YOK 66%.392.3:546.76.06:006.354 Fpynna B39
FrMOCYAAPCTEEHHBMA CTAHARAPT COKIA CCFP
L

CNNABLI M NMHFrATYPH HA OCHOBE BAHANMWS
Metofl onpefefewns XPOMLE W BAHAGHS rDcT

Vanadium hasze alloys and al ng elemenis. 2&4?3_'“_35

Methods for determination ol o um and vansdium

OKCTY 1708

MocrasornadMes locygapcresnsoro wosmwtera CCCP no cranpapras ot 15 MEpTE
1985 r. ME 751 cpox pelcTEsS yCTaNoanes '
¢ 01.07.86

Ao 01,0791

Hecobnwogenne craHpaptTa NPECNogyeTol NO JAKOHY

Hacroamui cranpapt ycTaHaBAHBAET THTPHMETPHYECKHR MeTol
onpejeaeHsEd XpoMa (or § ao 10% m or 30 a0 40% ) v THTpHMeTpH-
YECKHA METON MOCAEAOBATCNLHOrO onpeiedenus pamaaws (30—4005)
# xpoma (oT § mo 10% m® or 30 Ao 40%) B conamax ¥ AwraTypax Ha
OCHOBE BAHAOHA, COZEDH(AHHE mn}'rﬁﬂy}nmﬂx HOMIIOHETTOR B EKOTO-
pHX npuzegero B tabm. 1.
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1. OBUIHE TPEEOBAHHA

1.1. Ofwme TpefoBaHua K MeTogaM aHajgkza — o [OCT
26473.0—385,

2. THTPHMETPHYECKMA METOL ONPEAENEHHMA XPOMA

MeTog OCHORAH MA OKHCAEHHH XpoMa A0 INeCTHBAACHTHOMD Co-
CTOAHHA HAICCPHOKHCABM AMMOHHEM B DPHCYTCTEHH 2 KaTadH3aaTopa

Haganne ofiHuNaneHOE Mepenesara eocnpeLeHs
r

g2



roOCcT 28473.10—B5 Crp. 2

(azoTHOKMCAOrO cepefpa) B HA NOCASIVIOWEM THTPOBAHHH HIOHLITKA
coau Mopa, BRelCHHOND 1A BOCCTEHORAEHMS WeCTHBAAEHTHOIO Xpo-
Ma, pACTBOPOM MapPraHUoROKHCIONS KAJHA,

l. Annaparypa, PEaKTHER H PACTROpH

Becw AHAaAHTHUECKHE.

Becw TexnHUecKHe,

IMauTea snexTpHUeCKan.

Konfu wodpueckne execTruMocTeio S500 oM,

CTakadbl CTeKARHHEE XOMHUSCKHE BMoecTHMOCTRE D00 cwm?,

Menayprs mepHEe BMecTHMOCTLR B0 1 500 cm?,

[Munetkn eMecTuMocTe 50 env? Ges nenenuf,

GeopeTka BsmecTHMocThie 25 cm? ¢ pesol geaenun 0,05 cw®,

KEuncaora cepuana mo DOCT $#204—77 u paatasnensan 1:1 w 1:5.

Kncrnora oprogocgopras no [OCT 6552—80.

CMECH HHUCAOT TOTOBRAT caenymmmy obhpaszosm: | 320 cw® cepuoi
KHCAOTH, pazdasncnncit 1: 1, npHaupawr 80 cw®  oprogocdoproi
KHCAOTH, 10BORAT A0 | aM? noaod, nepeMenrdpaioT.

Ammonnfi magcepuorscaniE mo [OCT 2M7E—75, pactBop KHoH-
meaTpaunel 250 rfamd.

Hatpuit xmopacteiilt mo MOCT 4233—77, pacrsop HOHUCHTpAaUOHeR
30 r/am?,

Cepebpo azorHokHeaoe no OCT 127775, pacTBOp KOHUEHTPa-
uRel [ orfam®,

Mapranen (1) ceprokHeawfi S-soaamil no I'OCT 435—77.

Kanpf MapranloBOKACARH, PACTBOD MOJAPHOH  KOHUCHTpauHed
SKBHBAACHTA, paBHod 0,1 Moan/aM?® (B PEAKIAH OKHCAEHHA BHeness
B KHCADH CpeIe); TrOTOBAT M3 cTaudapr-tarpa, 0,1 H.

Faauil ABYXPOMOBOKHCABIR, PacTeop MOJAPHOR  HOHUEHTpaumMed
suBABageHTa, papHoil 0.1 wmoan/zM® (B peakuny OKMCASHHS Aeaeaa
B KHCAON ¢peae); POTOBAT W3 CTaRIapT-TETpa, 0,1 H.

Coab 38KHCH Heaesa H aMMOoHAR ABcilHas  cepHORMCIER  (coahm
Mopa} no TOCT 4208 —72, pacrsop konuewtpanwed 0,1 Mons/ms®:
39,5 r coan Mopa noMemiamT B CTAKaAH BMECTHMOCTENY GO om?,
racTBop#nT 8 400 ¢M® BOAM, codepmamedn 10 cwm® KOHUEHTpApOBaH-
10f cepnOfi KHCAOTHL, OXJAAMAAKT A0 KOMHETHOH TeMOepaTypH.
PaciBop NepeHocAT B MepHyl Koady BMecTHMocThio | aM? @ JosoasaT
I0 METHEH BOADH.

M-PpeniaaHTPEINI0EAR KHCI0TA, pAcTROp KOHILEHTRA e
Lorfam® 01 ¢ yriewHcloro  HaTpRd  PRCTBOPAIOT NPH  HArpeRadin
v 00 em® poaR, aoBasasior 0.1 r GeHHAAHTPAHKAOBOH KHCAOTHM o A0-
WOAAT oftew Ao T00 cm® poaod.

Hatpuh yraegucawil no MNOCT 83 -79.

2 L1, ¥orawaBaHBAOT COOTHOUIEHHE MOHAY PAacTROPaMM  COJH
dopa # asyxpomosorsenoro kaaua (K)): B KOHHEYECKYIO koAGy muve-
taMecTein 250 cm? mRogAT us Gwopeted 10 em® pacTsopa aBVIpOMO-
WRHCAGMS Kagus, npaawsawT 20 cm? cepHol kKHchoTe, pasfasacH-

3—319 63



Crp. 3 FOCT 26473 10—85

HOR 1:0, MATE Kaneab pacTBopa o/ GeHHIaHTPAHKAGBOR KHCADTH
H THTPYIOT pacTeopoM coan Mopa ao nmepexona  cuHe-HOoMeTOBOMN
OKPECKH B 3&MCHYHD.

Coorxowenne (K} ofwemos pacTeopoR coak Mopa n agvxpomo-
BOMCHOAOMD KAJNEA BRHYHCASKDT N0 popMyae:

Vy
H‘ls Fj 1
rae V;—ofwem pacTBOpa ABYXPOMOBORKHCAOTO KSJHA, BIATLH A4A
THTPOBAHNA, CMT;
Ve -—obnem pacTeopa coad Mopa, Hapacxonopawnmi #Ha Tutpo-
BAHWe, CMY,

CootHowenue (A} yeTanaBaHBAaKT Nepel NPHMEHEHHEM  COJAH
Maopa.

2.1 2, YeranaBAHBRIOT COOTHOLWEHHE MENIY PACTEBORAMH  COAH
Mopa v wapranunceokncaoro Kaana (Kg): B EoEHveckyl xoaly Bme-
erviMocThe D00 cM® npuansarmT 200 cm® poow, 10 cw® cepHoll KHCAO-
TH, pazbapaedwoi 1:5, ssodsTt w3 Gopeten 15 cm® pactsopa coam
Maopa 0 THTPVENT PACTROPOM MAPradUoBOKHCIORND KAAHF 0 NOSBIe-
HHA caado-posoBol OKpPACKH, COXPARAIMMERCA B Tededde 1 Mum.

CooTHomenne (Kz) obbemos pacTeopos cond Mopa B mapraino-
BOKHCAOTO HAJAHA BHRYHCARIOT 00 GopMyae

'F':Ff- %r

rag V; —olbpem pacteopa coan Mopa, B3ATHA A8 TATPOBAHHA, M)

Ve —ofkem pacTBOpa MAEpraduoBoKHCIOro  HAJHH, HapacxXogo-

BAHHEA HA THTDOBATHE, oM,

Cooraomense (Kz;) VCTAHABAWMBAKT Neped NPOBLLCHHEM Onpeie-
JEHHE XpOoMA.

22 MoaroToRka K aHAIAHAY

2.2 1. PacTROpeHHe HABECKH aHaAH3HpyeMmol npoles 3 noAroToB-
KY PACTEOPA [AA ONPeleieHHs XpOMa TNPOBDIAAT, KAK ONHCEHO
B [OCT 26473.4- -85,

222 [HMposederue onpedeisrug

B xospuueckyir rOaA0y BMecTHMOcTh SO0 em® orGupamT nHner-
kol 3 cwm? socnmoBHoro pacteopar (oM. FOCT 26473 4—85), coaep-
wamera 0.01—0,04 r xpowa, npemansawt 20 cum? cMecH  KuoJaoT,
Lo cw® BOAW W HarpesawT A0 xuneHsA. K pacteopy  modapasoT
[0 cm® pacreopa azorHoKHCaoro cepeGpa, 60—80 cu® pacTaopa waa-
COPHOKACAODD AMMOHHA, KUNATAT |—2 MuH, A00aBAA0T HeCKOIbLED
KPHCTAANOR COPHOKHCAOTO MAPravUa § KHEOATHAT PACTBOR A0 NOJHOMG
OKACACHHA XpoMa (10 MOoABRACHHA Po20B0R  OxPacKd  MARPraHoBo
KHCAOTH) H A0 NOJAHOrO PASACHEHHA H30KTEKA HAOCePHOKHCAOTD
EMMOHHA (NpeKpAILEHHE BHLIASTEHHA MEJKHX NYSHIPLEOB),

G



rocCT 26473.10—85 Crp. 4

3aten npuansawT 6—I10 cv? pacTROpa XJAOPHCTOTG HATPHA B HH-
MATAT AD Nepexnla ManNUHOBROR OHPACKH PACTROPA B HEATVI.

Pactaop oxnamcaant ao 15—I17°C, npeaneaior 15 cm® pacteopa
coad Mopa w TaTpyT HalwTor coan Mopa pacTBOpoOM MapraRnopo-

KEHCAQTD RaJiHA L0 NaBacHWA MEEH-PﬂiﬂEﬂH OKPpACK, EEIIPE.!'IEHJ'U-['L'-E'
cA B TeueaHe | MAH,

23 DOopaboTia pesyabTaTOoOw
2.3.1. Maccoeyvio pomo xposma (X:) B ApoucHTax BHYHCARKT N0
thopmiyne
x — II].M!TEE--H-|-E'ir'l—-'i-’a,u_-ffz_}_'_’r"u-'lﬂﬂ
1 m- v, 1
rae V;— ofeenm pacrsopa coaw Mopa, nofapaenpmlfl X aHadnid-
pyeMoMy PAECTBOPY, cwM;
Vs — ofibeM pacTBOpa MAPradlOBOKHCAOND KaJud, HIPACNOoLOo-
BAHHHA #a THTpoRande Ha0wTHa coan Mopa, cwm®
K| — eoOTHOHIEHHe OOBeMOB pacTBopos colin Mopa B ARy XpOMO-
BOHHCIOTG KAaHH]
Ky — coomdoliente ofbeMos pacreopoe conn Mopa w wmapras-
LOBOKHCAOMD KaaHd,
0,001733 — maccosad KOHOEHTpauwsA pacTteopa coan Mopa, supa-
Mennan B riom? xpoMa;
V3 ~— BMECTHMOCTE MepHOR Koalul, cwm?; i
Vi — of0beM aQHKBOTHOR 9acTH pacTBOpA, BIATHHE [LOA THTPO-
BaHHA, M7,
M — MECCE HABECKM aHaAuanpyemodl npobel, T
232 PacxoXAeHHE MEXMILY PEIYILTATAMH ARV [IapanieibHBEN
onpefeaediEli He OOAHHO NPeBLIIATE 3HaAYeHHN, YEazaHHex B Tafn, 2.

Tadamoa 2

Maccondai A0 A Pposa, % Ly ChAERDE paACEDAOEHAr, 5

—— e

S 0.5
10 1.6
&1 L.
40 1.2

2.3.3. Meron npaMeHAT NPH pPazHorAacHH B OUEHEe KagecTea
LIABOE H AHCATY].

3. THIPHMETPHYECHHH METON NOCMEQOBATENLHOMD
CNPEAENEHMA BAHAOHA M XPOMA

Metoa OCHOBAH HA TOCASAO0BATENLHOM THTPOBAHWA

V) B BaHAIWA © XpoMom pacTBopom coqs Mopa
pene.

Banaaiuf OKHCASKDT A0 MATHBANEHTHOMO COCTOSHHS MAaPraHUoBRO-
HeamM Kaanes, JLafg oRHCASHUS BAHAAKA || XPOMA B BRICIUES BAJEHT-

a3 G5

BAHALNA
E COPHOKHCIORN



Crp, 5 FOCT 26473.10—85

HOE COCTOAHHE NPHMENAKT HAACEPHOKACAMEA aMMOHWA B NPHCYTCTBHH
KaTanHaaTopa (asoTHOKHCIOrG cepelpa),

J1. AnnapaTypa, PEAKTHER H PACTROP M

Becrw ananHTHUSCHHAR

Becw TexHHUSCKHE.

IlanTea sAeKTpHUECKASN.

Cragali creRAgHHEe XHMBYeckHe smecTuMocThio 400 n 500 cm?,

Ronbul xonndeckse smectaMocTtern 250 u 500 cm?.

Konbur Mepubie BMecTHMOCTho 100 en® n 1 amd

ITumerkd BMecTHMOCTREID 10 cv? Ges genenuil.

Bwoperks BmecTHmocTeir 10 B 25 cm? ¢ wenon menecans 0,05 owm?.

Menayprn MepHue BMecTiMOocTeir 60 1 500 cwms,

Knenota cepran mo N'OCT 4204--77 B pasbapaennasn 1:3.

Kucnota azorHas no [OCT 4461—77 ® pasGaenennasn 1:1.

Kueanora oprodocthopras no NOCT G552—80.

Excanora masenesan no [NOCT 22180—76, pacTeop HKOHIEHTpAa-
nued 10 rfom,

Cepefipo azorhHoxncaoe no [OCT 127775, pacrsop woHuentvpa-
meef 2.5 riawd,

Asmmonnil HagceprEorHCAWd no FOCT 20478—75, pacreop xomn-
uedTpanEelt 100 rizs?,

arpufl xacpreTail no TOCT 4233—77, pacTteop KosueHTpanmai
50 rf mm?.

Kaauid smaprapuoporscaid nmo NOCT 20400—75, pacteop xomn-
werTpamnred 150 riam?.

Hatpr#t yraexucaufi no NOCT 8379,

Kanuil IBVKPpOMOBOKEHCJIAHA, pPARCTEOP MOMAPHOA KOHUGHTPpallHER
gskeHBaacHTa, papHoid 0,1 moas/am? (8 peaknnH OKHCAEHHA Henesd
B KHCHON cpeie); roToBAT H3 crangapr-tarpa, 0.1 H.

Conb 3AKVNCH Mene3a H aMMOHMA, ABOAHAH CepHOKHACAEA (Conb
Mopa) no TOCT 4208—72, pacreop wonuentpaudel 0.1 wmoaw/am®:
39.5 r coan Mopa noMemaxT B CTAKAH BMECTHMOCTRED S00 em?, pac-
rropaer B 400 em?® ponw, copepmamed 10 ew? woRDeRTpHpOBRARHOR
cepHofl KHCNOTHE, NRPEMEMIHBAKT H OXAAMIAKT L0 KOMHATHOH Tew-
nepaTypel. PacTBop NepeBoSAT B MEPHYK KOAGY BMECTHMOCTLED
1 am* H ZoBOAAT A0 MeTHH Bomof,

Kannifi apyxpoMoBOKHCARHE, PacTEBOp MOAXPHOR KOHLEHTpaiHed
sxeMBanedTa, pasroi 0,1 wmoas/am® (B peanuMH CHHCNeHMA Menesa
B EHCOOA cpede); roToBRRET HA cTaHaapT-terpa, 4,1 1.

Me-theHHIAHTPAHHIOBAR KHCJIOTA,  PACTBOP ROHUEeHTpauKeR
| r/am?: 0,1 r yraegRcooro HavTpHA DACTBOPHIOT NPH  HArpeBaHHU
B 50 ¢cM? moaw, poGasaawt 0,1 r dendaadrpadiaosofl  KHACAOTH H
nopoaarT ofweMm go 100 em® sBomoft.

3.1.1. ¥cTanaBAHBAKT COOTHOIDEAHE MEXKAY pACTBOPAME  COJH
Mopa » psyxpomoBokHcnoro xkaans (K) mo m 2.1.1.

B4
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3.2 MMogrortoska ¥ avaamay

Hasecky amaausupyemofi npofn Maccofl | r moMemanT B cTakal
sMecTEMocTeio 400 cw?, mpuaneawr 120 cu® pacTeopa cepuoft KuHe-
A0TH, pasbapnedHod 1:3, marpesawt A0 KHICHHES # B ropauddd
pacteap npHaneawT 20—25 cM® HOHUEHTPHPOBAHHOR a30THOH HAC-
JotH. Ecae npofa pacTBopAeTc® naoxo, To  gofdapasor  eme [5—
20 cw? a30THOR KHCAOTH, HATPEBANT A0 MOAHOND PACTROPEHHA [pO-
Oul, ynapupat Ao B0—T0 cm?, oxnamnanT 10 KOMHATHOH TeMnepa-
TYPEL, NEPEBOAAT B MEpHYID HoAly BMmecTHMOoTRE 100 cm? B aoBomAT
Lo WMeTEH BOA0H (OCHOBHOMR pactmop).

4. llposepene onpedeaeHHn

4.1, Onpenesende BAHAAHS: B KOHHYECHYD Koady BMEeCTHMOCTRIO
200 cM” orfGupawTt munerkod 100 cM® OcHnBHOrO pacteopa (m. 3.2),
npransawT 15—20 cM® KOHUEHTPHPOBAHHOA CepHOR KRCAOTH, YnapH-
BaOT ABdsNid 40 BLIOGJHCHHA NMapog CepHOMD AHCHIApDHAA, OXJa¥ IaiT
A0 HOMHATHOR Tednepatyphl, paabapidwr sogol no 100 cw®, oxaamx-
2T B xoooHcfl Boje 2o 15—20°C » NpHAHBAIOT A0 KalJAM PAacT-
BOD MADPTAHUOBOKHCAOMD KAAHA 00 NOABASHMA yoToRuHBOofl posoBOR
oxpacEn. Yepes 10—15 mur H30HTOK MAPrAHUOBOKACACED KAaAHA
PaApYUIapT PacTeopom masenepol KHCAOTH, NpHArBas o2 NO KaljJdaMm
o0 WedezHopedds pozopofl okpackd o 1—2 kanan B waburox. [lpaau-
BaKwT 5 cM? pacraopa oprodocthopHoll BKRCIoTHE, § -7 Kaneak pacrt-
BOpa COJH DeHHAARTPAHHACBOR HHCAOTH H THTPYHT BaHAIHH pact-
Bopos coad Mopa 00 nepexoga oOKpackH B3 EpacHO-PHONETOBOH
g 3eaenyw (V) (pacToop coxpaHART ZAR ONpejeseHHs XpoMa).

4.3.2. Onpegeaenne XpoM#: PacTBOpP NOCAE ONPEleJedHE B HeM
panagud (n. 3.3.1) pasGasamwt Bogoit qo 250 ecm?, HarpesawT 1o
50—70°C, npuameamwr 10 cM®  pacTBopa Aa30THOKHCAOMD cepedpa,
Al cm? pacTeOpa HAACEPHOKHCAODD AMMOHHA, NPHIHBAA OOCTENEHHO
HEQONBWEME NOPUHAMK, HATPEBAOT A0 UOABAECHHA DOIORON OXPACKH
MAPTAHNOBOH KHCAOTE H KHAATAT A0 NPeKpalicHEA  BHOSNEHHd ny-
AnpbKOR Krcnopona. Crenkn KoadL of0MBBAKOT 90000 H CHOBA K-
MATAT B TeueHwe 2—3 mud. 3arem npaansawrt 10 cwm® pacreopa xao-
PHCTOTD HATPHA H HArPeBdldT O0 HCUEIHOBEHHA MAfHHOBOR OEDACKH.
PacTeop OXJaMAAOT J0 KOMHATHON TeMOEpaTyps, NpHAHBA0OT
3 em? pacteopa oprodocdoprofi KMcnoTel, 5—7  Hanean pacTEopa
coan densganTpadnaoeoi kuenorsr, 10 cuv? ceprolt kHcaoTw, pasbap-
aednod 1 : 1, pEAgep#xupanT 2—3 MPH, neproJaueckH B30ANTHBEA, H
THTPVEOT BaHANHR B xpoM pacteopos coii Mopa go nepexoga oxpac-
KH pacTeopa Ha kpacHo-pHoneroBol B aeneHyin (i),

34 Od0padoTEa PeayiabLTaTOR

2.4.1. Macrosyw noaw sasmaansa (X;) B nponentax BRYHCAANT

no gopMyne

_ 'i-ﬂ-ﬂ'.ﬂ].ﬁl:!ﬂ.ﬁ--l'{-l"’g_*]m
I‘t_ n:!rfa_ ]
T



Crwp. 7 MACT 1647 3.10—85

roe ¥V —obwes pacreopa coar Mopa, hapacxoloBaHHEA HAa THTpO-
BAHHE, oM
0005095 — maccosan KOHIEHTPaUHA pacTBOpa coad Mopa, BupameH-
nas B rfcum? BaHamTHA;
K — coorHouwrenMe ofweMmoB pacTeOpoR covih Mopa B o asyxpo-
MOBOKHCADMD KaAHA,
Vs — BMECTHMOCTE MepHoR wonfin, eM™;
Vi — ofbeM anuKBOTHON 9acTH pacTROpa, BIATHA 1A THTPO-
BAHHA, cMY;
At — MACCA HABECKH AHAJIHIHPYEMOR npobul, r.
3.4.2. Maccosyw aocam xposa (Xi) B NpoLeHTaX BHYHCARKT N

dopuy.re

¥ o (V= V1)-0,001733- K- V3-100
’ m- Vv,

rae V;—ofeem pacrmopa coad Mopa, mapacxofopadHHLfi Ha THTpPO-
BaHHE CYMMM BaHalHAa H XpoMa, .:_..!a;
V; — ofeem pacTeopa coad Mopa, HspacXoloBaHHER Ha THTPO-
BOHHE BaHaOHA, l:l!i!z".
0001733 — mMaccoBad KOHUEHTPALHA pacTeopa coad Mopa, BuipameH-
Has B r/cw® xpowma;
K — coorHomwenne ofbeMOB pacTeopoB coad Mopa H asyxpo-
MOBOKHCAOND HAJHA,
Vi — ofbes MepHOR Koabel, cM®;
Vg — ofeeM aTHEBOTHOR YACTH pACTBOpA, B3ATEA 1A THTpO-
BAHHAA, CMY;
M — Macca HABeCKH aHanHaHpyemod npolsl, T
3.4.3. PacxomAeHHd MEXIY PeayALTATAMH ABYX NapafdelbHBX
onpefeAeHdi He NOJMHLE NPeBHIUATE aHavyennfl, viasaunwmx B Tabua. 3,

Tatbaownma 3

Maccoaan oA, % I Aoayckaswoe pacxompesnn, S

Banaanfi 30 0.4
40 1.2
Xpom 5 o7
10 LR
i 1,3
£0) 1.6
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