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Methods for determination of vanadium
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Heco6aonenne CTaHAAPTA NPECAEAYETCH MO 3AKOHY

Hacrosmuii cramaapr ycranaBadBaer (oroMeTpuueckuii (IpH
MaccoBo# goJsie BaHaaus oT 0,05 xo 0,25 %), Tutpumerpuueckuii (npH
MaccoBoit nojie Banaaus 0,02—0,25 %) u KymoHoMeTpHueckii (nmpu
maccoBo# jgose Bamamusi 0,006—0,25 %) meToawl ompeje’leHis BaHa-
ISt

OKCTPAKUHOHHO-(POTOMETPHYECKHIT METOJ ONpejeseHHss BaHaAus
NpUBELEH B [IPUJIOKEHHH.

1. OBIRUE TPEBOBAHUS

1.1. O6mue TtpeboBanusi K Mertofam anaausa — mno I[OCT
22536.0—87.

1.2. TlorpemHocTs pe3yJabTaTa aHaldu3a (NPH JOBEPUTENbHOMH Be-
positHoctn P=0,95) He mpeBhlIaeT InpeAesa A, NPUBEIEHHOTO B
Ta6J. 1, TPH BHIIOJHEHHH YCJIOBUH:

pacxox/JeHHe PesyJbTaTOB ABVX (TPeX) mapaJ/e/bHbIX H3MePeHHH
He JOJIKHO TMpeBHINATh (NPu AOBEPHTEJNbHOH BEPOSTHOCTH P=0,95)
sHavenus ds (ds), npuBeneHHoOro B Tab. 1;

BOCHIPOH3BElcHHOE B CTaHAApTHOM 006pa3ie 3HAYeHUe MaccOBOW
IOJIH BaHalMs He NOJIKHO OTJHYATHCS OT aTTECTOBAHHOTo GoJiee ueM
Ha JonyckaeMoe (MpH J0BepuTenbHOA BeposTHocTH P=0,85) 3naue-
HHe §, npHBeleHHOe B Tabu. 1.

Tlpu HeBHIOJNHEHWM OJLHOTO K3 BHIUIEYKA3aHHBIX YCJOBHA NPOBO-
JIAT NOBTOPHEIe H3MePEHHsl MacCoBoi JOJM BaHaius. Ecau u npu nos-
TODHHIX H3MePeHHsX TPeGOBaHMS K TOYHOCTH Pe3YJbTATOB He BHINOJ-

H3paune otuumanboe INepenevatka BocnpeuieHa

%*
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HSIOTCH, Pe3yJbTaThl aHaJu3a NPH3HAIOT HEBEPHLIMH, U3MEpeHHs Mpe-
KDPamWaloT A0 BHISABJECHHS H YCTPaHeHHS NMPHYHMH, BHI3BABIUMX Hapylle-
HHe HOPMaJIbHOI'O XOJa aHaJH3a.

Pacxox/JeHHe JIBYX CPEIHHX Pe3yJbTaTOB aHaJ/H3d, BHIIOJHEHHBIX
B Pa3JIHYHBIX YCJAOBUSIX (HampuMep, MPH BHYTPHJIAGOPATOPHOM KOHT-
pOJie BOCIPOM3BOAMMOCTH), He NOJKHO NPEBHIIATL (NPH AOBEPHTEDb-
Ho# BeposTHocTH 0,95) 3Hauenus d, , npiBeleHHOro B Taba. 1.

Ta6auma 1

JlonyckaeMble pacxoxXAeHHA, %
MaccoBas gons BaHagus, % A, % 8, %
dK dy ds
Or 0,005 o 0,01 BrJIOY. 0,0024 0,0030 0,0025 0,0031 0,0016
Cs. 0,01 » 0,02 » 0,003 0,004 0,003 0,004 0,002
» 0,02>» 005 » 0,006 0,007 0,006 0,007 0,004
» 0,05» 0,10 » 0,010 0,012 0,010 0,012 0,006
» 0,10>» 025 » 0,017 0,021 0,017 0,021 0,011

2, $OTOMETPHYECKHHA METOX

21. CymHocTh MeETOAA

MerToa ocHOBaH Ha 06pa30BaHHH OKpalleHHOH B XKeJTHIH LUBET Ba-
HaaneBoGochOpHOBOAB(DPAMOBOH TeTePONONHKHCIOTE B KHCJOH cpe-
Zie npu B3auMofeiicTBHE BaHaaus (V) ¢ docthopHOH KHCJIOTOR H BOJb-
¢dpamMaToM HaTpHsg H H3MEPEHHH ONTHYECKOH NJOTHOCTH OKPAIUEHHOTO
pactBopa npu A=400 M.

Mewaroliee BiHsSHHE XKeJe3a yCTPaHsIOT npuGasienneM OpTOdOC-
(HOPHOH KHCJIOTHL.

22. AnnapaTtypa H PeakTHBH

CnekrpodoToMeTp uiH HOTO3JEKTPOKOJIOPHMETP.

Kucaora cepras no FOCT 4204—77 uau no FTOCT 14262—78, pas-
6aByeHHas 1:4.

Kucuora oprogpochopuas no TOCT 6552—80.

Kucaora asornas no TOCT 4461—77 uan no TOCT 11125—84.

Ammnax Boaumit no TOCT 3760—79.

Kannit MaprangoBokucaeiii no I'OCT 20490—75, pactBop ¢ Macco-
BO# KoHNeHTpanuei 40 r/am3.

Harpu#i azotucroruciasit no TOCT 4197—74, pacTBop ¢ MaccOBOH
KoHUeHTpauueit 100 r/am3.

AmMonu# BaHanueBOKACAR MeTa 1o TOCT 9336—75.

Hartpu#i BonbdpamoBokueasiii 2-soauniii no FOCT 18289—78, pa-
CTBOP ¢ MaccOBOK KOHIUeHTpauued 50 r/am3.

JKeneso kapGonHnIbHOE paauoTexnnueckoe no FOCT 13610—79.

Craujgaprable pacTBOPH BaHaIHs.

PactBop A: 2,296 r BaHaJHeBOKHCJOrO aMMOHHSI DacTBOPAIT B
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100 cM® BOAH, NOGaBAAIOT 2—4 Kanjy aMMHaKa, NePeBOAAT PacTBOp
B MEPHYIO KOJIGY BMeCTHMOCTbIO 1 AM3, pa3GaBisIOT BOAOA KO METKH H
nepeMeIlnBaloT.

1 cM3 pactBopa A cozmepxur 0,001 r BaHagud.

Pactsop B: 10 cm® pactBopa A nomemaior B MepHyIo Koiby BMec-
THMOCTbIO 100 cM3, HOBOASAT KO METKH BOJOH M TINATEJbHO IE€PeMelIH-
BaloT.

1 cm® pacrBopa b copepxut 0,0001 r BaHagus.

23. [IpoBeienHe aHasmu3a

2.3.1. HaBecKy craau uiu uyryHa Mmaccoit 0,5 r (Ipu MaccoBoi
none Banaaus 0,05—0,10 %) wau 0,3 r (nmpu MaccoBoit foje BaHaAHS
0,10—0,25 %) nomemaT B KOHHUECKYI0 KOJAGY BMeCTHMOCTbio 100 cM?®
¥ pacTBOpsiioT B 15 cm® cepuo#i kucaore (1:4), IpH yMepeHHOM Har-
peBaHuH.

IMocae noMHOrO pacTBOPEHHsI HaBeCKH MPUJHUBAIOT IO KaNJsM a30T-
HYIO KHCJIOTY O NMpeKpallleHHsi BcleHHBaHus pactBopa. PacTBop BHI-
NapHBAIOT JI0 NOABJEHHs MapOB cepHOf KuCIAOTH, CojepKHMoe KOJIOhE
oxyaxnaior, npuauBaioT 30 cM® BOJAH M HaArpeBaloT JO PacTBOPEHHS
coneit. Ecain ecTh ocagok (rpadur, KpeMHHEBasi KUCAOTA), er0 O0T(HIb-
TPOBHIBAIOT M NPOMKIBAIOT NATH-IIECTb Pas ropsuef Bonoft. PuiabTp ¢
ocajxoM OTGpacHBaiT, a (GUABTPAT BHNApPHBAIOT A0 o6beMa 30—
50 cm®. PactBop nmepeBOAAT B MepHyl0 KoJGy BMecTHMocTbio 100 cM3.

K oxsaxxneHHOMY pacTBOpPY NpHGaBASIOT PacTBOP MapraHIOBOKHC-
JIOTO KaJjus H0 o6pa3oBaHHs ycTofiuWBo¥i oOKpacku. Uepes 3—5 MuH
H36GEITOK MapraHUOBOKHCJIOIO KaJusi BOCCTAHABJHBAIOT pPacTBOPOM
a30THCTOKHCJIONO HaTpHA, NpHGABJsAs ero MeAJEHHO IO OAHONH Kaije
0 oGeclBeUHBAHHS PACTBOpA IPH HENPEPHIBHOM MepeMeLIHBAHHH.

3atem npunuBaloT 5 cM® hocdhopHOil KMCIOTH, HarpeBalOT PacTBOP
0 KuneHus, npubasasior 10 cM® pactBopa BOJIb)PAMOBOKHCJIOTO HAT-
pus, BHAepXKHUBAaOT pacTBop npu 80—90°C B Teuenne 2—3 MHH, OX-
JIaXKai0T, TOJHBAIOT 1O METKH BOJOH M epeMelIHBaloT.

OnTuyeckyio IJIOTHOCTb PacTBopa M3MePSIOT Ha cnekTpodoToMeTpe
npH ajauue BoJHbB 400 HM HJIH (OTO3JEKTPOKOJOPHMETpPe CO CBETO-
GHABTPOM, HMEIIMM 06J1acTh DPONYCKAHHS B WHTEPBaJje NJHH BOJH
400—450 uM. B KauecTBe pacTBOpa CPaBHEHHMs TNPHMEHSIIOT PacTBoOp
HCOILITYeMO# TpPOGH, NPHIOTOBJEHHHI 6e3 n06aBieHHs BOAb(pamoBO-
KHCJIOTO HaTpPHA.

PeaynbTaThl aHaju3a BHUYHCASIOT MO rPajyHpoBouHOMYy rpaduxy
HJH METOJAOM CPABHEHHS CO CTAaHZaPTHHIM 06pasuoM, GJIH3KHM 1O CO-
CTaBy K aHaJHU3HpyeMo# npobe U NPOBEJEHHEIM yepe3 BCe CTAaJAHH aHA-
JIH3a.

2.3.2. Iocrpoenue 2padyuposounoeo epadura

B mecTh KOHHMYECKHX Ko0JG BMecTHMOCTbio 100 cM® momemaror
0,3—0,5 r Kap6OHHJIBHOTO KeJjle3a B 3aBHCHMOCTH OT HaBeCKH IPOOHI,
B NATh H3 HHX NOCJENOBaTENbHO NPUJIHBAIOT CTaHAAPTHHIEA pacTBop b
B koanuectse 2,0; 4,0; 5,0; 6,0; 8,0 cM?, yto coorBercTByet 0,0002;
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0,0004; 0,0005; 0,0006; 0,0008 r Baragus. lllectas HaBecka CJAYXHT
JUIsl IPOBeAEeHHsI KOHTPOJbHOIO OMKITA.

B koa6n mpmauBaior no 15 cM® cepHOil KHCJIOTH H PacTBOPSIOT Xe-
Jieso NPH yMepeHHOM HarpeBanuu. Jlajee aHajIH3 MPOBOJAT, KaK yKa-
3ano B 1. 2.3.

B kauecTBe pacTBOpPa CPaBHEHHsSI HCHOJb3YIOT PAcTBOp KOHTPOJB-
HOT'O OMKITA.

Tlo nafiieHHHM BeJHYHHAM ONTHIECKOH MJIOTHOCTH H COOTBETCT-
BYIOINMM 3HAUEHHAM MACCH BaHafHs CTPOSIT rPafyHPOBOUHLI rpaduk.
JIlonyckaercst nocTpoeHHe rpaiyHpPoOBOYHONO rpaduka B KOOPAHHATAX:
oNTHYeCKasi NJIOTHOCTb — MaccoBasi L0Jis BaHAAHUA.

24. O6pab6oTka pe3yabTaToOB

2.4.1. MaccoByio noaio BaHafus (X;) B NpOHEHTax BHYHCJASAIOT IO
dbopmyne

my - 100
m ’

X, =

The m; — Macca BaHaJus, HafiZleHHass 1O rPaiyHPOBOUHOMY rpadmHKy,
r;
m — Macca HaBeCKH IPOGHI, T.
2.4.2. HopMBl TOYHOCTH M HOPMATHBH KOHTPOJsI TOYHOCTH OmNpene-
JIEHHs] MacCcOBO# [0J1M BaH2AuA NPHUBEAEHH B Ta6J. 1.

3. THTPUMETPHYECKHA METOJ

3.1.CymHOoCcTh MeTOAA

Meton ocHoBaH Ha okHCJeHHH BaHnaxus (IV) MapraHmoBOKHC/BIM
KaJlieM B CEDHOKHCJION CPefie W THTPOBaHHHM BaHaaus (V) pacTBOPOM
coqu ammoHnuii-xkenesa (II) cepuokucsioro. KoHeunyio TOYKy THTPOBa-
HHSL ONPENeNsiOT aMIIePOMETPHUECKH, NOTEHIHOMETPHUECKH HJH BH-
3yaJIbHO.

32.Annapatypa H DpeaKTHBH

YcTaHOBKa A/ MOTEHIHOMETPUUYECKOrO0 HJIH aMIIePOMETPHUECKOro
THTPOBAHHA BaHaAHs, oOecreunBalOLlasi 3aJaHHBlE METPOJOTHYECKHE
XapaKTEPUCTHKH TOYHOCTH ONpeeJIeHHUs.

Kucnora cepnas no N'OCT 4204—77 uau no TOCT 14262—78, pas-
GaBjenunas 1:1, 1:4 u 1:50.

Kucsora asornas no TOCT 4461—77 uau no TOCT 11125—84.

Kucaora oprodocthopuas no FOCT 6552—80.

Kanu#t mapranmoBokucastit mo 'OCT 20490—75, pacTtBop ¢ Mac-
COBOHN KoHueHTpanuel 25 r/am?.

JKeaneso (II) ceprokucsioe 7-soanoe mo F'OCT 4148—78, cBexenpu-
FOTOBJIGHHBIH PacTBOP: 2 I cepHOKHcJAoro xenesa (II) pacTBopsiioT B
BOJe, NPHGABJIAIOT 5 cM® CepHOi KHCJIOTH, pPas36aBJsIOT PacTBOpP MO
100 cm® u mepeMeUINBAIOT.
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Harpuit asorucrokucaniii mo T'OCT 4197—74, CBeXenpHroTOBJIEH-
HbIA PacTBOP ¢ MaccoBO# KonuenTpanueir 20 r/am®.

MoueBura no I'OCT 6691—77, cBexxenpHroTOBJIEHHHH PacTBOp C
MaccoBoii KoHleHTpauuei 200 r/ame.

Harpuit yraekucaniit no 'OCT 83—79, pacTBOp ¢ MacCOBOH KOH-
uenTpanuei 2 r/ame.

Kucsiora eHHNAaHTPaHUIOBAS, PACTBOP € MACCOBOH KOHUEHTpauued
2 r/am3: 0,2 T (eHuJaHTPAHHIOBOH KHCJOTH pacTBopsior B 100 cM3
ropsiuero PacTBOpa YIVIEKHCJIOrO HATPHsS C MAacCOBOH KOHIGHTpaLHeHd
2 /M3,

CraHjapTHBIE PACTBOPH BAHAAMS — no I. 2.2,

Ammonnuii-xenezo (II) ceprokucanii  (coap Mopa) no I'OCT
4208—72, cTangapTHHE PAcTBOPHI ¢ MOJIAPHOH KOHUIEHTpauued SKBH-
Basienta 0,01 moan/am® (pactBop A) u 0,002 mosis/aM® (pactBOp B).
( PactBop A: 4 r conn Mopa pacTBopgi0T B 1 AM® CEPHOH KHCJIOTH

1:50).

Pacteop B: 200 cm? pacTBopa A noMewanT B MepHyo Koa6y BMec-
THMOCTbIO 1 AM®, pas6aBJjsOT A0 METKH BOJOH M IePeMelIHBAaIoT.

MaccoByl0 KOHLEHTPALHio PacTBopa coJu Mopa ycTaHABIHBAIOT
N0 CTaHAAPTHOMY pacTBOpYy Bananus. [as storo 5—I10 cM® cranaapr-
HOro pactBopa Banajpust A wim 10—20 cM® pactBopa b nomemaior B
cTakaH BMecTuMocTtbio 250 ¢cM® npubaBasior 50—70 cM® cepHO# KHC-
gote (1:4), 10 cM® pacTBOpa CEPHOKHCJIOrO eje3a W NPOBOKSAT Ue-
pes Bce CTaJMH aHaJM3a, Kak npuBeieHo B 1. 3.3. [Toayuennnlit pacr-
BOP THTPYIOT COOTBETCTBYIOIIHM pacTBOpoM cosu Mopa, ycraHaBJH-
Basi KOHEYHYIO TOYKYy TUTPOBaHHs aMIEPOMETPHUECKMM HJM TNOTEH-
LIHOMETPHUECKHM METONOM HJHM BH3YaJbHO, KaK NPUBELEHO B Pasi. 3.3.

MaccoByro kKoHLeHTpanuio pacrBopa conu Mopa (T), BbIpaxeH-
HyIO B 'paMMax BaHaius Ha OJMH KyOHueckufi CAaHTUMETDP PacTBOpa
BRITUCJAAIOT 110 HOpMYJIe

T= TT_VV" )
rae T; — MaccoBasi KOHUEHTPAaUMsA CTAHZAPTHOrO pacTBopa BaHauHd
A uau B, r/cm3;
Vi— o6bem cranzapTHONO pacTBopa BaHaius A wmim B, B3ATHI
JJ1S1 YCTAHOBJIEHHsI MAacCOBO¥ KOHLEHTPaluHH PacTBOpa COJH
Mopa, cm?;
V — o6bem pacrBopa coan Mopa, H3pacXoxOBaHHBIH Ha THTPO-
BaHue, cM®.

33. IIpoBenenue aHaJaH3a

3.3.1. HaBecky craiu uid uyryHa Maccoit 2 r (Opu MaccoBofi Joje
Banazgus 0,02—0,05 %) uau 1 r (npu maccoBoji xoJe Banaaus 0,06—
0,25 %) nomemaiT B CTakKaH BMECTHMOCTbIO 250 cM®, NPHJIHBAIOT
50—70 cm? cepHoli KucaoTH (1:4) ¥ HarpeBaioT A0 MOJHOrO PacTBope-
Hus. K pacrBopy npubaBisiOT IO KamisM a30THYIO KHCJIOTY A0 IpeK-
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pallleHHs BCNIEHHBAHUSA W JONMOJHUTEJNbHO 2—3 cM3. PacTBop BHINapH-
BaIOT 10 TOSIBJIEHHS NapoB CEPHOH KHCIOTH, oxaaxpaipr. OO6MHBaOT
CTeHKH CTaKaHa BOJOH M BHOBb BEIIADUBAIOT A0 Hauaja BBIAEJEHHS
napoB cepHo#l kucJOTH. CofepKHMOe CTaKaHa 0XJaXKAaloT, NPHJIHBA-
for 50—60 cM? BoAH W HarpeBaiOT 1O PACTBOPEHHS COJIeH.

Ecau o6GpasoBajcs HEPAaCTBOPHMBIH OCaJiOK, COAEpKamuii KpeM-
HHeBYIO KHCJOTY U rpaduT, To ero oTGHJILTPOBHBAIOT HA QUILTP «Oe-
Jlasi JIeHTa» M NPOMHEIBAIOT 5—6 pas ropsiueit Bonoi, cobupasi GHJIbT-
paT u TMPOMBIBHbIE BOAK B cTakaH BMecTtumocTblo 400 cM3. OuasTp C
ocagkoM oT6pachBaioT. K pacTBOpy B crakaHe noGaBiasiior 50 cm3
cepHOil KHcaoTe (1:4), oxsnaxpawr, Aobasisior 5—10 cM® pacrBopa
CEPHOKHCJIOTO 3aKHCHOTO KeJje3a, pa36aBasiorT Bomo# Ao 150 cM® u
CHOBa oxsaxaator 10 17—20 °C.

K oxsaxKjeHHOMY PacTBOPY IpPH NOCTOSHHOM NEPeMelMBAHHH TpH-
GaBJSIIOT 1O KalljIiM PacTBOP MapraHIOBOKHCJOro Kajus A0 yCTOHYH-
BO¥ po3oBolt okpackH. Uepes 1—2 muu npu6aBIsAIOT No KamjisiM PacT-
BOpP a30THUCTOKHCJOTO HATPHs JHO NOJHOTO HCYE3HOBEHHS PO30BOH OK-
packH ¥ HeMeJAJieHHO TPubaBisiior 10 ¢cM® MOYEBHHHL.

Uepes 3 MHH B PacTBOP NOTPYKaloT BHIGPAHHYIO Mapy 3JE€KTPOLIOB,
(ycTaHaBJMBAIOT MPH aMIEPOMETPHIECKOM THTPOBAHHH HeOGXOAKMOe
HampsiKeHHe), BKJIOYAIOT MHJIHBOJBTMETD-MHKPOAMIEPMETp, Mar-
HHTHYIO MELIAJKYy H THTPYIOT aMIePOMETPHYECKH HJIM NMOTeHIHOMETPH-
yecKH pacTtBopoMm coux Mopa A unu B (B 3aBMcHMOCTH OT MacCOBOM
[0 BaHAAHUS), NPHOABAssa ero HeGOJbIIMMH MOPLHAMH H3 MHKPOGIO-
peTKH H OTMedasi MOKasaHusi mpubGopa mnocie Kaxaoro [AoGaBJCHHS
TUTPaHTa (IPY aMIEPOMETPUUECKOM THTPOBAHHM WJIH 110 PE3KOro orT-
KJIOHEHHSI CTPEJKH Tprubopa (NPH MOTEHIHOMETPHUECKOM THTPOBAHHH).

Ilpu BH3yaJIbHOM ONpeJleJIeHHH KOHEYHOH TOYKH THTPOBaHHs K pa-
CTBOPY, TOATOTOBJEHHOMY [Jisi THTPOBaHHs, NpuHGaBAsAT 5—6 Ka-
nmesp pacTBopa GEeHHJIAHTPAHUJIOBOH KHCJIOTHL H THTPYIOT PacTBOPOM
conn Mopa [0 nepexofia BHIIHEBOH OKPAaCKH PAacTBOPa B KeJTo-3€Jle-
HYIO.

Bo Bcex cayuasix npu6GaBieHue pacTBopa cosd Mopa MpOU3BOAAT
U3 MHKPOOIOPETKH HeGOJbHINMH MOPIMSMH, a B KOHIE TUTPOBaHHA —
[0 KanJaM.

34. O6pab6oTka pPe3yAbTaTOB

3.4.1. MaccoByio xoawo Banaaus (X:) B NPOLEHTaX BHIYHCISIOT NO
tdopmyne

V.10
Xr——T ml 0 ,
rae T — MaccoBasi KOHIIEHTPanus pacTBopa coJu Mopa, BHpaxKeHHas
B r'/cM® BaHaHS;
V —o6bpem pacrBopa conu Mopa, COOTBETCTBYIOLIHSi KOHEYHOH
TOYKe THTPOBaHHs, cM?;
m — Macca HaBeCKH NPOOH, T.



C. 7 IOCT 22536.12—88

3.4.2. HopMBI TOYHOCTH H HOPMaTHBH KOHTPOJII TOYHOCTH ompele-
JIeHHsl MacCOBOM 10J/IM BaHaIHsl NPHBELEHH B Tab.1. 1.

4. KYJIOHOMETPHYECKHH METOJ,

41. CymHocTp MeTOJa

Merto ocHOBaH Ha B3aHMOXeHCTBHM BaHafMs (V) ¢ 2/€KTPOXHMH-
YeckH reHepHPOBaHHBIMH HOHaMu xkene3a (II). KoHeyHylo TOYKy THT-
POBaHHSl YCTaHABJHMBAIOT GHaMIepOMETPHUECKH ¢ JABYMsS HOJSPH30-
BAHHBIMH NJATHHOBBIMH 3JI€KTPOLAMH.

42. AnnapaTypa ¥ pPeaKTHBH

Iorennuocrar [1-5827, I1-5848 miu Jo6oit Apyro#, pa6oralolWiuii B
pexiMe 3aJaHHOrO TOKA.

YcraHOBKA AJ/1s1 aME€POMETPHUYECKOTO THTPOBaHHs ¢ ABYMs IOJSA-
PH30BaHHBEIMH HHAMKATODHEIMH 3J1€KTPOAAMHU.

Pa6ouuii reHepaTOpPHbIi 3JIEKTPOJ, — BOJALOPAMOBHI ¢ IIOMAABIO
BHAHMOM moBepxHoctd 1,0—2,0 cm?.

DJIeKTPOJ, BCOMOTaTe/bHBH [JIaTHHOBHIH, miomansio 0,5—1,0 cm2.

HuaukaTopHasi cucreMa: JBa OJMHAKOBHIX IVIATHHOBHIX 3JIEKTPOAA
naouaabio 1 cm2

HcTounuk nanpsixkeHnHsi, ofecneurBalolinfi nojadyy HanpaXeHHs Ha
5J1eKTPOALL He MeHee 100 MB.

Cexkynzomep mo 'OCT 5072—79.

Boabdpam MeTasyinyeckKuil AJsi T€HEPATOPHOTO 3JeKTPoda (UHCTO-
Ta He MeHee 99 %).

Ksacuet xenesoammonufinsie o FOCT 4205—77, pactBop c Mo-
JaspHoit KoHueHTpanuei 0,5 moan/aM3: 240 r xese30aMMOHHAHBIX KBAC-
1oB pactBopsior B 500 cM® BOAbl, OCTOPOXHO mnpHauBaior 100 cm?
CepHO# KHCJIOTHl H HarpeBalT [JO MOJHOTO PacTBOpeHHs coJedi. Pact-
BOP OXJIaXKAAIOT, JOJHBAIOT BOJAOH Ao 1 AM3, TlaTeJIbHO NepeMelHBa-
10T B GUABTPYIOT yepe3 GUILTP cpeAnesi NAOTHOCTH.

AMmmonnit-xkenezo (II) cepHoxucamit (coms Mopa) mo TI'OCT
4208—72, pacTBop ¢ MaccoBoii Koementpauuedi 12 r/am®: 12 r coan
Mopa pacropsitor B 400— 500 cM® BoaH, ocTOpOXHO npHanBaloT 50 cM?
CepHOH KHCJOTHI, OXJIaXkAAaloT, JOJHBAIOT Bojo# no | AM3, mnepemeni-
BaIOT H QUJALTPYIOT yepe3 cyxol DHILTP cpefHel NJIOTHOCTH.

Kucnora cepuas no TOCT 4204—77 uau ['OCT 14262—78, pacTt-
BOP C MOJIIPHOM KOHLEHTpauued skBuBajenta 0,1 moab/ame.

OcraJsibHble peaKTHBE H PacTBOPHL 1o 1. 3.2.

43. [IpoBenenne anajausa

Hasecky cTajiu MM YyryHa B 3aBHCHMOCTH OT MaccoBO#i AOJM Ba-
Hagus (CM. TabJ. 2) pacTBOPAIOT H MOATrOTaBJIHBAIOT PacTBOP K THT-
POBaHHIO 10 MOMEHTA €ro OXJaXAeHus coryacHo m. 3.3.1.

K noayuenHoMy pactBopy mnpuauBaioT 1—2 cM? cosn Mopa.

CrakaH ¢ aHaJH3HpPyeMhIM PacTBOPOM YCTaHaBJAHMBAIOT Ha MemaJ-
Ky, BKJIOUAIOT NepeMemunBanue, npubGasagior 10 cM® pacTBopa Kejeso-



IrOCT 22536.12—88 C. 8

Tabaumwa 2
Maccopas AoJs1 BaHafusA, % Macca HaBeCKH, T Custa reHepaTOpHOTO TOKa, MA
Ot 0,005 no 0,02 BrJIOU. 1,0—-0,5 0,5—2,5
Cs. 002 » 0,06 » 0,5—0,3 1,5—4,0
> 0056 » 025 » 0,2—0,1 2,5—5,0

AMMOHHHAHHX KBaclOB, 10 KanJsMm NpHOaBJAAIOT PacTBOpP MapraHIoBO-
KHCJIOTO KaJIHS 0 YCTOHYMBOH B TeUeHHe | MHH PO30BOH OKPacKH pacr-
Bopa. Uepes 1—2 MuH npuGaBAAIOT 10 KAalJiaM PacTBOP a30THCTOKHC-
JIOTO HATPHUsl IO HOJHOI'O HCYe3HOBEHHs PO30BOH OKPaCKH M HEMEAJEH-
HO 1—2 r MOYeBHHHL.

B crakan omyckaloT reHepaTOpPHBIfi H HHAHKATOPDHHE 3JEKTPOMIH,
HaKJaAbIBalOT Ha HHAMKATODHEIE 3JeKTPOAH HaNpsXkeHHe MOJSpH3a-
pun 50—100 mB. B apyro# crakaH, 3anoJHEHHHA pacTBOPOM CEPHOH
KHCJOTHL ¢ MOJIIPHOM KOHIEHTpaunHeir skBHBajeHTa 0,1 mMoab/nm3,
ONYCKAalOT MJIATHHOBHIA 3JIEKTPOA M 3aMHKAIOT LENb COJIEBHM MOCTH-
KOM, 3aN0JIHEHHBIM DPacTBOPOM CePHO KHCJOTH TOH K€ KOHIEHTPAaIHH.

OTmeqaloT HauaJbHOE NMOJOXKEHHE HHAHKATOPa H3MEPHTEeJbHOro
npubopa (MHKpoaMmnepMeTpa ), BKJAIOYEHHOTO B CHCTEMYy HHAMKAIHH
KOHEUHOH TOYKH THTPOBaHHUs, BKJIOYAIOT OZHOBPEMEHHO reéHepPaTOPHHI
TOK H CeKyHAOMep. DJIEKTPOJH3 BeAyT J[O TeX NOp, MOKa HHAHKATOP
HU3MEPUTENLHOTO NPHOOPAa He HAUHET OTKJAOHATHCA OT NEPBOHAYAJIb-
HOTO NOJIOXeHHs. B 3TOT MOMEHT BHIKJIIOWAIOT F€HEPaTOPHHI TOK, OA-
HOBpPEMEHHO OCTAaHABJHBAIOT CEKYHAOMED H 3alHCHIBAIOT IMOKAa3aHHA
WHAHKaTopa (MHKpoaMmepMeTpa) H BpeMeHH. B Xo/ie THTPOBaHHS KOH-
TPOJIAPYIOT ellle 2—3 pa3a NoKa3aHWA MHAHKAaTOPHOH CHCTEMH, BKJIO-
yasg reHepaTOPHBIA TOK M ceKyHAOMep Ha 3—10 cex u 3amHChiBasy Kax-
IBIf pa3 moKa3aHHUs.

CrpoaT rpadHk 3aBHCHMOCTH NOKa3aHuAi HHIHKATOPHOH CHCTeMH
OT BPEMEHH M HaXONSIT BPeMsl, COOTBETCTBYOLlee KOHEUHON TOUKE THT-
poBanus. OHO OyJeT COOTBETCTBOBATh TOUKe NepeceyeHHss MPFMOJH-
HelHHX yJacTKoB 00enx BeTBell KPUBOM.

44. O6pa6oTKa pe3yabTaToB

4.4.1. MaccoByio poJsio BaHafus (X3) B NPOUEHTax BHYHCIAIOT MO
tdopmyse ®Papajes:

K-1-$100

m ?

1 A
=L. £-0,0005280;
K=" —=0,0005280;

X,=

rae F — uncao ®@apanes (F=96500 Kax);
A — atomnas macca Banamus (A=>50,95 r);
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17— 4HCJI0 3J1eKTPOHOB, YYACTBYIOLIHX B BOCCTAHOBJIEHHH BaHa-
ans (n=1);
I — cuna renepaTopHOro TOKa, A;
{ — BpeMsl, COOTBETCTBYIOIllee KOHEUHOH TOYKe THTPOBAHWU, C;
M — Macca HaBeckH npodH, T.
4.4.2. HopMbl TOYHOCTH U HOPMATHBEI KOHTPOJsSI TOYHOCTH Onpene-
JIeHUA MacCOBOH 10K BaHaAUsS NMpuBegeHbl B TabJr. 1.

HNPHJOXEHHE
Pexomendyemoe

3KCTPAKHHOHHO-®OTOMETPHYECKHN METO ONPENEJ EHHUA
BAHAL NS C B®TA NPH MACCOBOM N OJIE 0,02—0,25 %

I.CymHOCT, MeTOZOA

Meron ocHOBaR Ha 06pasoOBaHMH OKPAUIEHHOro B (HOJETOBHIA IBET KOMILIEKC-
HOTrO coenvHeHus BaHagusa (V) ¢ N-teHui6eH30THAPOKCAMOBON KHCJIOTOH B Pacrso-
pe CONSHOR KHCJOTH C MOJAPHON KOHIEHTpalHell SKBUBaJieHTa 6 moab/IM3, 3KcTpa-
THPOBAHUM ero XJOpo(pOpMOM U USMEDEeHHH ONTHYECKO) IJIOTHOCTH OKDALIeHHOr o
pacTBOpa NpH AJHHe BOAHEL 530 HM.

2. AnnapaTypa M DpeaxkTHBH

Annapatypa ¥ peakTHBH — 0O I. 2.2 HacTOsIIero CraHAapra C JONOJHeHH:-
MIIL

CnexktpodoTOMETD HAH HOTOINEKTPOKOIOPHMETD.

Kucnora consnas no F'OCT 3118—77 uan no TOCT 1426177,

Kucnora cepras mo TOCT 4204—77 wam no T'OCT 14262—78, pas6asienuas

Kucnora azoruas no TOCT 4461-—77 unu no FOCT 11125—84.

Kucnora oprodocopras no TOCT 6552—80.

N-¢penun6ensornapokcaMoBas xuenora (BDPIA), pacrsop ¢ maccoBof KOHIeH-
Tpanreit 2 r/aM® B xaopodopme.

Awmmuax soaunit no TOCT 3760—79.

Xaopodopm no F'OCT 20015—84.

Kaauit maprasuoBoxucabii mo ['OCT 20490—75, pacTBop ¢ MacCOBO# KOHUeH-
Tpanuest 0,3 r/nm3.

Ammonnit BanazneBokucabi Mera o IOCT 9336—75.

Crarpaprable pacTBopsl BaHafusd A u B roToBsT Kak NpHBELEHO B I 2.2 HACTOA-
Llero crangapra,

JKeneso kap6oHHIbHOE pagHoTexHuteckoe no [OCT 13610—79.

3. IIlpoBexpeHne aHanmu3a

3.1. Hagecky cTtaju uiau uyryHa Maccoit 0,5 r (mpm maccosoii Joje BaHaqus
0,02—0,1 %) mam 0,25 r (mpum MaccoBoi gone saHagusa 0,1—0,25 %) noMemamor B
CTaKaH BMecTHMOCTbIO 200 cm3, mpubasasior 30 cM® cepuoii kucaorTH (1:4), 5 cm?
oprodochopHOll KHCHOTE H PaCTBOPSAIOT IPH YMEPEHHOM HarpeBaHHHK.

Tlocne MONHOrO PAacTBOPEHHs HAaBeCKH NPHJIMBAIOT 10 Kal/fAM a30THYI0 KHCJIO-
Ty A0 TpEKpalleHHs BCIEHHBaHHA pacTBopa. PacTBOp BHOapHBalOT A0 IOSBJEHHS
nIapoB cepHOM KECJIOTEH. OOGMEIBAIOT CTEHKH CTaKaHa BOAOK M BHOBbL BHIIADHBAIOT AC
TOSIBJICHUsI TApoOB cepHOM KucaoTH, Couu pacTBopsior B 20 ¢M3 BOAW Npu HArpe-
BaHMH, OXJaXJal0T H NEPeBOAAT B MEPHYI Koa6Gy BMecTHMocThio 100 cM3, moauBa-
10T 0 METKH BOJOH H NepeMelllHBAIOT. B crydae aHaausa uyrysa pactsop QHIBTPYOT
Ha QUABLTP CpeAHedl IVIOTHOCTH H IPOMHBAIOT OCaflOK 5—6 pas ropsiuelt BoxoOM, co-
6upas GHALTPAT H NPOMHBHEIE BOLH B MEPHYI0 KOA6y BMecTHMocTbio 100 cmi.
®uabTp ¢ 0CAAKOM OTOPACHIBAIOT.

AspkBOTHYIO Yacth pacTBopa 15 cM® moMemaloT B ASJHTENbHYI0 BODOHKY BMec-
THMOCThI0 100 cM3, moc/lefoBaTelibHO NpH NepeMeMIHBaHMM mNpHOGABJAAIOT PacTBOp

1:4.
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MapraHilOBOKHCIIOrO Kallusi 1O NOSIBAEHHSA YCTORUMBOA PO30BO& oKpacku ¥ 3—4 Kamiu
B M30BITOK, BHIEPXKHBAIOT B TeueHHe | MHH, mpubasiasioT 15 cM? pactBOpa constHOA
kucaore, 10 cM® pacrBopa BOTA B xsopodopMe M BCTPSXHBAIOT B TedeHue | MHH.

Xnopod)OpMEHHHA SKCTPAKT CJAMBAIOT B MEPHYIO KOJ6Y BMecTHMOCThIo 25 cM3.
K pactBopy B ZeinreabHOR BOPOHKe npuGasaamior 5 cM® pactsopa BOTA B xs0po-
¢dopme u BerpsixuBaloT B TeuenHe 30 c. IlTosydennbie sKCTpakTH OGbeAHHAIOT, MOJH-
BAXOT XJOpODOPMOM L0 METKH, MepeMellUBalOT H uepes 1 gac M3MEPHIOT ONTHYECKYIO
NIOTHOCTL PACTBOPOB Ha CNEKTPOGOTOMETPe NpH ZJjuHe Boanw 530 HM HiH Ha ¢o-
TOSJEKTPOKOJOPUMETPe €O CBeTOQUNLTPOM, HMelowuM 06/1aCTh NPONYCKaHHA B HH-
TepBaile Aaun BoaH 500—560 M. B KauecTBe pacTBOpa CpaBHEHHs HCIOJB3YIOT XJO-

odopm.
P d)l?esynbram aHadH3a BHYHCJIAOT [0 IPALyHPOBOYHOMY TrpaduKy HIH METOAOM
CPaBHEHHS CO CTaHIZAPTHHIM 06pa3noM, GJAH3KHM 0O COCTABY K aHAJH3HPYeMok mpo-
6e n NPOBCICHHBIM Hepe3 BCe CTAAHM aHaJsu3a.

W3 3naueHuss ONTHYECKOM NMJOTHOCTH KaXJOro aHaIM3NPYeMOro pacTsopa BH-
YHUTAIOT 3HAUYEHHE ONTHYECKOH NJIOTHOCTH KOHTPOJBHOrO OIIBITA,

3.2. Hocrpoenue epadyupogounozo epagpura

B mwecTh crakaHos BMectHMOCTBIO 200 cm® nomemanor 0,5 mau 0,25 r kapGOHHIb-
HOTO Keje3a (B 3aBHCHMOCTH OT Hapecku npobu). B mate ms Hux npummBaior 0.5;
1,0; 3,0; 50 u 7,0 cM® crasgapTHoro pactBopa B, uro coorserctsyer 0,00005;
0,00010; 0,00030; 0,00050; 0,00070 r sanagmsa, Illecroft cTakan CAYXHT AJaa IpoBe-
IE€HHS KOHTPOJILHOIO ONBTa., Bo Bce craka®m npuimBaior mo 30 cM® CcepHON KHCIO-
tH (1:4), 5 cM® oprodochopHOE KHCAOTH M PACTBOPAIOT XKeNe30 INPH YMEPEHHOM
HarpesaHuu. [{allee mocTynaloT, Kak MPEBEAEHO B I 3.

Tlo HafileHHEIM 3HAYEHHsIM ONTHYECKOH INVIOTHOCTH H COOTBETCTBYIOLIHM HM 3Ha-
4eHHAM MacCH BaHAAHA CTPOAT rpaiynpoBOouHHf rpaduk, Jonyckaerca nocrpoerue
IPaZyHpPOBOYHOr0 rpadMka B KOOpAHHATaX: ONTHUECKAas INIOTHOCTb ~— Maccosas A0-
Jf BaHaLUs.

4, O6paboTKa pe3yabTaToB

4.1. Maccosyio nomo Banagus (X,) B npoueHTax BHYHCASKT mo dopmyie

X, ma100

m 2
rpe m;-—mMacca BaHaAus B aHAJH3HpyeMo#f mpole, HalifieHHAsT N0 TpagyHPOBOYHOMY
rpaduKy, r;
m — Macca HaBeCKH npobH, T.
4.2. Hopmbl TOYHOCTH M HODMATHBHl KOHTPOJA TOYHOCTH ONpeneNeHus MaccoBO#
{lONM BaHANVs NPUBENEHH B TabJa, 1.
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