMAXKHOH MacCo#, NpOMbIBAIOT
10—12 pas ropsuyuM pacTBOpoM cOJSHOH KucaoTel 1:49, a 3sartem
5—6 pa3s ropsiueit Bogofl. PuUJBTP C 0CAAKOM COXPaHsIOT (ocaaok 1).

K- ¢uabrpary mobasisitor 10—15 cM® a30THOH KHCAOTHI, BbINapH-
BalOT Aocyxa M BhicylluBatroT B TeueHHe 30—40 MuH NpH TeMmnepary-
pe okojo 130°C. Ocratok oxJaxnamoT, no6apisior 10 cm3 cossHOM
KHCJOTH H pacTBOp BuiapuBaior nocyxa.  OcraTok pacTBOpsiiOT B
15—20 cM® coaHOM KHCJOTBHI W HarpeBaloT A0 IOJIHOIO PAaCTBOPEHHS
cojeli, nepeMewnBass nob6asasgior 4 cM® pacrtBopa KejaTHHA, OCTaB-
asitor Ha 10—15 mun, pobasasiior 70—80 cM?® ropsiueii BOALI, IiepeMe-
LIABAIOT M OCTABJSIIOT AJs KoaryJsiuu ocaaka. Ocalox GuAbTPYIOT
H NPOMBLIBAIOT BbilleyKa3aHHBIM cnoco6oM. PuALTP ¢ OCaAKOM COX-
paHnsitor (ocamox 2).

Ilnsi BbigeJieHHSI OCTaTKa KPEMHHEBOH KHCJAOTH K (HJAbTpATy [HO-
6aBasiloT 5 cM® a30THOM KHCJOTHI, BBLIIAPHBAIOT PacTBOp A0 ob6beMma
oxosio 100 cm3, no6Gasasiior 10 cM® pacTBopa TPEXXJIOPHCTOIO XKeJiesa,
a 3aTeM aMMHaK [0 BbiAeJeHHs ocagka THAPOKCHIOB kenesa (pH
pacrBopa oxoJo 6). Ocamox GuALTPYIOT HA GH/IBTP CPeAHEH MJIOT-
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HOCTH H NpOMDLIBalOT 3—4 pas3a ropsyHM pacrBopoM ammuaka. Oca-
AOK ¢ (GHJIbTPA CMLIBAIOT BOAOH B CTaKaH, B KOTOPOM INPOBOJHJOCDH
OcaxcaeHue ruapoxcuaos, aobasasior 20 cm® pacTBopa cepHO# KucJo-
Thl, BLINAPHBAIOT A0 IYCThIX 11apoB CEPHOM KHCJAOTH H BbIAEPXKHBAIOT
B 3TOM COCTOSAHHM oOKoJ0o O MHH. Ilocne  oxaaxkmenuss no6apasiior
10 cM® consinoit KucaoTel, 50 cM® ropsiyeit BOALI M HarpesaloT A0 NOJ-
HOro pacrBopenus coseit. K ropauemy pacrBopy ao6asJsior, nepeme-
wuBasi, 4 cM® pacTsopa KeJaTHHA H BLIJEJEHHYIO KPEMHHEBYIO KHCJO-
TY (PHABTPYIOT H 1IPOMLIBAIOT BbiLIEYKA3aHHBLIM CHOCO6OM.  PUABLTP
C 0calKOM coxpaHsitor (ocaaok 3).

®nabTpel ¢ ocaakaMu |, 2, 3 noMewamT B MJATHHOBBLIH THreJb,
Cywar, 030Js1I0T W mpokajauBalot npu temneparype 1000—1100°C B
teyenne 40 muH. Ilocse oxyaKaeHHs YBJAAXKHAIOT OCAJLOK HECKOJbKH-
MH KalJsiMH CePHOH KHCJOTBbI, OCTOPO2KHO BbIMapHBAIOT O IOJHOIO
YAaJICHHSL CePHOMl KHCJOTLI M BHOBbL NPOKAJHBAIOT NPU TeMIeparype
1000—1100°C B reuenne 40 muu. ITocse oxJsaxiaeHus B 3KCHKaToOpe
THI€Jb C 0CaJAKOM B3BEILUHBAIOT.

3aTeM COAEPXKHUMOE THIAIA YBIAXKHIIOT 3—4 KalJsIMH  pacTBopa
CepHO# KHCJIOTH, pobasisior 7—10 cM® PTOPHCTOBOLOPOAHON KHCJO-
Tbl H OCTOPOKHO BbLINAPHBAIOT [0 I[IOJIHOrO yAaJieHHsl MapoB CepHOM
KHCAOTBI. CyXo#t OCTAaTOK  NpokaJuBaloT npu temneparype 1000—
1100°C B teuenne 20 MHH N nocJe OXJaXKAeHUs B 3KCHKAaTOpE CHOBA
B3BCLIHBAIOT. -

4. ObPABOTKA PE3YJIbTATOB

4.]1. MaccoByio poJio kpemHusi (X) B NpouUeHTax BLIYHCJAAIOT IO
dopmyue

X (ml—-m.a)—(nza——-nu)-0»,4")74 .100
m ’
TA€ /M) — Macca THIJAST C OCAJlKOM AHOKCHAA KpeMHHsi 10 06palOoTKH
(TOPHCTOBOXOPOAHON KHCJIOTOM, T} -
Mg — Macca THUIVIS C OCTaTKOM nocJje o6paboTku $TOPHCTOBOAO-
POJLHOH KHCJOTOMH, I'; '
M3 — Macca THIJIS ¢ 0CaJKOM KOHTPOJIbHOTO onbiTa 10 06paboTKH
QTOPHCTOBOLOPOAHONH KHCJIOTOH, T;
My — Macca THIVIsI C OCTAaTKOM KOHTPOJILHOIO onbita nocsae obpa-
00TKH (PTOPUCTOBOJAOPOAHON KUCJIOTOM, I';
0,4674 — KoapuunenT nepecuera JHOKCHAA KPEMHHWsI HA KPEeMHII;
/m — macca HaBecky npoouol, r.
4.2. HopMmbl TOYHOCTH M HOPMATHBBI KOHTPOJISI TOYHOCTH OIIpeje-
JIeH WY MacCOBOH NOJIM KPEMHHsSI NpUBeAeHLl B TabJuie.
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JonycKaeMbie pacxoiKyeHuA,

%

{ illorpewi-~
HOCTh ABYX CPCRHMX | ¢ # npyx Tpex peaynnTaros
pesyabra- | PE3YABTATOB inapa nsens- | napanaesn- aHanuaa
MaccoBpast Joas KPpeMHHS, Y. TOB . Aanajausa, HBIX HBIX CTAHAAPTHOIQ
ananuaa | «BOWMOMHEHHHX | onpese- | onpepcse- o0padua
A, % B pasJHYHbLIX JEHHUIT unil OT arTECTO-
YCJ/10BHAX dy ds BaHIOrO
K 3nagcuns 8
Or 30 no 50 BkaovY. 0,5 0,6 0,5 0,6 0,3
Ce. 50 >» 75 » 0,7 0,8 0,7 0,8 0,4




HH®OPMALLUOHHDBIE JAHHBIE
1. PASBPABOTAH U BHECEH Munnuepcmom Me'ra.u.nypruu CCCP
PASPABOTYHUKH

B. I'. Musun, T. A. Mepduavena, JI. M. K.neuﬂep, B. . 'nyxo-
Ba, C. U. Axmanaes, I'. U. I'yceBa .

2. YTBEP)KAEH U BBEIAXEH B JEHCTBUE HocranoBieHuem

Komurera cranpaprusauuu u merpojornu CCCP .ot - 02.10.91
Ne 1578 '

3. BSAMEH TOCT 14858.4—81

4. CCblIJIOYHBIE HOPMATHBHO TEXHM‘!ECKHE JIOKYMEH—
Thl

- O6o3nauvenne HTJI, Ha KOTOPBIA

AaHa CChlJKa Homep niynkTa, pasacaa

FOCT 3118—77
I'OCT 3760—79
FOCT 4147—74
IFOCT 420477
FOCT 4332—76
'OCT 4461—77
I'OCT 596267
I'OCT 10484—78
IOCT 11293—78
['OCT 18300—87
I'OCT 24363—380
['OCT 25207—85
['OCT 28473—90
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