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MeTon onpeneleHHsT Cephl

Tungsten. Method for the determination of sulphur

OKCTY 1709

Hara seegenna 01.01.84

Hacrosanmiii cranmapT yeraHaBIuBacT QOTOTHTPOMCTPIYICCKII METON OIIPCACICHHA cephl (TIpH Mac-
copoii mone cepul or 0,0005 mo 0,05 %) B MeTaIM4ecKOM BoONb(pame, BOILDPaMOBOM AHTHAPUIC,
BONBL(PAMOBOIT KICTOTe, IapaBoibgpaMare aMMOHHS.

MeTon ocHOBaH Ha CXKMTAHUHM HaBecKH o0pasiia B ToKe Kucnopoga rmpu 1200—1350 °C. Cepa cropaet
JIO CEPHHCTOTO Tasa, KOTOPHIA 3aTeM B abcopOIIMOHHOM COCYOe MOITOIAeTcd BOJoH ¢ oOpasoBaHHeM
CCPHHCTOM KUCIIOTH. CepHHCTYIO KHCIIOTY OTTHTPOBEIBAIOT PACTBOPOM HOJA B HOTHCTOM KANHH B IIPHCYT-
CTBHH HHIHUKATOPA — KpaxMaJa.

(U3menennas penaknms, Uzm. No 1).

1. OBIIIUE TPEBOBAHUA

1.1. Obmme TpeboBanug K MeToay aHanmsa — 1o TOCT 29103.

2. AIIITAPATYPA, PEAKTUBLI U PACTBOPBI

YcTaHOBKA 118 OIIpeAcIcHUA cepll (dept. 1) coctont u3 Gamtona [ ¢ kucnopogom no I'OCT 5583
¢ peaykropoM; poramerpa 2 tuna PC-3A wm PM-A; cKISIHKH 3, 3allOJHEHHOHR I'paHyJIHPOBAHHOM
JBYOKHCBIO MAPTAHLA; CKIIAHKH 4, 3aII0JTHEHHOM ACKApHTOM; 3arpy304HOIO 3aTBOPa J5; IBYXTpYOYaTOH IcYH
6 ¢ CeNUTOBHIMH HATpeBaTeIsIMH M Mo00i apyroii TpyOdaToil mewH, oOeceUNBAOIHMII HATPEB J0
1200—1350 °C; KamHIIIgpHOTO Ipocceld 7; MEUIeBoro QIUIETpa & M aHANH3aTopa ¥, COCTOLIIEro 13 Ipudopa
Trma JIM®-69 nim mo6oro Ipyroro THIIA ¢ AHATOTHIHEIMHE XapaKTepACTUKAMH U OJI0Ka ABTOMATHIECKOT'O
turpoBadHng BAT-15 wm BAT-12/IM co crexgaaeM GapboTepoM (IepT. 2) H GIOPeTKH ¢ aBTOMATHYCCKIIM
KJIATIAHOM HJIN aBTOMATHUeCcKOi OopeTkn b-701.

Iornorurenpauii cocy mo I'OCT 23336 pMecTuMOCTRIO 150 M3, ¢ MATHUTHOI BePTVILKOIL.

JoIycKaeTcs HCIOIb30BATh M000H aHATH3aTOpP, 00eCIcYHBAIOIIHIT TOTHOCTE He HIXS VKA3aHHOM B
CTAHTApTE.

Jlomouku dapdoposrue JIC-2 u JIC-4 o I'OCT 9147.

TpyOKH OTHEYIIOPHEE MYIIHTOKpPEMHE3eMICTHE BHYTPeHHANM THAMETpOM 20—21 MM.

Mukpotoperka mo TOCT 29251 pMecTuMOCTBIO 2—5 cM?.

CKISHEH I IpOMBIBaHHA 1a3oB mo I'OCT 25336,

ACKapHr.

Kamiit togmeteiit mo I'OCT 4232.

Hanamme odunmamnoe Ilepeneuarka pocnpeniecHa
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I'panyimmpopanHag IBYOKMCE MApraHIla, [IPATOTOBICHHS IBYOKKMCH Mapranna mo I'OCT 14339.1.

Kucnora comarag no TOCT 3118.

CroupT 3THI0BLIN peKTH(pUKOBaHHBIN TexHudeckuii mo 'OCT 18300.

Kpaxman pactropumMerit o TOCT 10163, 0,05 %-HuIi mormoTATeNBHEI pacTBop: 0,500 r KpaxMana
pactopaioT B 50 cM’ Boow, mnmBaior B 500 cM® ropddcii BoObl, KHIIATAT, JOJMHBAIOT PacTEOp BOXOM IO
1000 cn® 1 qoBapIsaoT 5 ¢M° CONAHON KHCIOTEL

Hox o TOCT 4159, pactBop: HaBecKy ioma Maccoii 0,6 T TOMENAOT B MEPHYIO KOJIOY BMECTHMOC-
TE10 1000 ¢M?, B KOTOPYIO MPEABAPHTEALHO MOMEIIAIOT 4 T HOTMCTOrO KAMNA, PACTBOPSIOT, JOMMBAIOT BOTOI
mo 1000 cv® 1 mepemMernBa0T. PacTBop XpaHAT B CKISHKE W3 TEMHOTO CTeKna. TUTp pacTBopa foma
YCTAHABIMBAIOT IO CTAHAAPTHOMY 00pasIly H MPOBEPSIOT II0Ce CXUTAHHT JIeCITH-TBEHATIATH HABECOK.

CraagapTHee o0pasnsl Kateropuit ICO, OCQO, COII, B KOoTOpHX comepXaHIe¢ KOMIIOHEHTA He
OTNHYACTCA OT aHATH3HpYeMoro §oJce 4eM B ABa pasa.

(UzMenennada penaknms, M3m. Ne 1).

3. IIOATI'OTOBEKA K AHATU3Y

@apdopoBHEe TOTOYKH MPOKANHBAIOT B TOKe KUcaopoaa npu 1280 °C B TedeHMe 3 MHH.

B HOTIOTUTEABHEIA cocyr, HAMHEBAKT 120 eM? MOTIOTUTENLHOTO pACTBOPA, MOMEIAIOT COCYA B THE3I0
AHATH3AaTOoPa, OMYCKAIOT B COCY CTepKeHb MEIIANKH H PEeTYIUPYIOT CKOPOCTH TIePEeMENINBAHNT PacTBOPA.

VYeranapnusaloT pacxon, Kuciopoga 1000 CM3/MI/IH.

Brexon JIM®-69 coequnsror ¢ BxogoM BATa. Ha Brixoa BATa moggimodaioT GopeTKy-ao3aTop b-701
WM MATHUTHBIA KJIAllaH, KOTOPLIM KoMIUIeKTyercsd BAT.

JoryckaeTrcsl MPAMCHEHHE TOJNBKO CIDIMKOHOBEIX, (DTOPOIDIACTOBBIX M IOJHATHIICHOBBIX TPYOOK
BHYTPEHHHM MHAMETPOM 2 MM. YUacTOK TPYOKH, MHepeKMMAacMO MATHHTHHIM KIATIAHOM, 3aMSHSIOT
Pe3HHOBON HHUNMNEIBHON TPYOKOH AMHHOH 15 MM.

JoBomgaT 11BeT B TOTIOTHTEILHOM COCYIe M0 cHHero (ImHHa BOMHHE 440—460 mwm). ITocie ztoro
CRHUTaloT ABC-TPH HABECKH CTAHIAPTHOrO 00pasla, COOSpXKallue cepy.

O0pasiibl BonkhpaMoBoit KHCIOTH 00e3ROXIBAIOT M MPOKATMBAIOT B TedyeHHe 4 1 nipu (650+10) °C
0 BOIBPPAMOBOIO AHTHIPHIA.

O6pasIel mapasoidbkdpaMaTta aMMOHHA NMEPEBOIIT B BOMKMPPAMOBEIT AHTHAPHA, IPOKAMUBAHHEM TIPH
(650+10) °C B Tegenue 1,5 u.

BonndpaMoBBIil aHIMIPHA, CKUTAIOT B TOKE KHCIOpoda 0¢3 IIpeIBapHATeNbHOH 06paboTKH.

OO6pasmel  METAIIHYSCKOTO  BONbppaMa I yIANeHHS BO3MOXKHEIX 3arpd3HeHHI TpPOMHBIBAIOT B
5—10 eM3 crmipTa.



4. TIPOBEJNEHHUE AHAITH3A

B saBHCHMOCTH OT MaccOBOM IO cepHl GepyT HABECKY B COOTBETCTBHH ¢ Tadm. 1.

Taonuma 1

MaccoBast 1o cep, % Macca HaBecKH aHATH3MpyemMoro obpasia, T
Ot 0,0005 go 0,001 2,00
Cs. 0,001 » 0,01 1,00
» 0,01 » 0,05 0,30

CrexenporaneHHyI0 GapdopoByIo TOTOUKY ¢ COOTBETCTRYIONIEH HAaRecKO MOMEIAIOT B TPYOKY JId
CKHTAHHUI M Ha OJIOKe aRTOMATHYecKoTo THUTpoRaHMUA (BAT) BKMIOTAIOT pyUKY (KHOIKA) «TUTPOBAHHE».
Iocie Toro Kak npudop aBTOMATUYSCKM BBIKIIIOYAETCSH, ITOTCYNTHIBAIOT 00beM HOMA, M3pacXOAOBaHHBIH
Ha THTPOBaHHE. 3aTeM MPOBOAST CKHUTAaHHE CIASAYIONEH TposH.

1o okoHYaHUM aHaMU3a DIOPETKY H INOITMOTHTEIBHBIN COCYI IIPOMBIBAIOT BOHOI.

5. OBPABOTKA PE3VIbLTATOB

5.1. Maccoryio Tomio cephl (X) B MPOIEHTaX BHYHUCIIIOT Mo (hopmyme
(V=¥ T 100

2

X

m
rIe V' — ofbeM pacTBOpa oA, M3pacXoIOoBaHHbIH Ha THTPOBAHUE AHAJH3UPYEMOTO PACTBOPA, CM°;
V, — obbeM pacTBopa 11071, N3pacXoTOBAHHEIH Ha THTPOBAHHE PACTBOPA KOHTPOIBHOTO OIBITA, CM;
T — TUTp pacTBopa oA, BLIPAKCHHBIH B I/cM® cephI;
m — Macca HaBeCKH, T.
5.2. AGCOMOTHEIE JOTIYCKAEMEIE PACXOXKIECHHS Pe3yIbTATOR MAPAIETIBHEIX ONPEAeIeHNI TIPH ToBe-
PHUTeABHOH BepodaTHoCTH P = 0,95 He TOKHH TMPEBRINATH BETHIHH, YKA3AHHEIX B TA0M. 2.

Taonuma 2

MaccoBas qons ceps, % ABCOMIOTHOE JOITYCKAEMOE pacxoxmenue, %
Ot 0,0005 go 0,001 0,0002
Cs. 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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