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HHUOBUSA NATUOKUCH

Merop onpefeicHUs MaccoBoH RONM ceps |8|84_ 3_79
Niobium pentoxide
Method for the determination of B3ameH
sulphur content TOCT 18184.3—72

Nocrakosnenwem FocypapcrseHHoro komwtera CCCP no crawpapram or 11 Mas

1979 r. N2 1695 CpPOK feMHCTBMS YCTAaHOBNEH
c 01.01.1981 r.

Ao 01.01. 1986 r.

Hecobniogenue crtaHpapTa npecnefyerca no 3akoHy

Hacrosiluu#i cTraHaapT pacnpocTpaHsercs Ha ISITHOKHCh HHOOHA H
yCTaHaBaKBaeT oGbeMHbIA HOZOMETPHYECKHA MeTOH onpejejeHHs Mac-
coBoit goJu cepsi ot 0,03 10 0,15%.

MeToa OCHOBaH Ha NPOKAJHBAHHH IATHOKHCH HHOGHS B TPyGuaToOH
neun B atMocdepe kuciopoza npd 1250—1300°C, npu stoM cyasda-
Thl LIEJOUHBIX H LIEJOYHO3EMEJbHBIX METaJJIOB pasJjaraloTcs A0 IABY-
OKHCH cepHl B IPHCYTCTBHH JBYOKHCH KpeMHHS. OnpenesieHne 3aKaHUH-
BaeTrcs fOJOMETPHUECKHM THTPOBAHMEM.

1. OBU{ME TPESOBAHMSA
1.1. O6mue tTpe6oBanusi — no 'OCT 18184.0—79.

2. ANNAPATYPA, PEAKTUBbI ¥ PACTBOPBI

YcraHOBKA 1J1s1 ONpefeseHust CONepKaHust cepul (YepTex), cOCTofA-
mas U3 cJaeLyIOIHX 3/1eMeHTOB!

rOpU3OHTANBHOH 3JeKTplueckoi Tpy6Guatofi neyn tuna TK-30—300
HJIH QHAJOTMYHOTO THNA, ofecrneudBamluell HarpeB [0 TeMIepaTyphi
1300°C, cHa6:KeHHOH TepMOpEeryJasTopoM, aBTOTPaHc(hOpPMaTOPOM THIA
PHO-250—10 ¢ amnepmerpom Ha 201 A u TepMonapoi niaTHHa-na-
THHODOJMCBOK C ra/jbBaHOMeTpPOM; 6ajioHa C rasoo6pa3HblM LUCJIO-
porom mo I'OCT 5583—78; cucTeMbl NOrJOTHTEJNBHBIX COCYAOB MIA
OYHCTKH ITIOCTyNalouero 13 6ajajoHa KHCJIOPOAa — NPOMBIBHBLIX CKJS-
HOK, OJHa H3 KOTOPBIX 3anosHeHa 4% -HbIM PaCTBOPOM MapraHLOBOKHC-
goro  kaausg B 30%-HoM pacTsope TUAPOOKHCH  HaT-

U3paHne odpmumanvHoe MNepeneuarka BocnpelleHa
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Crp. 2 TOCT 18184.3—79

pHSl MJIM TMAPOOKHCH KaJjHfl, a Apyras — KOHLEHTPHPOBAHHOH cepHOM
Kucaorod; U — o6GpasHo#t TpyOki, 3aNOJHEHHOH B NepBOH MNOJIOBHHE
(o xony Kucaopoaa) HaTPOHHOH M3BECTHIO, a BO BTOPOH — IpaHyJIH-
POBAHHBIM XJIODHCTBIM KaabliueM; TpyOku appoposoH HeraasyposaH-
HOH ¢ BHyTpeHHHUM auameTpoM 18—20 Mw; KOHUBI TPYOKH JOMXKHBI
BBICTYNATb U3 meyy He MeHee, yeM Ha 160-—170 mm ¢ Kamx Aol cTopoHbl

b 17
WL
1 [ 5

RSSO RS

] — XHCAOPOAHLIA HANIOH 2 — npoMhiBHNe ckJaaukn 3 — [/ - o6pasHas
Tpy6ka, 4 — dappoposas 1pydxa, 5 — Tpybuaras nedp, 6 — 1aAbLBAHO-
Metp, 7 — TepMonapa, & — ¢aphoposas ONOUKd, 9 — TEPMOPEry.aTop,
10 — aBTorpaHcopMaToOp C amnepMmelpoM, I/ — CTeKJAHHbIN 1UAPHK;
12 — mukpoGlopeTka, I3 — norjorulcipHi coeyn, I4 — Gapborep,
15 — cocya ¢ pacTROPOM cpaBHeHHS
fieyn, nepej NpUMeHeHHeM TPYOKy IPOKaJHBalOT NO Bcell AJIHHE IIpH
1250—1500°C B aTmoctepe KHCAOPOAA; CTEKASHHOTO UApHKa, 3amoJ-
HEHHOTO CTeK/JSAHHOH BaTOH AJS yJaBJAHBAHUA TBEPABIX YaCTHI, YBAEKA-
€MHX H3 TPyOKH TOKOM KHCJIOPOJAA; MOTJOTHTENbHOro npubopa, cocTos-
{Ilero 13 ABYX OJHHAKOBHIX CTEKJSHHBIX COCYAOB, COeTUHEHHBIX CTeKJsIK-
HOM MepeMBIYKOH; JeBBH COCY[ SIBASETCS MNOTJIOTHTEJAbHBIM, B HIKHeH
YaCTH ero HaXoJAuTca 6apOoTep C 3aMOpHBLIM KJIallaHOM; B NpaBHi CO-
CyA TIOMEWamT pacTBOp cpabHenus; MuxpoOloperkn no I'OCT
20292—74, BmecTuMOCTbIO 5 MJI; HapdOpOBLIX JOAOUEK HETJIA3yPOBaH-
woix Ne 2 mo 'OCT 6675—73, npeasapHTeNbHO NPOKAJEHHLIX B TOKE
kucaopoaa npu 1250—1300°C (10MKHEI  XpaHHThCSl B 9KCHKATOpPE);
KplOYKa H3 KapocTOHKOH cranu aauHo#t 700 mm.
Bechl anaguTHUYECKHE.
Kpevnusa asyokucy no FOCT 9428—73, u. 1. a., npokaseHHass B
Toke Kucyaopozaa npu 1250°C.
Kucnopon rasoo6pasuniit no OCT 5583—78, TexHnueckuil uau Me-
JULUHHCKHH,
Kanu#t mapranuosokucasiii mo FOCT 20490—75, u. 1. a.
Kanusa ruipookuch, X. 4.
Kanbuuii xaopucruii no FOCT 4460 —77, 4.
Kuciiora cepnas mo FOCT 4204—77, u. 1. a.
Kucnora consnas no T'OCT 3118—77, 4. n. a.
H3BecTp HaTpOHHAA, X. 4.

14



rOCT 18184.3—79 Cp. 3

Von 0,01 1 pacrtBop, roToBAT M3 QHKCaHala W XPAHAT B CKJsHKe
H3 TEMHOTO CTeKJa

Kpaxmas pacrBopumbiii no FOCT 10163—76 PacrBop cBexenp-
FOTOBJIEHHBIA MOTJOTHTEJNbHBIH (KpaxMaJbHYl0 BOAY) TOTOBAT cjaeny-
jouiiv o6pazom 0,5 r pacTBOpHMOro Kpaxma.ja TIIaTeJbHO pacTHpa-
10T B ¢papdopoBoit crynke ¢ 50 M XONOAHOH BOABI, MPHTOTOBJEHHYIO
CyCHeHsHI0 NpPH MepeviellHBaHHH HAJMBAalOT B Crakad, cojepiKaliuil
950 w1 HArpeTod 10 KWUMEHUS BOAbI, NPHJIHBAIOT 2 KamJH COJIAHOH KHC-
JoTH M adnarsaT 2—3 Muu Ilocie oxsaxeHHst PacTBOP (DHJABTPYIOT.

3. NOATOTOBKA K AHANU3Y

31 Co6uparoT ycTaHOBKY MO cxeMe (CM uepTex) Tak, YToOul Bce
4acTy ee MJIOTHO COeAMHAMNCH APYr ¢ APYrOM BCTHIK NPH MOMOWYM pe3u-
HOBBIX Tpy6ok Ilepes Hauajsom paboThl meub HarpesaloT Ao 1250°C
H TPOBEPSIOT repMeTIYHOCTb YCTAHOBKH NpH pabouell Temmeparype.
Isist oTOro mepekpbIBAlOT 32:KHMOM pe3HHOBYI0 TPYOKYy Ha BXOZe B
NOrJIOTHTENbHBIHl IPHGOP, W NMPONYCKAIOT rOK KHCJAOpOAa uepe3 ycra-
HOBKY Ecuu yepe3 HekoTOpoe BpeMsi B NPOMBIBHBIX CKJSIHKax INpekpa-
THTCSl BblAeJeHHe INY3bpbKOB KHCJIOpPOJa, TO YCTaHOBKA repMeTHYHa.
[TornoTHTENBHBIA COCYl H COCYR € PACTBOPOM CPaBHEHHS HAaNOJHAIOT
Ha 2/; ofObema MAMUCTHWINPDOBAHHOH BONOH, MPWIMBAIOT 5MJ pacTBopa
KpaxmaJja H, IepeMelIdBasi PacTBOP B MOIrJIOTHTEJbHOM COCY /€ NOTOKOM
kHCa0pona (CKOpOCTb 4—5 My3BIPbKOB B CEKYHAY), NPHIHBAIOT H3 6l0-
pPeTKH B TOTJIOTHTENbHBIHl COCYyA M B COCYA € pacTBOPOM CpaBHEHHs
N0 KamasM THTPOBAHHLIH pacTBOp ifoa A0 MOsBJeHHs O6JeAHO-rOJdy-
60t okpacku Ecau B TeyeHHe HECKOJBKHX MHHYT NMPOMYCKaHHsl KHC-
JIOpOJA OKpacKa pacTBOpa B MOTJIOTHTEJNBLHOM cOCyle HCUe3HeT, NpH-
JHUBAIOT ellle HECKOJbKO Kamneab Hoja A0 YCTOHYHBOR GJefHO-rony6oi
okpacku OKpacka pacTBOpa B TOIIOTHTEJIbHOM COCyAe He JoJXHa
H3MEeHSITbCS B TeyeHHe 3 MHH

4. NPOBEAEHME AHAJIM3A

41 0,5—1 r naruokucu HuoGusi (rmpu Maccosoit noJe cepul 0,03%
6epyTt 1 r, mpu maccoBo#t gose cepws 0,15% 6Gepyr 0,5 r) cMmelIHBarOT
B ¢Qapdoposoit nonouke € 0,5 r ABYOKHCH KpEMHHA, paclpenenss
CMech POBHBIM CJ10eM MO AHY JAOLOUKH

Jlojlouky ¢ HaBeckofl NOMeINalOT ¢ NOMOMIbI0 KpIOYKa M3 XKapo-
CTOHKOH cTasu B HauboJjee Harperywm yactb dapdopoBoit Tpybku (co
CTOPOHBI TOCTYMJIeHHS Kueaopona) Tpy6ky OBICTPO 3aKpLIBAIOT pesit-
HOBOIl NPOGKOH, COeAHHAS TAKUM 06pa3oM Neub ¢ KHCJIOPOAHBIM 6aJ-
JoHoV OCTOPOXKHO OTKPLIBAIOT pelyKUHOHHBI BEHTH/b H MpPOINyCKa-
IOT 10K KHCJI0pOJa CO €KOPOCTbIO 4—5 mysbIppKOB B cekyHAay. Koraa
CePHHCTBI ras, MoCTYNaloMHKi H3 NMedH B IOTJOTHTEJbHBIH coCyl, Hay-
HeT ofeciBeYHBa™h HMKHUHA cofi KOZKPaxMaJbHOrO pacTBoOpa, GHICTPO
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Crp. 4 FTOCT 18184.3—79

NPUJINBAIOT H3 GIOPETKH THTPOBAaHHHIA pacTBOp iolxa o ycroiunBofi
B TeueHue 2 MHH 6JelHO-Toay60# okpacku. CKHraHHe CYHTAIOT 3aKOH-
YEHHBIM, KOT[la MHTEHCHBHOCTb OKDaCKH DacTBOpPa B IIOIVIOTHTEJIbHOM
COCYe H COCYJle C pacTBOPOM cpaBHeHHS OyJeT OJHHAKOBOH H YCTOM-
YHBOH B TeueHYe 3 MHH.

5. OBPABOTKA PE3YJIbTATOB

5 1. Maccosyio mosto cepsl (X) B mpoleHTax BBHYHCIAIOT 10 $Hop-
MyJae

V.0,00016-100
X=——=r"
rie V—obwem 0,01 H. pactBopa fofa, H3pacxoJOBaHHHHK Ha THTPO-

BaHHe, MJ;
0,00016 — macca cepsl, coorBerctByomas 1 ma toudo 0,01  pacr-
BOopa Hoza, T;

m — Macca HaBecKH, T.

3a pesyJbTaT aHalHM3a NMPHHUMAIOT CpefiHee apudMeTHyecKoe Tpex
napaJyieJbHBX ONpeNeJieHHil, JOMycKaeMble PAacXOXKIeHHS] MeXay Ha-
HOOJBIIMMH ¥ HaHMEHbIUHMH pe3y/bTaTaMH H pe3y/bTaTaMH [IBYX
aHaJH30B He JOJKHBl NpeBBIIAaTh BeJHYHMH, yKa3aHHHX B TabJHIe,
IpH IOBepHTeNbHON BeposTHOCTH P=0,95.

JlonycKaeMble PaLxos AcHHS
Maccopad joas cepy, MeXA1y HAuGOJABIIMM M HaMUMeHb- | MEMAY GOABUIMM I MEHb I b M
% WIMM W3 PEe3YJIbTATOB TPex M1 Pe3yABTATOR ABYA
napannenbHEIX OnpeneNeHH# aHAIMIOB
0,03 0,003 0,002
0,05 0,005 0,003
0,10 0,010 0,007
0,15 0,015 0,010

52 [as KOHTPOJAS NPaBHJILHOCTH pPe3y/JbTaTOB aHajlH3a CEPHH
npo6 HCIoab3YIOT cranaapTHul o6paser, CO Ne 154 «TuranoBbifi KOH-
IeHTpaT» ¢ MaccoBoil noseilt cepn 0,0399% ass mpob c¢ copepKaHHEM
cepnl ot 0,03 g0 0,05% u crasgaptunii o6paseny CO Ne 154A «Tura-
HOBBIH KOHUEHTpaT» ¢ MaccoBod joJei cepul 0,108% ana mpo6 c co-
nepxaunem cepsl ot 0,05 no 0,15%. Crannaptinie o6pasi(el aHaJH-
3MpPYIOT OJHOBPEMEHHO C cepHeli IIpo6 B HauasJe H B KOHLle pabouero
AHS MaccoBylo 10JI0 cephl B HHX yCTaHaBJIWBaloT mo pasi. 4—>5, mo-
Jdyyasi pe3y/abTaT aHaJH3a CTaHAapTHOro obpasua ycpeaHeHHEM Tpex
Pe3yJbTATOB NMapaJsIeJbHBIX ONpelde/]eHHH I BHIMOJHAS Kaxaoe ompe-
JeJeHHe U3 OTAE/NbEON HaBeckKH AHaNu3bl cepMu Npo6 TNPaBHALHH,
KOra aBCoMIOTHAsh BENHYHHA Pa3HOCTH MeXJYy pesyJbTaToM aHa/u3a
Il IaCNOPTHHIM 3HAYEHHEM MacCOBOH JIONH CepH B CTAaHAAPTHRIX 06-
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rocr 18184.3—-79 Cwp, 5

pasuax CO Ne 154 1 CO Ne 154A wue npesninaer 0,0014 u 0,0049, co-
oTBeTCTBeHRO Ecnan #HafiaeHHoe aGCOMOTHOE 3HAYeHHE PasHOCTH BHI-
XOAHT 32 YKa3aHHble NpeAesbl, TO KOHTPOAb NPaBHIBHOCTH De3yJlb-
TaTOB 2HAJAH3a TORTOPSAIOT, YBe HYuBas UYHCAO OAMHAKOBLIX HABECOK
cTaHaapTsoro obpasua o0 iectH. HaliaeHHoe a6coJIOTHOE 3HAUYeHHE
Pa3HOCTH MEXKAY CPeJHHM Ppe3yabTaTOM M NACNOPTHHIM 3HAYEHHEM
MaccoBol J0oad cepel B craHzapTHmx ob6pasuax CO Ne 154 u CO
Ne 154A e poaxuo npesnimath 0,001 v 0,003% coorsercTBeHHO
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Hsmenenne Ne 1 TOCT 18184.3—79 Huobus narnokncs. Merops onpeneaenus mac-
COBOH RORK cepul

Yreepxaeno H BBeaexo B aeficrene IoctaHoBiennem FoCyRapCTBEHHOro KOMHTETA
CCCP no ynpaBieHHId KavyecTBOM NPOLYKuUHH H cTanpapram or 30 03.90 Ne 759

Jara seepenns 01.11 90

Myuxt 11 3amennts cepiaky TOCT 181840—79 na TOCT 183850—79
(I podoaxcenue cu. c. 200)



(MTpodoamenue usmenenun k FOCT 18184 3—79)

Pasznen 2 YersepToiil ab3au H3A0KUTL B HOBOH pepakuuu «Kpemuuit (IV) okrcus
ne FOCT 9428—73, 4 1 a, npokajeHHbli B ToKe kucaopoaa npd 1250 °Co,
HekaoynT > cebiaky [OCT 4460—77

(UYC Ne 7 1990 r)



k TOCT 18184.3—79 Hino0Ous

nsTHOKuCh. MeTon onpeaeAeHHs MaccoBOfi AOMH Cepul

B kaxoy mecte Haneyarado JeonxHo OblTh
Ton HanMeHOBaHHEM
cranpapra — OKCTY 1709
ITo BceMy TekcTy cTaH-
napra M cmd
0,01 n. 0,005 moan/am3

Pasgen 2, Bropo#t a6-
3an

TOCT 6675—73

(UYC Ne 7 1985 r.)

TOCT 9147—80
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