YK 669.27:546.06:006.354 Ipynna B39
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Metoa onpeneieHus cepbl

Tungsten. Method for the determination of sulphur

OKCTY 1709

Hara sBenenns 01.01.84

Hacrosumii craHzapT ycTaHaBIMBAET (POTOTUTPOMETPUYECKHUH METOJ olipenesieHHUs Cephl (IIPU Mac-
copoi nosie cepel or (,0005 mo 0,05 %) B MetasuiMueckoM BoJibdpaMe, BOJbLPPaMOBOM AHTHMIAPMIE,
BOJILPPAMOBOM KUCIOTE, IMapaBoJibppaMare aMMOHHS.

Merton 0CHOBaH Ha CXKMIaHMM HaBecKH obpasiia B ToKe kuciaopona npu 1200—1350 °C. Cepa cropaer
0 CEpHHUCTOI'O ra3a, KOTOphIA 3aTteM B abCOpOLIMOHHOM cocylle IOorjomaercsi BomoM ¢ obpa3zoBaHHeM

CePHUCTON KUCIOTEI. CEpHUCTYIO KUCIIOTY OTTUTPOBLIBAIOT pacTBOPOM oda B HOOMCTOM KAJIMH B IIPUCYT-
CTBUM WHAMKATOpa — Kpaxmaja.

(A3menennas penakums, Usm. Ne 1).

1. OBIIUE TPEBOBAHUWA

1.1. Obumue TpeGoBaHusa K Metony aHanu3a — 1o 'OCT 29103.

2. AIIIIAPATYPA, PEAKTUBLBI 1 PACTBOPLI

YcTaHOBKA A5l onpenaeieHus cepbl (4eptT. 1) cocrout u3 6aywtona I ¢ xuciaoponoM mo 'OCT 5583
C penykropoM; poramerpa 2 tuna PC-3A win PM-A; cKiIgHKM 3, 3alOJIHEHHOW TpaHYIUPOBAHHOMU
IBYOKHUCHIO MApraHila, CKJISIHKHY 4, 3a1I0JIJHEHHOW aCKapyuTOM; 3arpy304HOro 3aTBopa J; IBYXTpyoOdaToOH reyu
6 C CEJIMTOBBIMM HArpeBaTeNaMM WIH JIF000# apyroil TpybuyaToil nevyu, obecrieuMBaOMMI Harpes o
1200—1350 "C; xanwuisipHoro apoccens 7; nbleBoro ¢wibTpa &M aHaiu3aTopa 9, CocTosIero u3 mpudopa
Tuna JIM®-69 wiu moboro apyroro THIIA ¢ AaHAJIOTUYHBIMU XapaKTepUCTUKAMHU U GJI0K2 aBTOMATHYECKOTO
tuTpoBaHUs bAT-15 unu BAT-12JIM co crekIsaHHBIM 6ap6oTepoMm (4epT. 2) U GIOPETKU ¢ ABTOMATHYECKUM
KjJannaHoM WIM aBToMaTtudeckou 6iopeTtku b-701.

IornoturensHulit cocyn 1o 'OCT 25336 smecTtuMocThio 150 cM3, ¢ MATHUTHOM BEPTYLUIKOM.

Jonyckaercss Ucronb30oBaTh A10060# aHaau3aTop, obecreYUBAIOLWIHIT TOYHOCTh He HHUXE YKa3aHHOH B
CTaHOapTeE.

Jlopouku ¢apdoposbie JIC-2 u JIC-4 no 'OCT 9147.

TpyDky orHeyHOpHEIE MY LINTOKPEMHEIEMUCTHIE BHYTDEHHUM auaMeTooM 20--21 M.
Mukpobiopetka mo 'OCT 29251 BMeCTUMOCTBIO 2—5 cM3.

Cxnsaaxku msa npoMbiBaHuA rasos 1o 'OCT 25336.

ACKAapHur.

Kanu#t onucteiii o FOCT 4232.

Hapamme opHnEamHOE ITepenevarka Bocnpeniena

* © HzparenscTBO cTaHIapToB, 1982

© WUIIK H3narenberBo craHuapTos, 1999
[lepeusnanue ¢ MamMeHeHusAMHU
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TOCT 14339.2—-82 C. 2

I'paHynupoBaHHAasA ABYOKMCH MapraHua, npuroTroBiaeHue Asyokucy Mapradua mo 'OCT 14339.1.
Kucnora consgnag no TOCT 3118.

Crupt 3TWI0BBIA peKTH(PHKOBaHHBINA TexHHYeckuit mo 'OCT 18300.

Kpaxman pacrsopumbiit mo F'OCT 10163, 0,05 %-nru1it nomorutensHblid pacTtBop: 0,500 r kpaxmana
pacteopsioT B 50 cm3? Bonel, Bnusalor B 500 cMm? ropsueit Boapl, KMITATAT, NOJIMBAIOT PacTBOpP BOJOW IO
1000 cm3 u nobasmstior S cM? COISTHON KMCIIOTHI.

Hon o TOCT 4159, pacTBop: HaBecKy iona Maccoit 0,6 r MOMEIIAIOT B MEPHYIO KOJIOY BMECTUMOC-
110 1000 cM>, B KOTOPYIO NpeaBapUTEIBLHO ITOMEIAIOT 4 T HoAMCTOro Kajlus, paCTBOPSIOT, JOJUBAIOT BOROMI
mo 1000 cMm? u nepememmBaioT. PacTBop XpaHAT B CKJIMHKE M3 TEMHOIO CTexiIa. THTp pacTBopa Hona

YCTaHABJIUBAIOT ITO CTAHAAPTHOMY 00pa3ily U NpoBepsIoT NOCHe CKUTAHUS HCCATH-IBCHANIATA HABECOK.

CranpaprHbie obpasuel Kareropun I'CO, OCO, COIl, B xoTtopbix comaepxXaHue KOMIIOHEHTa He
OTJIMYAETCS OT aHATU3UpPYEMOro 0ojee 4eM B [IBa pasa.

(Asmenennas pegpakumsa, Yam. Ne 1).

3. IOATOTOBKA K AHAJIN3Y

PapdopoBrie JIOAOYKH [TPOKANMBAIOT B ToKe Kycjopoaa npu 1280 °C B TeyeHUe 3 MUH.
B nornorurennpHeIit cocyn HanusaloT 120 cM? nmormoTureNsHOro pacTBopa, IMOMEILLIAIoT COCYI B THE3NO

aHAIM3aTopa, OIYCKAKOT B COCY/L CTEPKEHb MEIIAIKU U PETYIUPYIOT CKOPOCTH MepeMelIMBAHUSA PaCcTBOPA.
YcraHaBamBaloT pacxon xuciaoponaa 1000 cm3/mMuH.

Bexon IM®-69 coenunsitor ¢ BxonoM bATa. Ha Beixon BATa nonxiovaror 6iopeTky-no3atop b-701
WIK MarHUTHBIM KJIAnaH, KOTOphIM KoMiuiekryetcs bAT.
JlommyckaeTcsi IMpUMEeHEHHE TOJbKO CHJIMKOHOBBIX, (bTOPOIUIACTOBBIX M TNOJMITWICHOBBLIX TPYOOK

BHYTPCHHUM OUAMETPOM 2 MM. Y4YacToK TpYOKHM, IepexumMaeMol MArHUTHBIM KJIANaHOM, 3aMEHSIOT
PE3NHOBOM HUNIIEIbHOM TPYOKON IUIMHOM 15 MM.

JloBOOAT LIBET B TOTJIOTHMTENBHOM cocyiae 1o cuHero (mmuHa BoJHBI 440—460 Hm). Ilocne sToro
CXXMUTaloT ABE-TPU HABECKM CTAHIAPTHOro obpasiia, coaepxalue cepy.

Ob6pasiipl BoJbppaMoBOil KMCIOTH 00€3BOXMBAIOT M NPOKATUBAIOT B TeueHue 4 4 npu (650+10) °C
10 BOJILPPAMOBOro aHTHIAPHIA.

OOpa3suel napaposibgpaMaTa aMMOHHUSA ITEPEBOIAT B BOJAbGPaMOBbIM aHTHAPHUI NMPOKATMBAHUEM IIpH
(650+10) °C B TeyeHue 1,5 4.

BonbgpaMoBbINi AHTUAPUL CXUIAIOT B TOKE KHUCOpoaa 6e3 rnpensapUTebHOM 00paboTKH.

O6paslpl  METAIMYECKOTO BoJibdpaMa Ui yOAIeHUS BO3MOXHBIX 3arpA3HEHHMH IIPOMBIBAIOT B
5—10 cm3 crimpra.
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4. IPOBEJEHHUE AHAIIN3A

B 3aBHCUMOCTHA OT MacCcOBOM JIOJIM cepbl OepyT HaBECKY B COOTBETCTBUHU € Tadi. 1.

Tadoanunmupua 1

Maccosa#s nons cepbl, % Macca HaBecKu agaM3upyeMoro oopasia, T
Or 0,0005 mo 0,001 2,00
Cs. 0,001 » 0,01 1,00
» 0,01 » 0,05 0,50

CaexenpoKajieHHY10 papdopoByIO JIOAOYKY C COOTBETCTBYIOICH HABECKOM IMTOMELNAIOT B TPYOKY JUIA
CKUTaHUS U Ha OJoke aBTOMaruyeckoro tTurpoBaHUsl (BAT) BkiIO4YaloT pyuky (KHOIIKA) «TUTPOBAHUE».

[Iocne Toro xkak npubop aBTOMATHMUYECKH BBIKIIIOYAETCS, MMOACYMUTHIBAIOT 00BEM MOA, U3PACXOJOBAHHBIN
Ha TUTPOBAHUE. 3aTeM IMPOBOJAAT CXXUraHUE CIeayIoue mpooHl.

[lo oxoH4YaHuN aHanu3a OIOPETKY U MOTJIOTUTENLHBIA COCY ITPOMBIBAIOT BOOOH.

5. ObPABOTKA PE3YJIbTATOB

5.1. Maccosyo gouio cepbl (X) B IpoLieHTaxX BbIYUCISIIOT N0 (popMmylie

(V- V,) T- 100
m

X =

?

rne ¥ — o6bpeM pacTBopa ioa, U3pacXoXOBaHHBIA HAa TUTPOBAHME AHAIM3MPYEMOIO pacTBOpa, CM>;
V, — 06beM pacTBOpa Homa, M3PACXOZOBAHHBIA Ha TUTPOBAHME PACTBOPA KOHTPOJILHOTO OIIBITA, CM°;
T — TUTp pacTBoOpa #o/a, BHIPAXEHHBIA B I/CM° cepbl;
m — Macca HaBeCKH, T.
5.2. A6CONIOTHBIE AONYCKAEMBbIE PACXOXIACHHUS PEe3yJIbTATOB MApaUIeIbHbLIX OMpeAC/ICHUN IIPHU J10BE-~
puTenbHOR BepossTHOCTH P = (0,95 He HOoJIXHBI MMpeBhILIaTh BEJIMYUH, YKa3aHHBIX B TA0I. 2.

Taonuua 2

Maccosas pons cepbl, % AGCOJIOTHOE JIONYyCKAaeMOe pacxoxneHue, %
Or 0,0005 pmo 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




NHOPOPMAIINOHHBIE JAHHDLIE

1. PASBPABOTAH U BHECEH MunucrepcTBoM 1BeTROH MeTaLtypruu CCCP

PASPABOTHYHKMHU

I'OCT 14339.2—-82 C. 4

B./A. Benpunues, C.H. Cysoposa, H.C. Bopoaun, J1.B. Muxaiinosa, B.B. Cyrranan, H.I1. Amm-
keesa, 3.A. Ucaesa, B.M. Bmuorpazos, B.E. Ueborapes,

H.b. Jdemncos, JI.M. Epumon, 3.K. Crerenno

B.A. Ilpunenckas, 1O.A. AGpamos,

2. YTBEPXKJIEH U BBEJEH B JENCTBHUE ITocranosnenuem 'ocynapcreennoro komurera CCCP no

craggaapraM ot 30.09.82 Ne 3868
3. B3AMEH I'OCT 14339.2—-74

4. CCbIVIOYHbIE HOPMATHUBHO-TEXHUYECKHUE JOKYMEHTDHI

O6o3nayeHre HT/I, Ha xoTophIN AaHa cChlIKA

HoMep nmyHkTa

'oCT 3118—77
I'OCT 4159-79
F'OCT 423274
roCT 5583—78
INoCT 914780
[OCT 10163—76
FOCT 14339.1—-82
I'OCT 18300—87
I'OCT 25336—82
rocCT 29103—-91
['OCT 2925191

5. Orpasuyenue cpoka aeiicTaus caato Ilocranonnennem I'oceranpapra ot 27.09.91 Ne 1525

Paz.
Pazn.
Pazg.
Pazj.
Pasn.
Pasj.
Pazn.
Pazn.
Pasn.

1.1

Pasz.
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6. IEPEN3JAHHE (mons 1999 r.) ¢ U3menenuem Ne 1, yrsepxaernsasiM B anpeae 1988 r. (MYC 7—88)



Penaxtop T.A. Jeonosa
Texuuwueckuit penaxrop B.H. IIpycakosa
Koppextop P.A. Menmosa
KommnlorepHas Bepcrka E.H. Mapmemuwaroeoii

Hsn. maix. Ne 021007 ot 10.08.95. Cnano 8 Habop 19.05.99. TTommicano B rieyats 05.07.99. Vea. ney. 1. 1,40. YV4.-u3a. 1. 0,93.
Tupax 1353x3. (3272, 3ak. 544.
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HUITK H3snarennctso cranmaptToB, 107076, Mocksa, KonoaesHuit nep., 14.

Habpano B U3narenuctee Ha [1OBM
Ouwman UTIK H3narensctBo craHmapToB — THN. “MockoBckuit neyatHuK”, Mocksa, JIsuMH 1niep., 6.
[Tnp Ne 080102



