FTOCYHRAPCTBEHHBMW CTAHABAAPT COKW3A cCcCP

' . MOJIMBAEH | rOCT
Metop onpepeneHust cepbl ' | l4 3 3 8. 2—82

Molybdenum. .
Method for determination of sulphur

OKCTY 1709

Cpok geiictBus c 01.01.84
Bo 01.01.92

Hecobniofienne craHgapra npecnefyercs no 3akoHy

Hacrosiumit cTanaapr ycraraB/inBaer (GOTOTHTPHMETPHUECKUIT Me-
TOJ olpefeJielitst cepbl (Npu maccoBoit goJie cepol ot 0,0005 no 0,05%)
B MeTaJ/liiHueckoM MoJiuOaeHe, MOJHOAEHOBOM aHrHAPHAE H MOJHGMLe-
HOBOKHCJOM aMMOHHH. N

Merton oCHOBAaH Ha CXKHraHHH HaBeCKH obpasua B TOKe KHCJI0pPOJA
npu 1200—-1350°C. Cepa, naxoasiuiasicst B o6pasue, cropaer mo cep-
HHUCTOTO ra3a, KOTOPLIA 3aTeM B a6COPOLHOHHOM COCYyAe NOTJIOIaeTCst
BOJIOH ¢ 00pa3oBaHHEM CEPHHCTOH KHCJOTHI, KOTOPYIO OTTHTPOBBLIBAIOT

pacTtBopoM Ioga B HOAHMCTOM KaJHHM B NPHCYTCTBHH HHAHKATOpPA-
Kpaxmada.

1. ObLLUKUE TPEBOBAHMS

I.1. O6uwwe TpeGoBanns K Meroay anasusa no [OCT 14338.0—82.

2. ATINAPATYPA, PEAKTUBbI M PACTBOPDI

é =& 5 VeTaHOBKA. 1451 ONpefesiennst cepbl (4eprT. 1) coctout u3 Ganasona
1 @é/] ¢ xucnopogom no F'OCT 5583—78 ¢ pepyxkTopom; porameTpa 2 Thma
\% §/ PC-3A uan PM-A; ck/sHKH 3, 3aNOJHEHHON rpaHyJ/IMPOBaHHOH ABYO-
35 Lucbio Maprauia; ckJsSHKH 4, 3aN0JHeHHOH acKapHTOM; 3arpPy30UHOro
3aTBOpa J; ABYXTPy(GyaToil meuu 6 ¢ CeTUTOBBIMH HarpeBaTeJIsIMH HJlH
7il060ft  Apyroii mneyu, obecmewiBaiolmeil HAarpes A0 TeMIepaTyphi
(130050)°C; xanuasnsprHoro apoccedst 7; MblieBoro  ¢uabTpa 8 u
aHasusaropa 9, coctosimiero u3 npubopa tuna JIM®-69 nam xppyroro
THIA C AHAJOrHYHBLIMH XapaKkTepUCTHKAMH W 0JI0OKa aBTOMAaTHUYECKO-

HU3paune ouumansHoe Mepeneuatka BocnpeljeHa -
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ro TuTpoBanusi BAT-15 nau BAT-12JIM co crekJ/isiiibiM GapGaTepom
{uepT. 2) H GIOPETKH C aBTOMAaTHYECKHM KJ/AMaHOM HJ/H aBTOMaTHYe-
ckon Groperku B-701.

g

6
A

® 05 (6-8omb)

e —— ——

Uepr. 1 . Uepr., 2

B ama/iu3aTop MNoMelLaloT norJaotutespHsii cocya no TOCT
25336—-82, BMecTHMOCTbIO 150 ¢M3 ¢ MarHuTHON BepTylIKOH.

Jonyckaercs HCmoJb3oBaTh J1060f ananusaTop, ofecnednBaloLiii
TOYHOCTb He HHXKe yKa3aHHOH B cTaHgapTe.

Jlogouxu dapdopossie JIC-2 mo TOCT 9147—380.

TpyOku orHeynopHble MYJIIMTOKPEMHE3EMHCTble ¢ BHYTPEHHHM
puametpom 20—21 mm.

Muxkpo6ioperka no IOCT 20292—74 BmecTHMOCTbIO 2—5 cM’.

Ackapur. :

Cxasiiky 174 npombiaiiist razos no FOCT 25336—82.

[panyanpoBannas jAByokhch Maprauua, rotopat no I'OCT
14338.1—82. :

- Kaauit fioguerniit no FTOCT 4232—74.

Kucinora coasinast mo F'OCT 3118—77.

Hunka oxuck no [OCT 10262—73.

Criupt 3THJ0BHIA pexkTHhHKOBaHHLI mo [OCT 18300—87.

Kpaxmasn pacrsopumbiii mo 'OCT 10163—76, 0,05% -ublit BOMHbBI
pacteop: 0,500 r xpaxmasna pactsopsiorT B 50 cM3 BoJAbI, BJIMBAIOT B
500 cm® ropsiueil Bonbl, KHISITAT, LOBOAAT 00beM pacTBopa BOAOH A0
1000 cM® u 100aBAsIOT 5 cM? COJISTHOH KHCJIOTHI.

Ploa mo I'OCT 4159—79, pacrsop: HaBecky iloga maccoi 0,6 r no-
MelaioT B MepHylo Koaly BMecTiMocTbio 1000 cM?®, B KoTOpyIO mpen-
BapUTeJblio NoMewaoT 4 T HopnCcTOro KaJus, pacrBopsiioT, AOJHBAIOT
Bopoi no o6bema 1000 cm3 u nepemewnBalor. PacrBop XpaHsaTr. B
CKJISIHKEe U3 TeMHOoro creksa. THTp pacTBopa fiofaa yCTaHaBJMBAIOT TIO
cTaHaapTHOMYy o6pasly M MpPOBePsIOT IOC/e CHUraHHs AeBSTH-IBE-
HaJuaTH HaBecoK. .

Cranaaprtusie o6pasupt kareropuit ['CO, OCO, COII, B koTopbIX
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ATTeCTOBAHHOC COAep:KaHHe KOMIOHeHTa He OTJ/HMYaeTcsl OT aHaJ/M3u-
pyeMmoro 0oJiee 4ueM B ABa pasa.
(U3menennas pepakuus, Usm. Ne 1).

3. NOArOTOBKA K AHAJNKU3Y

3.1. ®apdopoBble JOJOUKH H OKHChb LHHKa IPOKa/jHBaIOT B TOKe
xucaopona npu 1280°C B TeueHHe 3 MHUH.

B norJotuTe/ibHbIA cocyn Haausaior 120 cM® norJoTHTe/JbHOro pa-
CTBOpa, MOMELIAIOT COCYJ B THE310 aHa/Jau3aTopa, ONyCKaloT B COCYA
CTepaeHb MeWaKi U Pery/iHpyioT cKOpoCTb NepeMelHBanis pacTBo-
pa. '

YCcTaHaBAHBaIOT Pacxomn KHCJIOpOILa 1000 cm3/Mumn.

Boixog JIMD-69 coeaunsiior ¢ Bxogom DATa. Ha poixon BATa
noaxJouaior 6loperky-aHanuzatop b-701 uam marHuTHHIH KJjana,
KoTopblii KoMmnJjektyercs: BAT.

Jonyckaercsi npuMeHsiTh TOJNBKO CHJHKOHOBLIE, (PTOPOIMJIACTOBbIE H
NOJIN3THAEHOBbLIe TPYOKH C BHYTPEHHHM JHaMeTPOM 2 MM. YuacToK
TpyOKH, mepexxKuMaeMoil MAarHHTHBIM KJIallaHOM, 3aMeHSI0T Pe3HHOBOH
HUNNeJbHON TPYOKOH AJiHHOH 15 MM.

JoBoasit LBET B MOTJIOTHTEJIbHOM COCyJAe A0 CHHero (AJHHA BOJ-
ubl 440—460 um). Tlocse sToro c:kuraloT ABe-TpH HaBeCKH CTaHAapT-
Horo o0pasua, cojepakalile cepy.

O6pa3supl MeTaJinueckoro MoJiHOAeHa [Jisi yAaJdeHus: BO3MOXKHBIX
sarpsisHeHuit npoMbiraioT B 5—10 cM? cnupra.

Monn6eHoBOKHC LI aMMOHHE NPOKAaJUBAIOT B My(eJbHOH neuu
npu 400—450°C g0 noJHOro OKHCJEeHHS.

4. NPOBEAEHHUE AHANIU3A

4.1. B 3aBucuMocTH OoT MaccoBoH n0JH cepbl B obpa3ue OepyT Ha-
BECKY B COOTBETCTBHM ¢ TabJsa. J.

Taoauma 1

MaccoBas poas cepil, % Macca naBeckH, T
Ot 0,0005 xo 0,001 \ 2,00

Cs. 0,001 » 0,01 1,00

» 0,01 » 0,05 0,50

[TomeuniaoT HaBecKy B CBexKelpoKaseHHYIO GappopoByio JIOAOUKY.
TlepeMelinsaioT ¢ NPOKaJieHHOH OKHMCbIO LHMHKA B COOTHoUleHuu 1: 2.

Jlopouky nomeniaior B TpyCKy AJis1 CKHTaHHsI H Ha OJOKe aBTOMaTHUe-
ckoro THTpoBaHis (BAT) BxiioualoT pyuky (KHOMKAa) «THTPOBaHHE».
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IMTocne Toro kak HpMGOp dBTOMAaTHUYCCKH BBLIKJIOYHTCSi, HOACUHTBLIBA-
10T 06beM I/IO,ZIE] I/I3paCXO,lIOBaHHbII/I Ha THTpOBaHHeE. 3ateMm NIPpOHU3BOAAT
CXKHUTaHHeM cmeaylomen HpOébI

Ilo okoHuanuu apaJusa GIOI)GTKY H TOTJIOTHTeNbHLIH COCYy L NPOMDI-
I’BIOT BOJOH.

5. OBPABOTKA PE3YNIbTATOB

o5.1. Maccosyio nono cepsl (X) B mpoueHrtax BbIMHCAAIOT N0 (op-
MyJe
X (V=Vo)-T-100
m ’ :
rie V— oObeM pactBopa iiofa, H3pacXoAoBaHHbIH Ha THTPOBAHHE
aHaJi3upyemoro pacrsopa, cm?;
Vo— o0bem pacTsopa fioja, H3pacXoJOBaHHLIH Ha THTPOBaHHE-
pacTsopa KOHTPOJIbHOIO OMNbITa, CM3;
T — turp pactBopa ifola. BHIpaXKeHHBIH B I/cM® Cephi;
m — MacCa HaBecKH, T.
5.2. A6coaiotHble AONyCKACMbIE PACXOXACHHS PE3y.IbTATOB NapaJ-
JIeJbHBIX ONpejeseHHHd NPH JNOBEPHTEJNbHOH BeposiTHocTH P= 0,95 ne
JOJIKHDI rpeablmaTb BEJIHUHH, YKA3aHHLIX B TabJa. 2.

Tabauma 2

Maccopast poast cepul, % AGCoMmoTHBIC HONYCKaEMbiC
pacxoxaeuus, %

Ot 0,0005 no 0,001 0,0002
Ce. 0,001 » 0,003 - 0,0004
» 0,003 » 0,01 0,001
» 0,01 » 0,03 0,002
» 0,03  » 0,05 0,004
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MHDOPMALLMOHHbBIE A AHHbIE

1. PABPABOTAH U BHECEH MwMHMCTEPCTBOM LBETHOM METannypruu
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MCNONHATENM

) B. U. Benpuuuyes, C. H. CysopoBa, 0. A. A6pamos, J1. B. Muxainosa, B. B. Cyn-

TaHAH

. YTBEPXXJAEH M BBEAEH B AEMCTBME MNocraxosnenmem locypap-

- crBenHoro komurera CCCP no crangapram ot 30.09.82 Ne 3870

3. B3AMEH TOCT 44338.2—74

4. CCEiJIOYHbIE HOPMATHBHO-TEXHHMUYECKUKE LJOKYMEHTHI

OGoauauenne HTII, na KoTophiil jama cchiika HoMep uyikra, NoAnyiKTa
I'oCT 3118—77 Pasg. 2

FOCT 4159—79 Pasn. 2

IOCT 4232—74 Pasn. 2

TOCT 5583--78 Paza. 2

I'OCT 9147—80 Pasx. 2' b
TOCT 10163—76 Pasn. 2

T'OCT 10262—73 Pazgn. 2

TOCT 14338.0—82 .1

I'OCT 14338.1—82 Pasn. 2

I'OCT 18300—87 Pasn. 2 .

TOCT 20292—74 Pasn. 2

I'OCT 25336—82 Pazn. 2

5. Cpok geucTBMa nNpopiieH no 01.0‘1.92‘ MocraHosnennem loccraH-

gapra CCCP or 21.04.88 N2 1106

6. NEPEU3NAHME (aBrycr 1988 r.) ¢ UsmeHeHHem N2 1, yreepxaeH-

HblM B anpene 1988 r. (MYC 7—88)
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