YK 622.341.001.4:006.354 Fpynna A19
TOCYLAPCTBEHHDBHA CTAHIOAPT COH3ACCP

FPAGUT
MeTo OnpeneieHHs OKCHAA KPeMHHS rocrt
Graphite. Method for 17818.9—90

determination of silicon oxide

OKCTY 5709

Cpok peficTBHS ¢ 01.07.91
no 01.07.96

Hacrosamuil cranzapT pacmpocTpaHsieTcs Ha CKPBITOKpHCTaJJIHUes
CKHH rpaHuT H KPHCTAJVIHYeCKHH rpaHT, MOJyYeHHbIH NPH pasjelb-
HOM HJIH COBMeCTHOM o6orauleHHd NPHPOAHBIX PyA, rpadHTconepxka-
DIHX OTXOLOB METAJIYPrHYeCKOro H IPYTrHX NPOU3BOACTB, H YCTaHAB-
auBaeT (poToMeTpHUECKHH MeTOA onpenesieHHs OKCHAA KDEMHHSA.

CymHocTh MeTOlla 3aKjiouaercsi B oOpa3oBaHHH IKeJTOTO KpeM-
HeMOJHOAECHOBOTO KOMIWIEKCHOTO COeIHHEeHHs ¢ NOcJAelYIOMHM BOC-
CTAHOBJIEHHEM €ro A0 CHHEro W (OTOMETPHPOBAHHH OKpAlIeHHOTO
pacTBopa.

1. OBILUE TPEBOBAHHNYA
O6wue TpebGoBanus K Merody anaausza —no [OCT 17818.0.

2. AINAPATYPA, PEAKTHBbBl ® PACTBOPDI

AnexkTponeyb CONPOTHBJEHHs KaMepHas, ofecneuuBarollas Harpes
no 1000°C,

Jlopouku uau THraH apdoposue no FOCT 9147.

THrau unn yaimky niaatuHoseie 1o TOCT 6563,

®orosnekrpokanopumerp no 'OCT 12083.

Kuciaora conanas no F'OCT 3118, pasGasnennas 1:38.

Kucaora sunnas mo 'OCT 5817,

Kucnora ackop6unoBasi.

AMMonnit monuénenoporucanfi mo 'OCT 3765, pacTtsop XKoHUeH-
tpauud 50 r/ame.

Hatpuii yraexucawii 6espognuiii mo I'OCT 83, BricyiieHunit npu
150—170°C.

Hananne ojpuumansuoe Mepenevatka BOCHpemeHa
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rocCT 17818.9—90 C. 2

Harpuit terpabopuoxucawiét no [OCT 4199, o6e3soxeHHBIE NpH
360—380°C.

Kanuit yraexkucnstii-natpuii yraekucantii no FOCT 4332,

CMech IS CIUIABJAEHHS: HATPHH Yriekucsli u TeTpaGopHOKUCTBIN
Oe3BolHbBIE TLIATENBHO PaCTHPAOT B COOTHOWIEHHH 2:1 uau Kajauid-
HaTpHil yIJIeKHCJAbIH u HaTpHil TeTpaOopHOKHCABI 6e3BOJHEIE B CO-
OTHOUWIeHHH 4 : 1.

Cranpapthblil o6pasen nermarura Ne 706—75,

CraHpapTHBIE pacTBOp OKCHAA KPEMHHS ¢ MAaccoBOH KOHIEHTpa-
ureit 0,05 mr/em?: 0,0353 r cramnaprHoro of6pasna nmermMaTHTa CnJas-
JSI0T B IVIATHHOBOM THIMe ¢ 2—-3 T cMecH AJA IJaBJeHHst B Tede-
Hue 15—20 mua B anektpuueckofi neyu npu (950+50) °C. Ilocae
OXAaXAEHUS THreNb C TJIABOM [IOMEIAIOT B CTakKaH BMECTHMOCTbHIO
200—250 cwm?®, npuamBaor 60—70 cm® Bogwm, 50 cM® pasbaBieHHOI
1:3 constHOH KMCJAOTHI M PAacTBODPSIOT HPU HarpeBaHHM 0e3 KHNsye-
HHs npu nomelinBaHud. [lonyueHHBII pacTBOp NepeHOCST B MepHYIO
Kos6y BMecTHMOCThI0 500 cM®, nonMBaIOT BOJAOH IO MeTKH W nepeme-
wuBaT. XpaHAT B NOJH3THIEHOBOH nocyle.

JJs npHroTOBJIEHHS CTAHZAPTHOIO PacTBOpPA OKCHAA KPeMHHS JO-
flycKaeTcsl HCIO0Ab30BaTh JAPYrHe CTaHZapTHHeEe oOpasubl COCTaBa.

Maccy Haseckn cranaaprHoro ofpasua cocraBa (m) B rpaMmmax
IAs CTAaHAAPTHOIO pacTBOpa C MaccoBOH KOHUEHTpalHeH OKcHAa
kpemuusa 0,05 mr/cM? BHiyHCAAIT Mo popMmyse

1 0,05-500:100
1000-C

rae C — aTTecTOBaHHOE 3HAYEHHEe MAaCCOBON AOJMH OKCHAAa KPEMHHSA B
ctangapTHoMm obpasue, %.
Csech BoccTaHoBHTeNbHMasi: 15 r BuHHOR Xucaotel M 1 r ackopGu-
HOBOI KHcJoTel pactBopsiior B 100 cm® Boxwl. Cpok xpaHeHus pac-
TBOpa 3—5 CYT.

b

3. IOATOTOBKA K AHAJIH3Y

3.1. MocTpoenune rpaiyMpoBoUHOro rpauxa

3.1.1. las nocTpOeHHA rPafyHpPOBOYHOro rpapukKa
nIpH ONpeleNeHHH OKCHAA KPEeMHHS NPH MAacCOBOH
noae ot 1 po 7% B MepHBle Koabnl BMecTHMOCThi0 mo 100 cm?
ormepHuBaiT Ooperkoii 0; 2; 4; 6; 8; 10; 12 u 15 cm® cranzaprHoro
pacTBopa OKcHAa KpeMHHs, uTto coorBetctByeT 0; 0,1; 0,2; 0,3; 0,4;
0,5; 0,6 u 0,75 Mr okcHIa KpeMHHA.

[IpuanBalOT pacTBOp KOHTPOJbHOrO oneita 4o obvema 15 cm3, npu-
rOTOBJIEHHOI'0 OJHOBPEMEHHO CO CTAHAAPTHBIM pacTBopoM, mo 50 cm?
BOABl, RO 5 cMm® pacTBopa aMMOHHS MOJHOGAEHOBOKHCJOrO H OCTABJSI-
10T Ha 8—10 MuH. 3aTeM TNpHAHBAT N0 5 cM? BOCCTaHOBHTEJHHOMN
CMeCH, JOJHBAWwT BOXOH Mo MeTkH H nepeMewrnBaioT. Yepes 30 mun
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C. 3 TOCT 17818.9—90

M3MepSIOT ONTHUYECKYIO IJIOTHOCTH PAaCTBOPOB Ha (OTO3JNCKTPOKAJO-
puMeTpe, TpUMEHSS CBETOQHJBLTP ¢ 06/1aCThl0 CBETONPONYCKAHHR
600—700 HM, B KiOBETE C TOJLIMHOH KaJOPHMETPHPYEMOro cJosi 5 MM.

PacTBOpOM CpaBHEHHS CJYXKHT PAacTBOP KOHTPOJBHOIO OMNHITA.
'pagyupoBounnii rpadux crposit no F'OCT 17818.0.

3.1.2. Jasa nocTpoeHus rpajynipoBounoro rpaduka
AN oNpeleseHHN OKCHIAa KpeMHHS NPH MaccoBO#
poae no 1% B MepHble KoaGe BMecTHMOcThio no 100 cm?® ormepu-
Balor Gloperkoit 0; 0,5; 1,0; 2,0; 3,0; 40 u 50 cm® cranpapThoro
pacTBopa OKcHaa KpeMHus, urto coorBerctByer 0; 0,025; 0,05; 0,10;
0,15; 0,20 u 0,25 Mr okcuja KpeMHuS.

Hanee onpenesenne mpoBofsT no n. 3.1.1, ucnoansys KIOBETH C
TOJNIIMHOH KaJopuMeTpupyeMoro ciof 20 MM.

4, NTPOBEAEHHUE AHAJIH3A

Hapecky rpadura maccoit 0,5—1 r (B 3aBHCHMOCTH OT 30JbHO-
cTH rpagura) nomeuaT B $HapgopoBuiil THrelb (JAOAOYKY), TPOKa-
JIMBAIOT B 3JeKTpHuecKoi nmeud npu (900x=100) °C B Teuenne 1 u, ox-
Jaxaal0T B 3KCHMKATOpe ¥ B3BeWHBAIOT. IIpokajHBaHHe MOBTOPSIOT
no 15 MHH 00 NOCTHXKEHHS MOCTOSHHOH Macchl. 3aTeM 30JbHHI oOC-
TAaTOK KOJIHUECTBEHHO NMEePEHOCAT B MJIATHHOBHIH THredb (4allKy), cMe-
INHBAIOT ¢ 2—3 I CMeCH AJf CIJAaBJEHHS H CIVIABASIOT B TeyeHHe
15—20 MuH B 3jekTpuueckoil meun npu (950+50) °C.

Tocne oxJaXAeHHs THUreJb C {IJ1aBOM IOMeINalT B CTAKaH BMec-
THMOCTbI0 200—250 cm®, mpuauBaior 60—70 cm® Boawl, 50 cM® pas-
6apaennoit 1:3 coJfHON KHCJAOTH M pPacTBOPSIOT IIDH HarpeBaHHH
6e3 kumsueHusi npu nomemnBaHuH. TlonyuenHbIil pacTBOp MEPEHOCAT
B MepHylo Koj6y BMecTHMocTbio 500 cM®, 107HBAIOT BOAOH A0 METKH
H TepeMeLIHBaloT.

B MepHyio Koa6y BMecTtHMocThio 100 cM® or6HpaloT aJHKBOTHYIO
yactp 10—15 ¢M® pacTBopa, NPUAMBAIOT PACTBOP KOHTPOJBHOIO OINBI-
Ta 10 o6bema 15 cm®, 50 cm® Boanl, 5 cM3 pacTBOpa aMMOHHS MOJHO-
JIEHOBOKHCJIOTO H JaJjiee olpefesieHHe NpoBOAAT no m. 3.1.1, ucnons-
3ya KioBeTH 5 uiaM 20 MM B 3aBHCHMOCTH OT MaccoBOH M0JH OKCHIA
KpeMHHUS. ,

[To BesMuHHe ONTHYECKOH MJOTHOCTH 110 FPaAyHPOBOYHOMY rpadu-
Ky Onpele/IsiOT MacCy OKCHAA KPeMHHs B MHJLIHTPaMMax.

5. OBPABOTKA PE3VYJIbTATOB

5.1. MaccoByio 100 OKcHAa KpemHHA (Xgo,) BHUHCASIOT DO
opmyne
- V100
Xeg =2V
STy me1000
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FOCT 17818.9—90 C. 4

rae m; — Macca OKCHJA KpeMHHUs, HaiileHHasi MO rpaayHpoBOYHOMY
rpaduky, Mmr,;
V — o6’beM HCXOXHOrO pacTBopa, cMm?;
Vi — o6beM aMHKBOTHOH uacTH pacTBopa, cM?;
m — Macca HaBecku rpadura, r.
5.2. JlonyckaeMble pacxOXAeHHs MexX1y pesy/JbTaTaMH napani-
JIebHEIX ONpefe/JeHH He JOJIKHBI NpeBHIIaTb 3HAYEHHH, NPHBEJeH-
HBIX B Tabaune.

MaccoBag 40AA OKCHEa XpeMHnst, Y% Ionyckaenoe pacxoxnienne, %
Ho 1,0 Bxiou. 0,05
Ce. 10 » 20 » 0,10
» 20 » 50 » 0,15
» 5,0 0,2
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C. 5 TOCT 17818.9—90

UHO®OPMALHOHHBIE JTAHHDBIE
1. PASPABOTAH U BHECEH KonuepHom «CoiosmMuHepan»
PA3PABOTYHUKH

H. B. Cypasenkos, JI. A. XapaaHueBa (pYKOBOAHTENL TEMBI),
C. H. UeBuoBa

2. YTBEP)KAEH M BBEIAEH B JEWCTBHUE IocranoBaeHuem
Focynapcrsennoro komutera CCCP no ynpaBieHHI0 KauecTBOM
npoayKuuMM U crangaptam ot 30.03.90 Ne 685

3. BBAMEH I'OCT 17818.9—75

4. CCbIJIOYHBIE HOPMATHBHO-TEXHHYECKHE JNOKYMEH-
ThbI

OGo3unauenne HTM, Ha xoTophi#l
naHa ccﬁ}xxa Homep pasgena, nyHKTa

rOCT 83—79
TOCT 3118—77
TOCT 3765—78
TOCT 4199—76
TOCT 4332—76
TOCT 5817—77
I'OCT 6563—75
TOCT 9147—80
TOCT 17818.0—30
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