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Tungsten. Methods or the determination of carbon
OKCTY 1709

[Jarta BeefeHua 01,01.84

HacToswwii cTaHgapT ycTaHaBNMBaeT MOTEHLMOMETPUYECKNIA U KYNOHOMETPUYECKUIA METOAbI Omnpe-
[eNeHns yrnepoga B MeTan/IM4eckom Bofibhpame, BOMb(PAMOBOM aHIMApUAe, NapaBo/ibhpamaTe aMMOHNS
1 BOMb(hpaMoBOi KucnoTe (Npu maccoBoli gone yrnepoga ot 0.0005 go 0.5 %).

1. OBWWMNE TPEBOBAHNA

1.1. O6wume Tpe6oBaHMs K MeTogam aHannsa —no FOCT 29103.

2. MOTEHUMOMETPUYECKNIA METO/ ONPEAENEHNA YTIEPOJA

21L. CywHOCTb MeTOfa
MeToA OCHOBaH Ha CXMraHUM aHaAM3MpyeMoro obpasua B TOKe Kuciopoga B Tpy6yartoi neun npu
1250—1350 'C ¢ mocneaytowym norioLeHnemM 06pasyHoLLeincs ABYOKINCH Yrieposa pacTBOPOM 3N1eKTPOMTa.
Yrnekucnblil ra3, norfowasch 3/1eKTPONMTOM, M3MeHseT pH pacTBopa v TeM CaMblM W3MEHsSeT
NOTEHLMaN 3NeKTPOAO0B, fafiee 3NeKTPONNT TUTPYIOT PacTBOPOM rugpara okucy 6apus L0 NepBoHavanbHOro
3HadeHusa pH (9,7—10).
(N3meHeHHas pegakums, M3m. Ne 1).
22. AnnaparTtypa, peakTMuBbl n
pacTBOpBI
YcTaHoBKa 4719 OMpefefieHns COAepXKaHus Yrnepoga,
NpuBefieHHas Ha YepTeXke, COCTOUT W3 BannoHa / ¢ pegyKum-
OHHbIM BeHTMNeM n kucnopogom (FOCT 5583); poTameTpa
Tvna PC-3/1 unn PM-A 2. CKNSIHKX JC acKapuToM; 3arpysou-
HOro 3aTBopa 4: ABYXTPY6YaToi neun 5c¢ cennuToBbIMH Harpe-
BaTenamu. obecneumsarolyMm Harpes ao (1300+£20)*C;
MblfIEBOrO (wnbTpa 6; KaNnUNNSPHOro fpoccens 7, CKNSHKN S.
Hano/HEHHOW rpaHyNMPOBaHHOW [ABYOKWCbIO —MapraHua;
ANEKTPONUTUYECKOR fuenkn 9. mewankn HK anekTpogHoM
cucTembl 11: kanenbHUUbl 12 4N BBOAA B AUeliKy TUTPaHTa;
anekTpomoTopa 13; 6topeTku 14 BmectMocTblo 10—25 cm3
MarHUTHOro knanaHa 15; pH-metpa 16 Tuna pH-340 wnnn
pH-121; HopmanbHOro anemeHTa 17: 6/10Ka aBTOMAaTUYECKOro
TutpoBaHua IS (BAT-15, BNT-12/1M).

Mpumedasn ve Bmecto GIOPETKM 14. MarHMTHOrO KranaHa 15 MOXHO WCMO/b30BaTh aBTOMATMUECKYHO
6ropeTky —po3aTop Bb-701. SneKTponuTUYeCKyto sueiiky 9 BMeCTUMOCTbIO 200 CM3 MOXHO 3aMEeHWUTb COCYAOM C
nopucTbIM rnbTpom Ne 2 nam 3 BMecTMocTsto 100 ev .

M3gaHve oduuymansHoe MepeneyaTka BoCMpeLleHa

* C WN3patenbcTBO cTaHgapTos, 1982
© NNK W3patenscTBo ctaHgapTos. 1999
MepeunsgaHue ¢ 3meHeHUAMM
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JonyckaeTcs 1MCnonb3oBaTb aHaNM3aTop, 06ecrneynBatoLLMii TOYHOCTb HE HUXKE YKa3aHHOW B CTaH-
Japre.

HopmanbHbliA 31eMEHT MOAKIYAOT B Cly4ae Mcnonb3oBaHus pH-merpa pH-34<) n BAT-12/1IM.

MapraHel, cepHokucnblit no FOCT 435.

Ammunak no MOCT 3760.

[paHynupoBaHHaa LBYOKUCb MapraHua: 200 r cepHOKMCMOro mapraHua pacrteopstoT B 2500 cm3
ropsiyeii noAbl, 3aTeM B pacTBOp Nprb6aBnaT 25 cM- aMMmuaka; fob6asnsaoT 1000 cm322.5 %-1oro pacteopa
HafiCEPHOKMCIIOr0 aMMOHUS 1 CMECh KUMATAT B TeueHne 10 MuH. Bo Bpems KuneHws nprbasnsioT amMuak
[0 LLEeNOYHOW peakuumn, Nnocne 4Yero pacTBOP BbILEPXKMBAKOT L0 MOMHOMO BbIAENEHWS OcCajka ABYOKWCU
mapraHua. Ocafjok oTpuUAbTPOBLIBAKOT, NPOMbIBAOT M cyLiaT npu 110 *C.

AcKapurT.

13BeCcTb HaTpOHHas.

AMMOHWIA HaacepHOKHCbIA no TOCT 20478, 22,5 %-Hblii pacTBOp.

Nopoukn thapoposbie JIC-2, 1IC-4 no TOCT 9147.

TpybKu OrHeYnopHble MY//IMTOKPEMHE3EMUCTbIE BHYTPEHHUM AnameTpoM 20—21 MM.

Kanuii xnopuctoiii no FTOCT 4234. HaCbILWEHHbI PacTBop.

Bapwuii xnopuctblii no FOCT 4108, pactBop anekTponuTa: 10 r xnopucToro 6apus pacTBOpPSOT B
1000 cM3 AUCTUIIMPOBaHHOI BOMbI U K MOTyYEHHOMY pacTBopy nmpuavBatoT 10 cM3 3TWI0BOrO CnvpTa.

Bapusa rugpat okucu no FOCT 4107. HacbILWEHHbIA PacTBOp: rMapaTt OKncK 6apus pacTBOPSAOT B
ANCTUNAMPOBAHHON Boge (NpeABapuTeibHO NPOKUMNAYEHHON BTeUeHME 2 Y U OXNaXKAEHHON 0 KOMHATHOM
TemnepaTypbl). MonyuyeHHbIVi pacTBop pa3basnaoT B 30 pa3. PacTBOp XpaHAT B OyTbiAX, CHaBXEHHbIX
TpybKamy C HaTPOHHON W3BECTHIO.

CnnpT 3TMNOBbLIN PeKTUMKOBaHHbIV TexHUYeckuii no MOCT 18300.

CraHfapTHble obpasubl Kateropmm CO. OCO. COIl. B KOTOpbIX COAepXaHWe KOMMOHEHTa He
OT/IMYaeTCA OT aHanM3npyemoro 6onee yem B iBa pasa.

(N3meHeHHas pegakuus, M3m. No 1).

23. MMoprotoBKa K aHanusy

K Bbixogy pH-meTpa nogknoyaroT 610K aBTOMaTUYECKOro TUTPOBaHWA Yepe3 nocnefosarefibHo
BK/TOYEHHbI HOpMa/bHbIVi 3nemeHT. HacTpauBatoT pH-MeTp 1 610K aBTOMaTUYeCKOro TUTPOBaHUA Mo
npuiaraemMbiM UHCTPYKLUMAM K 3TUM npubopam.

DNEKTPOAHYI0 CUCTEMY HacTpauBatoT Mo 6ydepHomy pacteopy pH 9,18—9,22 (pukcaHan 0.0 IM
pacTBopa TerpabopHOKUCION0 Kanus).

dapdopoBsble NOAOYKN NPOKaNMBaKOT B TOKe Kucnopoga npy 1280 *C B TeyeHne 3 MUH.

DNEKTPOIMTMNYECKYIO AYeiKy 3anonHAT anekTponntom 200 cm3 a B Ciy4vae SYeliku C NOPUCTON
neperopogkoii 100 cm3

YcraHaBsnuBaloT pacxog kucnopoga 700 cm3B 1 MuH. Bkaovaor BAT Ha TuTpoBaHue v gosoaat pH
fo 10.

Cxwurasa 3—4 HaBeCkun CTaHapTHOro obpasua, YCTaHaBAMBAKOT TUTP rmapara okucu Gapus.

O6pasupl BoNbpPaMoBOI KACNOThI NPOKannBatoT B TedeHne 4 4 npu <650+ 10) “C go BonbhpamoBoro
aHrngpuga.

O6pasHbl napasonbpamaTa aMMOHUSA NEPEBOAAT B BO/b(PAMOBbI aHTMAPWA NPOKanvBaHMeM Mpu
(650+10) "C B TeueHue 1,5 u.

Bonb(hpamMoBbI aHrMApUA CKMraloT B TOKe kucnopoga 6e3 npeaaputensHOR 06paboTku.

OO0pa3subl  MeTaN/IMYeckoro BOMib(IpaMa OYMLLAIOT OT BO3MOXKHOIO 3arpA3HeHus, NpombiBasi B
5—10 cm3cnupra.

24. MMpoBefjeHNMe aHanusa

B 3aBNCHMOCTM OT MacCoBOI [ONW YrNepoja B aHanM3upyemoil npobe 6epyT pasnuMyHble HaBECKW B
CoOTBeTCTBUM C Tabn. |.

MpokaneHHy N0J0YKY C HAaBECKOW aHann3Mpyemoi npobbl NOMeLLalT B TPYOKY AN CXKWUraHus,
3aKpbIBAOT 3aTBOP M BK/HOYAOT 60K aBTOMATUYECKOr0 TUTPOBAHWSA Ha TUTPOBAHME.

OkoHYaHWe aHanu3a Pukcmpyetca 610KOM aBTOMATUYECKOr0 TUTPOBAHWUSA U MO BIOPETKE OTCYUTLI-
BAEeTCA KOMMYECTBO pPacTBopa nNuparta okucw 6apus, N3pacxof0BaHHOIO Ha TUTPOBaHME.

CXXuraHue ctaHAapTHOro obpasua Ans yCTaHOBMEHWNS TUTPa NPOBOAAT MOCME KaXA0M NATON npoaHa-
NN3MPOBaHHON MpPoobI.
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Tabnunua 1
MaccoBas gons yi.tepo.ia. A Macca HaBecku, r
Or 0.0005 go 0.001 2.00
Cs. 0001 » 0,005 1.00
0.005 =+ 0.05 0.50
005 * 05 0.25

25. O6paboTka pe3ynbTaToB
2.5.1. Maccosyto gonto yrnepoga (A) B NpoLeHTax BbIUCAAIOT No Gopmyne

(Y- K) T top

roe  V—obbem pactBopa rugpara okucu 6apus, M3pacxOf0BaHHbIi Ha TUTPOBaHWE aHaM3KMpyemMoro
pactsopa, cmM3
\0— o06bem pacTBOpa ruaparta okucy 6apvs, 3pacxofoBaHHbI Ha TUTPOBaHWe PacTBOpa B KOHTPO/Ib-
HOM oOnbITe, CM3
T —nnp pacTBopa rugpara OKMcu 6apus, BblpaXeHHbIA B r/cM3 yriepoja;
/n — macca HaBeckw, T.
252 ABCONOTHbIE LONYCKaeMble PacXOXAeHUA PesynbTaToB TPeX napasseNibHbiX OnpeaeneHunid npu
[0BEpUTESTbHON BepoATHOCTU />= 0.95 He [O/MKHbI NPeBbILLATb 3HAYEHWUA BEUYMH, YKa3aHHbIX B Tabs. 2.

Tabnnua 2
MaccoBas gons yrnepoga, Jl6contormoe Jonyckaemoe pacxoxaeHue, %
OT 0.0005 go 0.001 0.0003
Cs. 0,001 = 0,003 0,0004
» 0003 * 001 0.001
« 001 *0.03 0.002
o 0.03 0.1 0.004
. 01 0.3 0.015
o 0.3 » 05 0.025

(MN3meHeHHas pepakums, M3m. Ne 1).

3. KY/IOHOMETPUYECKWNIA METO/ ONPEAE/NEHNA YINEPOOA

3L CywHoCTb MeTOAa

MeTog 0CHOBaH Ha CXXMraHWu aHam3upyemoro obpasua B TOKe KWcnopoga B Tpy64aToi meuu npw
1200—1250 'C ¢ nocnefytolmm MOr/owWweHneM 06pasyroLLeinca ABYOKUCK Yriiepoda pacTBOPOM 3/1IEKTPO-
nuta.

3aTem 3NeKTPONUT 3NEKTPOAMN3YETCH /11 BOCCTAHOB/IEHWNSA UCXOAHOro pH, 1 Mo KOMMYecTBY M3pac-
XO[J0BaHHOI 0O 3/IEKTPUYECTBa B NPOLLECCe 3/IEKTPONN3a UIMEPAIOT COofepXKaHue yrnepoga.

32 AnnapaTtypa, peakKTWUBbLI, pacTBOpHI

KynoHomeTpuyeckuii aHanmsaTop AH-7560 nan nioboro Apyroro Tuna AAs AaHHOrO Avana3oHa
ornpejeneHns cofepxxaHuns yriepoga.

Meyb conpoTuBneHus, obecneunBatolas Harpes 4o (1300+20) "C.

BannoH ¢ peayKUMOHHbIM BeHTUIEM C Kucnopogom no MOCT 5583.

Nopoukn apdoposblie JIC-2 n J1C-4 no FOCT 9147.

Tpy6KM OrHEYnopHbIe MY/IMTOKPEMHE3EMUCTbIE BHYTPEHHUM AnameTpoM 20—21 Mm.

CnupT 3TWMNOBbINA PEKTUDMNKOBAHHbIN TexHWuyeckniA no FTOCT 18300.

CraHpapTHble obpasubl kateropum FCO, OCO, COTIl, B KOTOpbIX COAEpXKaHWe KOMMOHEHTa He
OT/IMYaeTCA OT aHanM3mpyeMmoro 6onee Yem B iBa pasa.

(N3meHeHHas pepakums, M3m. Ne 1).
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33. MoaroTtoBKa K aHanusy

dapdoposbie N0A0UKN NPOKaNMBalOT B TOKe Kucnopoga npu 1280 ‘C B TeyeHne 3 MUH.

BkntouatoT aHanmn3aTop B CeTb M HacTpamBatoT. KanmbpyoT aHannsaTop no cTaHAapTHbIM 06pasLam.

O6pasubl BOMb(PaMOBOA KMCNOTbI 06€3BOXKMBAOT M NPOKaMBalOT B TeveHue 4 4 npu (650+10) 'C
[,0 BONb(PaMOBOro aHruapuaa.

Oo6pa3subl napaBosbpamaTa aMMOHMS NEPEBOAAT B BOMb(PaMOBLIA aHIMApPUS NPOKannBaHWeM npu
(650£10) *C B TeueHue 1,5 u.

BonbthpamoBbIli aHrMApWA CKUratoT B TOKE Kucnopoga 6e3 npeaBaputesibHoli 06paboTKu.

O6pasLbl MeTanIMYecKoro BoAb(pamMa OYWLLAT OT BO3MOXHOFO 3arpsasHeHWsi, NpombIBas B
5—10 cm’ cnupra.

34, MpoBefjeHne aHaNu3a

B 3aBMCMMOCTM OT MaccoBOW JONM Yriepoda B aHannsupyemoin npo6e 6epyT pasfvyHble HaBeCKu B
COOTBETCTBUM C Tabn. .

Jlogouky ¢ NOAroTOB/IEHHON NPO6GOM NomelardT B TPYOKY AN CXKUTaHUs, 3aKpbiBalOT 3aTBOP U
BKNIOYAIOT MPMOBOpP Ha TUTPOBaHWe.

(N3meHeHHas pepakumsa, M3am. Ne 1).

35, O06bpaboTka pe3ynbTaToB

3.5.1. MaccoBasA [ons yrnepoja B MpOLEHTax 3a BbIYETOM COAEpXXaHWs Yriepoja, HaigeHHOro B
KOHTPO/IbHOM OMbITe, COOTBETCTBYET MOKa3aHW0 LudpoBoro Tabno npubopa.

3.5.2. ABCONOTHbIE [ONYCKAeMble PACXOXAEHWS Pe3yNbTaToB MapanfiefibHbIX OnpejeneHunini npu fo-
BepuTeNbHO BepoATHOCTM P = 0.95 He A0/MKHbI NPEBbILLATb 3HAYEHWUI BENIMYMH, YKa3aHHbIX B Tabn. 2.

(MN3meHeHHas pegakuus, M3m. Ne 1).

3.5.3. MeTog NpMMEHSAIOT MpW pasHOrnacun B OLEHKe KayecTBa BOMb(pama.
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MH®OPMALMOHHBLIE AAHHBLIE

. PASPABOTAH I BHECEH MuHucTepcTBOM LBeTHOW meTannyprium CCCP

PA3PABEOTHUUNKN

B.W. Benpumyes, C.H. Cysoposa, H.C. BopoauH, J1.B. Muxaiinosa, B.B. CyntaHsiH, H.M. AHu-
keeBa, 3.A. Wcaeea, B./. BuHorpagos, B.E. Yebotapes, B.A. MpugoHckas, HO.A. Abpamos,
H.B. OenHncos. J1.M. Egumos, 3.K. CTtereHgo

. YTBEPX/EH VI BBEJEH B IEMCTBMUE MocTaHoBneHnem [ocyaapcTeeHHoro kommuteta CCCP Ho

craHgaptam ot 30.09.82 Ne 3868

. BSAMEH IOCT 14339.1-74
. CCbINOYHbLIE HOPMATUBHO-TEXHUNYECKWVE JOKYMEHTDI

O6o3HaueHre HT/, Ha KCnopbli jaHa cebinka Howmep ityiiKia
FOCT 435-77 2.2
FOCT 3760-79 2.2
FOCT 4107-78 2.2
FOCT 4108-72 2.2
FOCT 4234-77 2.2
FOCT 5583-78 2.2
FOCT 9147-80 2.2, 32
FOCT 18300-87 22,32
FOCT 20478-75 2.2
FOCT 29103-91 12

5. OrpaHuyeHve cpoka feliicTBua cHATO MocTaHoBneHnem occtaHgapTa ot 27.09.91 Ne 1525

6. MEPEN3OAHWE (uoHb 1999 r.) ¢ M3meHeHWem Ne 1, yTBepXzeHHbIM B anpene 1988 r. (MY C 7—88)
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