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5 B3AMEH I'OCT 14657.13—78
6 INIEPEU3TAHWE

Hacrogumii crangapr He MOXeT OBITh IMOJIHOCTHIO WIM YaCTUYHO BOCIPOM3BENCH, TUPAXUPOBAH U

pacnpoCcTpaHeH B Ka4ecTBe O(PMUHMATLHOrO U3aHMg Ha Tepputopuu Poccuiickoit ®enepaiumn 6e3 paspe-
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T'OCT 14657.13—96
(UCO 9208—389)

MEXTOCYIZIAPCTUBEHHUB 1 CTAHIAPT

BOKCHUT

Metoam onpeneienus oxcnaa sanamas (V)

Bauxite. Methods for determination of vanadium oxide (V) content

Jlara seenenna 1999—01—01

1 Ha3nayenue m 00J1aCTh MpHMeHEHHS

Hacrosumii cTaHIapT pacipoCTpaHseTcd Ha GOKCUT M YCTAHABIMBAET METOMIBI ONPEAE/ICHUS OKCHIA

BaHaOUA:

doromerprueckuii ¢ BOTA — npu MaccoBoii none okcuna BaHaaus ot 0,005 % mo 0,5 %,
doromeTpuueckuii HochopHOBOILGPAMATHBIIT — NMPU MAaCCOBOM one okcuna BaHagus ot 0,04 % no

0,5 %,

aTOMHO-aGCOPOIIMOHHBIN — NMPH MaccoBOil nojie okcuaa BaHamus ot 0,05 % o 0,5 %;
doromerpuueckuiit ¢ BOI'A — npu MaccoBoit none okcuma BaHamust or 0,005 % mo 0,4 % mo

HMCO 9208, npuBeneH B MPUIOKEHHH A.

2 HopmaTuBHBIE CCBLIKM

B HaCTOSIIIEM CTAHIAPTE MCIONB30BAHBI CCBUIKM HA CHICAYIOIHE CTAHAAPTHL:

T'OCT 83—79 Hartpmii yrnekucnbiii. TeXHUUECKUE YCIOBUS

T'OCT 804—93 Maruwii mepBHYHBIH B UylKaX. TeXHUYECKUE YCITOBHSA

T'OCT 3118—77 Kucnora consgHass. TeXHNIECKHE YCIOBHS

T'OCT 4197—74 Harpwmii a30TUCTOKMCIHBINA. TeXHUUECKUE YCIOBUS

T'OCT 4204—77 Kucnota cepHas. TeXHHUECKHUE YCIOBUSI

T'OCT 4328—77 Harpust THApOOKUCH. TeXHUYECKUE YCIOBUS

T'OCT 4461—77 Kucnora asotHast. TeXHUYECKHE YCIOBHS

T'OCT 4530—76 Kanbumii yraekucusiii. TeXHHIeCKHEe YCIOBUA

T'OCT 5457—75 AueTuneH pacTBOPECHHBII M Ta3000pa3Hblii TeXHUYECKHIL. TEXHHUECKHE YCIIOBHS
T'OCT 6552—80 Kucnora oprodochopHast. TeXHHIECKHE YCIOBHUS

T'OCT 7172—76 Kanuii mupocepHOKUCHBI. TeXHHYeCKHe YCAOBUS

T'OCT 9336—75 AMMOHMII BaHAAHCBOKHMCIBIA MeTa. TeXHUUECKHE YCIOBUS

T'OCT 10929—76 Bomopona nepokcun,. TexHUYECKHe YCIOBUS

T'OCT 11069—74 AmoMunuii nepBUYHBIL. Mapku

T'OCT 14657.0—96 (MCO 8558—85) Bokcur. Ob1mue TpeGoBaHMS K METONAM XUMHYECKOrO aHaIH3a
TOCT 14657.12—96 Boxcut. MeToas! onpeaencHus okcuna xpoma (I11)

T'OCT 18289—78 Harpuii BombthpaMOBOKHCIbIN 2-BONHBI. TeXHMYECKHE YCAOBHA

T'OCT 19807—91 TwutaH u cIuiaBsl TUTAHOBLIE AedhopMupyeMble. Mapku

T'OCT 20490—75 Kanuii MapraHIIOBOKUCBINH. TEXHHYECKHE YCIOBUS

3 O0mmue TpeboBaHus

Oo1me TpeGoBaHus K MeTomaM aHanuza — no N'OCT 14657.0.

WN3nanne opummamsnoe

1
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4 @oroMeTpHUIeCKHii MeTO

MeTon ocHOBaH Ha O0pPa30BAHHHM B CEPHOKMCJIOM PAaCcTBOPE OKPALICHHOTO B (DMONETOBBIM IIBET
KoMIUIeKCHOro coemuueHusa BaHamusa (V) ¢ N-Genzomn-N-dpenmwmuapoxcmwiamuaom (BOIA), kotopoe
SKCTPArupyoT xjaopoopMoM.

4.1 AnmapaTtypa, pPeakTUBB UM PacTBOPH

CnekrpodoromMerp Wim GHOTONEKTPOKOTOPUMETP.

Kucnora comauas nmo I'OCT 3118.

Kucnora cepras mo I'OCT 4204, pacteop 1:1 ¥ pacTBOp ¢ MOJSIPHOIN KOHIIEHTpAlIMEeH SKBUBAJICHTA
8 mMomb/aM3,

N-6en30m1-N-GheHIWITHAPOKCHIAMHH, PacTBOP ¢ MaccoBoii poneii 0,1 % B xmopodopme.

Kamit mapraruosokucierii mo I'OCT 20490, pactBop ¢ Maccooii moneit 0,6 %.

Hatpusa runpokcun mo TOCT 4328, pactBop ¢ MaccoBoit poneit 5 %.

Bonopona nepokcun o 'OCT 10929, pactsop ¢ Maccosoi moneit 1 %.

XnopodopM.

WNunukaTopHast GyMara KOHTO.

BaHanus MSTUOKKCH.

CraHoapTHBIE paCTBOPHI BAHAIUA.

PactBop A: 0,2500 r maTuokucH BaHAmMs, TIPEIBAPUTENBHO MPOKaJIeHHOM nipu TeMmepatype 500 °C
M OXJAXIECHHOH B 3KCHKATOPE, PACTBOPSIOT B 8 cM? pacTBOpa TMAPOKCHIA HATpHs, 3aTeM PacTBOp MOI-
kucnstior 10 cM? pacTBopa cepHO# KucioTsl 1:1, mepenupaloT B MepHyI0 Koy BMecTUMOCThI0 1000 cm?,
JIOJIUBAIOT BOMOM IO METKH M TEPEMEIINBAIOT.

1 cm? pactBOpa A comepxur 0,00025 r okcuza Banamus (V).

PactBop B: mumetkoii otéupaioTr 20 cM> pacTBopa A B MepHyIO Kou0y BMecTUMOCThIO 500 cM3,
JOJIUBAIOT BOMOM 1O METKU M TIEPEMEIINBAIOT.

1 cm? pactBOpa B comepxur 0,00001 T okcuna Banazus (V).

PacTBOp TOTOBAT TEpen YIOTPEOICHHEM.

42 TMIpoBeneHUuEe aHaIu3a

4.2.1 B menMTENBHYI0O BOPOHKY BMECTMMOCTBIO 250 cM> OTOMpAIOT MUMETKOH B 3aBUCHMOCTH OT
MaccoBoii nomu BaHamusa 2—50 cM3 pacTsopa, mpurotosieHHoro nmo I'OCT 14657.12, ¥ OCTOPOXHO IO
KaIUIsiM HEUTPANTU3YIOT pPaCTBOP PACTBOPOM CEPHOM KUCIOTHL 1:1 B puCyTCTBUM OyMaru KOHro. K pactBopy
npwimBaioT 17,0 cM® pacteopa cepHOit KucToTH 1:1, Bomel 1o o6beMa 70 cM? M U1 OKMCIIGHUS BaHAIUS
IO KaIUIIM PacTBOP MApTaHIIOBOKUCIIOTO KaJIHS IO YCTOMUMBOM PO30OBOi OKPACKH.

Yepes 5 MMH B Je/IUTe/IbHYIO BOPOHKY mpwiBaloT 10 cm? pacteopa N-6eH30m1-N-(peHIITHIpOKCHa-
MUHa, 3aTeM 32 ¢M> CONAHOM KUCTOTh. COMHYIO KMCIOTY MPWIMBAIOT HEMOCPEACTBEHHO Nepe] SKCTPaKIMeH
LIBETHOTO KOMITIEKCa. [T03TOMY peakTHB M COJIIHYIO KMCIOTY NMPHIMBAIOT BHAYaJle TOJMBKO B OJMH PacTBOP M
3aTeM Cpasy SKCTparupyior. PacTBop BCTpsixuBaloT 1 MHH M TOCTe pasgencHHs ¢a3 CaMBaloT XIopo(popMHYIO
(asy B CyXylo MEPHYIO KOJIOy BMECTUMOCTEIO 50 ¢M?, He IoMycKast MOMafaHus BOTHO# (a3bl.

Bkcrparnpopanue noeropsior ¢ 10 cM? xnopodopMa, cimBas xopodopMHyIo (asy B Ty XK€ MEPHYIO
KOMOy. DKCTPaKT B MEPHOI K0JI6€ IOMMBAIOT 10 METKH XJIOPO(HOPMOM H MEepeMEIIHBAIOT.

Ecnu B npo6e conepXUTCA XpOM B KOTHMUYECTBE, MPEBBIIIAIONIEM coaepXaHie BaHaaug B 10 pas, uyro
3aMETHO MO KOPUYHEBO#H OKpacke XJIOPOGOPMHBIX SKCTPAKTOB, TO €ro Mepel OKHCIACHHEM BaHAIHS
BOCCTAHABJIMBAIOT B CEPHOKUCIION cpeae, mpuiuBas (0,5 ¢CM° MEPOKCHAA BOOOPOIA.

OnTHYECKYIO IVIOTHOCTH PACTBOPA H3MEPSIOT Ha POTOIIEKTPOKOIOPHMETPE WIH CIIEKTPO(GOTOMETPE,
YUMTBIBASA, YTO MAKCUMYM CBETOTIOTJIONICHUS PACTBOPOB COOTBETCTBYET IUIMHE BOJHEL 526 HM.

PacTBOpOM CpaBHEHMSI CIIyXHT XJIOPO(DOPM.

OnHOBpEMEHHO Yepe3 BCEe CTAMU aHAIM3a MIPOBOIAT KOHTPOJIBHBIM OIIBIT.

ITo onTHyeckoi TIOTHOCTH HMCIBITYEMOTO PACTBOPA ¢ YUETOM KOHTPOJBHOTO OINBITA ONPEACIISIOT
Maccy okcuna BaHaaus (V) mo rpamyHpOBOYHOMY TpadHKy.

4.2.2 JInd mOCTpOeHHUs1 TpagyMpOBOYHOrO rpadyka B IeAUTENHHBIE BOPOHKH BMECTHMOCTBHIO IO
250 cM? xaxmag w3 MukpoGiopetku npwmsalor 0; 1,0; 2,0; 3,0; 4,0; 5,0 cM? cranzapTHOTO pacTBopa B,
yto cootBerctByeT 0; 0,00001; 0,00002; 0,00003; 0,00004; 0,00005 r okcuna BaHamusa (V). B kaxmyio
JENNTENbHYIO BOPOHKY MpuimBaioT no 17,0 cm? pactBopa cepHoii kucnotst 1:1, Bomsl 1o 06bema 70 cM> u
Jajiee aHAIM3 MPONOJIKAIOT, KaK yKa3aHo B 4.2.1.

PacTBOpOM CpaBHEHHUS CIIyXUT pacTBOP, B KOTOPHIii BaHAIHii He 1OGABIISIIN.

ITo nonyyeHHOIT ONTHYECKO# THIOTHOCTH PACTBOPOB M H3BECTHBIM MaccaM OKcHIa Bananus (V) cTposr
TPagyHpPOBOYHBIH TpadHK.

43 O6paboTKka pe3ynbTaToOB

4.3.1 Maccoyio nomo okcuna Banamus (V) X, %, BHIYHCILIOT 110 (pOpMyJie
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_my- V100
X==—,

Toe m; — Macca okcunaa BaHagud (V),HaliieHHas MO TPagyupoOBOYHOMY rpaduky,T;

V — obwmuii 06beM pacTsopa,cM>;

¥, — 06beM alMKBOTHOM YacTH PacTBOpa,CcM?;

m — Macca HaBeCKM OOKCHTA,T.

4.3.2 PesynbTaThl aHaIM3a PACCUMTHIBAIOT OO UETBEPTOTO M OKPYIJISIOT A0 TPETHETO HECITHYHOTO
3HAKa MPH MaccoBoii gojie okcuna BaHagust (V) ot 0,005 % mo 0,050 % BKIIOUMTENBHO M PACCUMTHIBAIOT
IO TPETBHETO U OKPYIJISIIOT JO BTOPOTO ACCATHYHOTO 3HAKa MPU MaCcCOBOM 10jie okcuaa BaHaaus (V) CBBILIE
0,05 %.

4.3.3 JlomycKaeMoe pacxOXICHUE pe3yabTaTOB MapaUIeIbHBIX OMPEAeNiCHHI U pe3yIbTaTOB aHaIn3a
HE JOJDKHO MPEBBIIATH 3HAYCHUS, YKA3aHHOTO B Tadmie 1.

Taobnuma 1

Jlomyckaemoe pacxoxzaenue, % aoc.
Maccosast mons okcuzna BaHazus (V),%
CxommmMocTh BoCIpon3BOIMMOCTD
Ot 0,005 mo 0,010 BxmIOU. 0,002 0,003
Cs. 0,010 » 0,050 » 0,004 0,006
» 0,05 » 0,20 » 0,01 0,02
» 0,20 » 0,50 » 0,03 0,04

5 ®oromerpuueckuii pochopHoBOILPpaMATHBIH MeTO

Merton OCHOBaH Ha 00pa30BaHUM OKPAIIEHHOTO B 3¢IEHOBATO-KEITHIH LIBET KOMIUIEKCHOTO COEMH-
HeHuA BaHanus ¢ HGochopHOBOIBGPAMOBOI KUCIOTOM M U3MEPEHHUH ONITHUECKOM TNIOTHOCTH PacTBOpa MpH
nmuHe BomHBL 400 HM.

51 Anmapatypa, peakTHUBB M pPacTBOPH

DoTOREKTPOKOTIOPUMETP WM CITEKTPOGHOTOMETP.

Kucnora cepras mo TOCT 4204, pactsop 1:6.

Kucnora oprodochopras mo F'OCT 6552, pactsop 1:2.

Kwucnora azornas mo TOCT 4461.

Bonmopona nepokcun o 'OCT 10929, pacTBop ¢ MaccoBoi goneit 3 %.

Kammit maprarmopokucnsii mo FT'OCT 20490, pacrsop ¢ MaccoBoii noneit 4 %.

Hatpusa runpokcun mo TOCT 4328, pactBop ¢ MaccoBoit goneit 5 %.

Harpuii azorucrokucmetii mo T'OCT 4197, pacteop ¢ maccosoit goneii 0,1 %.

Harpuii BomsdpamoBokucieiii mo F'OCT 18289, pacteop ¢ maccoBoii goneit 10 %.

MeTHnoBBIiT OPaHXKEBBIH, PaCTBOP ¢ MaccoBou moneit 1 %.

AMMOHMIT BaHamueBoKHUCbIi MeTa mo T'OCT 9336.

CraHpmapTHBIe pacTBOPHI BaHAIMA.

Pacteop A: 1,2863 r BaHagaTa aMMOHHS PaCTBOPSIOT B BOJE, comepKalleii 20 cM> a30THO# KMCIOTHI,
B MEpPHOI1 K0JIGe BMeCTHMOCTBIO 1000 ¢M>, IOMMBAIOT BONOI O METKH M NMEPEMEILHBAIOT.

1 cM? pactBopa A comepxur 0,001 r okcuna BaHamust (V).

Pacteop B: 25 cM? pacTBopa A nepeHOCAT B MEPHYIO KOJIGY BMECTHMOCTBIO 250 ¢M3, I0/IMBAIOT BOTOIH
JI0 METKH U TepeMEeILHBaIOT.

1 cm? pacteopa B comepxur 0,0001 r okcuna sanaaus (V).

PacTBOp roTOBAT Mepen MpUMEHEHHEM.

52 IIpoBeneHue aHanM3a

5.2.1 B MepHyI0 KONGY BMECTHMOCTEIO 50 cM3 B 3aBMCMMOCTH OT MacCOBO# O BaHAIUA OTOMpPaIOT
nuneTkoi 25—50 cm? pactBopa, mpurorosaeHHoro no FOCT 14657.12, 0CTOPOXHO 1O KArIsM HeHTpaH-
3YI0T pacTBOP PACTBOPOM CEPHOM KUCIOTHL B MPUCYTCTBUH METHIIOBOTO OPAHXXEBOTO U MPWINBAIOT U30BITOK
ee 3 cM3. IMpwmBator 0,5 ¢cM3 MEpOKCHIA BOAOPOIA M TIEPEMEIIUBAIOT JO MCYC3HOBEHUA CHHEH OKPACKU
HaIXpPOMOBO#M KHMCHOTHL. I OKUC/IEHMS BaHAAMS TPHIMBAIOT MO KaIUIIM PacTBOP MapraHIIOBOKHMCJIOTO
KajJiugd IO YCTOMYMBOH PO30BOM OKPAacKu pacTBopa. Yepe3 2—3 MMH NMPUIMBAIOT MO KAIUISIM TP TiepeMe-
LUMBAHUHU PACTBOP A30THCTOKMCJIOTO HATPHS 10 0OECIBEYMBAHMS PACTBOPA.

3aTeM MPWIMBAIOT 2 CM> pacTBopa opTodochOPHOI KHCIOTHL, 2 CM> PacTBOPa BOMLHPAMOBOKHCIIOTO
HaTpus, pa30aBIIOT BONOI 10 METKH M IEPEMEIHBAIOT.

Yepes 20 MMH U3MEPSIOT ONTHYECCKYIO INIOTHOCTh PACTBOPA Ha (POTOSJICKTPOKOJIOPUMETPE HIH CIEK-
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TpOo(hOTOMETPE, YIMTHIBASI, YTO MAKCUMYM CBETOMOIJIOIIEHUSI PACTBOPOB COOTBETCTBYET IJIMHE BOJHBI
400 uM.

PacTBOpOM CpaBHEHMSI CIYXKMT PACTBOP KOHTPOJBHOTO OIBITA, MPOBEICHHBINH 4epe3 BCE CTaaUM
aHamM3a.

Maccy okcuaa BaHAIUS HaxoHAT 1O TPaayMpPOBOYHOMY IpadhuKy.

5.2.2 JIasa TOCTPOEHMS TIpadyMpOBOYHOTO TpadUKa B CEMb MEPHBIX KOO BMECTHMOCTBIO S50 cm3
kaxnas npwmsawor 0; 1,0; 2,0; 3,0; 4,0; 5,0 u 6,0 cM? cranmaprHoro pacteopa B, uTo coorsercTByer 0;
0,0001; 0,0002; 0,0003; 0,0004; 0,0005 u 0,0006 r okcuna BaHamusA. B Kaxmylo M3 KOJO IMPWIHBAIOT IO
3 cM? pacTBOpa CEPHOM KMCIOTH, 2 cM® pacTBOpa opTodochOPHON KHCIOTHL M Aajiee aHATH3 TPOIOJIKAIOT,
KaK yka3aHo B 5.2.1.

PacTBOPOM CpPaBHEHMSA CIIYXKUT pPacTBOP, B KOTOPBIM BaHAIWI HE NTOOABIISIIN.

Io noxy4yeHHO ONTUYECKO¥ TIOTHOCTH PACTBOPOB M COOTBETCTBYIOIINM UM MacCaM OKCHIA BAHAIUS
CTPOSIT TPagyUPOBOYHBINA rpaduK.

53 06paboTKa pe3yabTaToOB

5.3.1 MaccoByio nojo okcuaa BaHagus X, %, BEUHCIAIOT MO GHopMyie

m, - V- 100
m-v, ’

Toe m; — Macca OKCHIA BaHAIWS, HAWICHHAS MO TPALyHpPOBOYHOMY rpaduKy,T;
¥V, — 00beM aJIMKBOTHOI 4aCTH pacTBOpa,cM>;
V— obummit 06neM pacTBopa,cM>;
m — Macca HaBeCKU OOKCUTa,T.
5.3.2 Pacuer pe3yiabpTaToB aHanm3a — 1o 4.3.2.
5.3.3 [omyckaemMoe pacXOXACHHUE Pe3yJbTaTOB MapayUIeSIbHBIX ONPENCICHUI U pe3yIbTaTOB aHaIM3a —
o 4.3.3.

X=

6 ATomMHO-20COPOIHOHHBIH METOT

Meron OCHOBaH Ha PA3OXEHMM MPOOBI CIUIABIEHHMEM C KapOOHAaTOM M TeTpaboparoM HaTpus,
BBILLIENAYMBAHUH TIIABA B COMISTHOM KUCIOTE M U3MEPEHUM aTOMHOI abCcopOIMu BaHAOUSA B CTEXMOMETPH-
YECKOM TJIAMEHU aLETWIEH — 3aKUCh a30Ta MPH [UIMHE BOTHEI 318,4 HM.

6.1 AmmapaTtypa, peakKTHBH H pPacTBOPH

CnekTpoMeTp aTOMHO-a0COPOLIMOHHEIN CO BCEMU TMPHHAIJICXKHOCTIMH M MCTOUHHKOM M3TYyUYCHHS
IUTSL BAHAIMSL.

AlLleTHIeH paCTBOPEHHBIN ra3000pa3Hbiii TexHuueckuii mo NOCT 5457.

3akuch azora.

Kucnora conmsnas mo 'OCT 3118 u pacteop 1:1.

Hatpwuii yrnekucistii 6e3ponnbiii mo 'OCT 83.

Kaymuit mupoceprokucsiii mo NOCT 7172.

Amomunuit Mapku A995 o F'OCT 11069, cTpyXka; CTpYXKY OYHILIAIOT B ALIETOHE, 3aTEM BBICYIIH-
BalOT B CyUIMIbHOM mikagy npu 100 °C B TeyeHHe 3—5 MMH M OXJIAXAAIOT B 9KCHKATOPE.

XKerne3o kapOGOHUIBHOE.

Marnuit mo F'OCT 804.

Turan Metautnueckuii mo F'OCT 19807.

Kanpumii yraekucnsnii o F'OCT 4530.

AMMOHMIT BaHanueBoKHUCBIH MeTa mo TOCT 9336.

CraHgapTHbii pacTeop BaHagus: 0,1608 r BAHAIHEBOKMCIOTO aMMOHHs pacTBopsioT B 20 c¢M3 pac-
TBOpa COJSHON KUCHOTHI mpu HarpeBanuu. [locne oxaxmeHWS pacTBOp TEPEBONAT B MEPHYIO KOJIOY
BMECTMMOCTBIO 250 cM3, pa36ariIgIoT BOmO# 0 METKH H NEPEeMELIMBAIOT.

1 cM? pactBopa conepxut 0,0005 r okcuna BaHamu4 (V).

PactBop-don I': 60 r yraekucmoro HaTpusa U 20 r MHMPOCEPHOKHUCIOTO Kaius IMOMENIAIOT B
CTaKaH BMeCTHMOCTBIO 500 cM3, pacTBOPAIOT B BoAE, MOAKUCICHHON HECKOALKUMHU KAIUISIMHU COJMA-
HOM KHCJIOTHI, IEPEHOCHAT B MEPHYIO KOOy BMECTHMOCTHIO 1000 cM3, TONMMBAIOT BOAOH A0 METKH H
nepeMe LMBAIoT.

PactBop-don M: 2,7 r amomunus, 1,8 r xene3a, 0,05 r marumng u 0,4 r© YIJICKHCIOrO KaJbIUS
MOMEILIAIOT B CTaKaH BMecTHMOCTHIO 400 cM?, pactBopsior B 70 cM® pacTBOpa COJISIHOH KHCJIOTHI TIPH
Harpesanuu. OTIeNbHO NpM HarpesaHum pacTBopsioT 0,1 r Meraumyeckoro TuTaHa B 20 cM? pacTeopa
COJISIHOM KHUCJIOTBI M MPWJIMBAIOT K PacTBOpY, COAEpXKALIEMy AMIOMUHMM, XEJ€30, MArHUA Y KAJIbLMIA.
TMony4eHHbIHA PACTBOP MEPEHOCAT B MEPHYIO KOJIGY BMECTHMOCTBIO 250 ¢M3, IOMMBAIOT 0 METKH PACTBOPOM
COJITHOM KHUCJIOTH H TICPEMEIIIMBAIOT.
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6.2 MlpoBeneHue aHaxM3a

6.2.1 Onpedenenue maccogoli 0oau okcuda 6aHAOUL C HOMOWDIO 2PAOYUPOBOHHOZ0 2paduKa

6.2.1.1 [ns aHanu3a HCTIONB3YIOT PACTBOP MPOOH! M PACTBOP KOHTPOJBHOTO OIBITA, IPHTOTOBIEHHBIE
mo FT'OCT 14657.12, 5.2.1.1.

M3MepsioT aToMHYI0 a0COpOLMIO BAHAIMS B PACTBOPE MPOOHI MAPAJUIENIBHO ¢ PACTBOPAMH IJIST TIOCTPO-
€HUSI TPaIyMpOBOYHOTO rpahrKa ¥ KOHTPOJIBHOTO OIBITA B CTEXHOMETPHIECKOM TJIAMEHH ALIETHJICH — 3aKHMCh
a30Ta NpH IIMHE BOJHBL 318,4 HM NpH IECATHKPATHOM YBEJIHUEHHH CHTHAJIA.

Maccy okcuna BaHamus HAXOAAT IO TPAAyHPOBOYHOMY TpadHKy, YUHTHIBAS TTONPABKY KOHTPOJIBHOTO OTIBITA.

6.2.1.2 JIng moCTpOeHHUs TPagyMpOBOYHOTO TpadUKa B LIECTH MEPHBIX KOG BMECTHMOCTHIO 250 cM3
Kaxmas oTOMpaloT no 25 cm? pacteopa-dona JI, mo 50 cm> pactopa-dona I' u nobasmsior 0; 1,0; 2,0; 4,0;
6,0; 10 cM? crarmaprHOTO pacTBOpa, uTO cootercTBYyeT 0; 0,0005; 0,001; 0,002; 0,003; 0,005 T okcHAa
BaHagus (V). Konbsl nonmBaoT BoIoi 10 METKH U MIEPEMELLHBAIOT.

M3MepsioT aTOMHYI0 a6COpOIHIO BAHAIHSA B PACTBOPAX VIS MOCTPOCHUS TPAXyHPOBOYHOTO Tpathuka
HEMOCPEACTBEHHO A0 M MOCJIE U3MEPEHMSI aTOMHO# abCcopOLMM BaHaaus B pacTBope npoobl. W3 3HaueHwuit
aTOMHOI a6copOIMMU PaCTBOPOB WIS IIOCTPOSHHS TPATyHPOBOYHOTO rpahMKa BEIYHTAIOT 3HAYCHHE aTOMHOM
abcopOLMU pacTBOpa, HE CONEPXKAIIETO CTAHAAPTHHIM PACTBOP BAaHANMS, H ITO TIOYYCHHBIM 3HAYCHUSIM U
COOTBETCTBYIOLIMM MM MAaccaM OKCHIA BaHAOMS CTPOST TPAagyMpPOBOUYHBII rpaduk.

6.2.2 Onpedesenue maccoou 00au 0Kcuda 8aHaAOUs Memooom 006a6ok

6.2.2.1 JIns aHamu3a UCIIONB3YIOT PACTBOP MPOGHI H PACTBOP KOHTPOJILHOTO OMbITA, IIPUTOTOBICHHBIE
mo 'OCT 14657.12, 5.2.2.1.

B 3aBUCHMOCTH OT MacCOBOM JOJM OKCHIA BaHAIHS B COOTBETCTBHH C TaOjMIIEiH 2 OTOMPAIOT MATH
OIVHAKOBBIX ATMKBOTHBIX YACTEI MCIBITYEMOTO PACTBOPA U MEPEHOCHT B MATh MEPHBIX KOJI0 BMECTUMOCTBIO
50 cM® kaxzmag. Bo Bce KonObl, KpoMe MepBoil, HOGABIAIOT cOOTBeTCTBeHHO 2,0; 4,0; 10,0 m 20,0 cm3
pactBopa B, uto coctasnser 0,00001; 0,00002; 0,00005 u 0,0001 r okcuna BaHagus (V). KonOsl sonusaior
BOZIOU 10 METKM U TEPEeMEIINBAIOT.

PacTBOp KOHTPOABHOTO OMBITAa Pa36aBAIOT AHAJIOTHYHO PacTBOPY MPOOLI 6e3 100aBACHUS CTaHIAPT-
HOTO PacTBOpa BaHAIMSL.

Ta6bnuma 2

MaccoBast 1onis1 OKcHza BaHanws, % OO6BbeM aNHKBOTHOI qacm,ch
0,05—0,2 20
0,2—0,4 10
0,4—0,5 5

W3MepsioT aTOMHYI0 abCOpOLMIO MATH PacTBOPOB MPOOBI MAPAJUIENIBHO € PaCTBOPOM KOHTPOJIBHOTO
OIBITA B CTEXMOMETPHYECKOM TVIAMEHHU aLIETHJIEH — 3aKWCh a30Ta NIPH JyIMHE BONMHBL 318,4 M. U3 3HaueHuit
aTOMHOI a6COpPOIIMU paCTBOPOB MPOOHI BEIYKUTAIOT aTOMHYIO a0COPOIMIO PacTBOpa KOHTPOJIBHOTO OMbBITA.

3ateM CTposT TpaduK 3aBUCHMOCTH aTOMHOM aGCOpPOIIMH TATH paCTBOPOB MPOOBI OT MacChl 106aB-
JICHHOTO OKcHOa BaHamus. [1oiaydeHHyI0 TpSIMyI0 SKCTPANIONUPYIOT A0 TIEPECEUCHUS ¢ OChI0 abCLMCC.
OTpe30oK, OTCEYSHHBIN HA 3TOM OCH, PABEH MACCE OKCHIA BAHAIMS B PACTBOPE MPOOHL.

6.3 O6paboTkKa pe3yaAbTAaTOB

6.3.1 Maccosyio nomo okcuaa Bananust (V) X, %, npu onpeaeacHuH ¢ IMOMOIIBIO TPaAyHPOBOYHOTO
rpadrka BEUUCISIOT IO (popMyJie

x=21100,
m

roe m; — Mmacca okcuna BaHamust (V) B pacTBOpe MpoOBl, HAWIEHHAs TIO TPaTyMPOBOYHOMY rpaduky
(6.2.1.2),1;
m — Macca HaBeCKM OOKCHUTa,T.
6.3.2 Maccosyio nomo okcuaa saHaaus (V) X, %, 1pH onpeaeieHHd METOIOM JO0ABOK BBIUMCIISIOT
o ¢opmyne
m

_m-N
x==11100,

rae m; — Macca okcuaa Banaaus (V) B pacTBOpe MpoObl,HaiaeHHas o rpaduky (6.2.2.1),r;
¥, — 06beM OCHOBHOIO PacTBOpa,cM>;
¥ — 00beM aTMKBOTHOMN 4acTH pacTBOpa,cM>;
m — Macca HaBeCKH OOKCHTa,T.
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6.3.3 PesyibTaThl aHA/M3a pAaCCUYMTHIBAIOT 10 TPETHETO M OKPYIJIAIOT 10 BTOPOTO AECATHYHOIO 3HAKA.
6.3.4 JomyckaeMoe pacXOXIeHHe Pe3yIbTaTOB MApAJUIC/IBHBIX ONPENeICHUN U pe3y/IbTaTOB aHAIN3a
HE IOJDKHO IPEBHIIATL 3HAUCHUA, YKA3aHHOTO B TaOiMLe 3.

Ta6anumuma 3

Homyckaemoe pacxoxaenue,% abe.
Maccosas zonst okcuna BaHanus (V),%

CxomrMoCThb Bocmpou3BoIUMOCTh
Ot 0,05 oo 0,20 Bximiou. 0,01 0,02
» 0,20 » 0,50 » 0,03 0,05
IIPUIIOXEHHUE A
(PEeKOMEHAYEMOE)

®otomerpuiecknii meroq ¢ BOTA (MCO 9208—89)

A.1 Haznavenwe u 00JACTh NPAMEHEHNS

Hacrosuuit cTaHIAPT YCTAHABIMBACT CHEKTPOGOTOMETPHYCCKMM METON CIIPSIC/ICHHA BaHANMS B AMIOMHHHCBBIX
pynmax ¢ mpuMeHeHneM BPTA. MeTon pactpocTpaHseTcs Ha pyabl ¢ MaccoBoli poneit ot 0,005 % mo 0,4 % neHTOKCHAA
BaHaoyd.

A.2 Ccbuikn

TOCT 8.010—90* TocymapcTBeHHAasl CUCTEMA 00CCIICYCHUS ¢IMHCTBA U3MEPEHH. MeTOTHKH BBITTOJTHEHUS U3Me-
peHuit

T'OCT 8.207—76 T'ocymapcTBeHHast CHCTeEMa OOECTIeUeHHS €IMHCTBA U3MepeHmii. [IpsMbie M3MepeHHs ¢ MHOTO-
KpaTHBIMU HabmoaeHnAMH. MeToabl 06paboTKH pe3ylbTaTOB H3MepeHMit

T'OCT 14657.0—96 (UCO 8558—85) bokcut. O01uue TpeGoBaHHA K METOJAM XMMHUYECKOTO AHAIN3a

A.3 CymmocTn MeToAa

PasnoxeHue HaBeCKH CIICKaHWEM C TMOC/EAYIOIINM CIUIaBIEHHEM C MEepOKCHIOM Hatpusi. PacTBopeHue miasa B
BOIE M OTIEJICHWC THAPAKCHIOB THUTaHa W Xeiaesa dunabtpoBaHueM. IlomkucnaeHue u pasdasneHue (uibTpaTta.
OKuceHNe BaHAIUs IO TMSATHBAJICHTHOTO COCTOAHUS MEPMAHTaHATOM KaJiMsl B aJINKBOTHOH YaCTU pacTBOpa.

DKCTpakiysa BaHAAKSA B BHIS KOMILIeKca ¢ N-6eH3011-N-heHIIrHIPOKCHAaMUHOM XJIOPOYOPMOM M3 CONSTHOKHUC-
JIoro pacTBopa. OmpeneicHiue MacCoOBOI JOMW BaHaIUsA B 3KCTpaKTe CreKTpohOTOMETPUUECKMM METOIOM.

A.4 PeakmnBn

JJ1a IpoBeACHNS aHAIN3a NCTOJb3YIOT TOMbKO PEaKTHBbI KBaTU(UKALNY «4.4.2.» U JUCTHUIMPOBAHHYIO BOAY WIH
BOOY SKBUBAJICHTHON YMCTOTHL

A.4.1 Harpusa mepoxkcupg

I aHanmM3a MCTHOMB3YIOT TOJBKO CyXH€ HEMbUIALINE TPaHydbl MWK MOPOIIOK, UMEIOLIHE OKpacKy OT 0eyoil o
OG/IeAHO-KENTOM.

IIpunmeuanme — Ilepokcua HATPHsT ODKEH ObITh 3AIMUIICH OT Biaru. He momyckaercss MpUMEHATh PEaKTHB ¢
MPH3HAKAMHM aIrJIOMEPAIlH.

A.4.2 XKenesa (IIT) oxcun ¢ maccosoit moneit Fe,03; menee 0,001 %, mopouiok.
A.4.3 Harpus cymbdar, pactsop 10 r/omM>.

10 r Ge3BoxHOI com pacTBopsioT B 1000 cM? BoIBI.

A.4.4 Harpus cympdar, pactsop 30 r/omM>.

30 r 6e3BOIHOTO CY/Ib(UTA HATPUS PacTBOPSIOT B 1000 cM3 BompL.

PacTBOp TOTOBSIT HEITOCPEACTBCHHO B ACHD HCIIOb30OBAHMS.

A.4.5 Cepnas xucnora, p =1,84 r/cm3, paszbarneHnas 1:1.

A.4.6 Kamisi nepManraHaT, pactsop 1 r/om>.

* BPoccwuiickoii ®enepaumu aeiicteyer TOCT P 8.563—96.
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A.4.7 N-6ensomn-N-denmwtruapoxcmtamud (@A), pactsop 2,5 r/aM> B xmopodopme.

PacTBOp MOXET XpaHWTBLCSI B TCUCHHME HECKOJNBKHX MECSLEB B CTCKISHHOM COCYIC B XOJNOTHOM TEMHOM MECTE.
[pucyrcTBHe B x10podopMe 3TaHoa OT 1% 10 2 % 110 06beMy B KAYECTBE CTa0MIM3aTOPa HE OKA3bIBACT PA3Iaralolero
IEeUCTBYA.

IIpuMmeuanue — PeakruB N-6eH3011-N-(QeHIWITHAPOKCHIAMHUH TIPU BITUTBIBAHWH B KOXY MOXET OKa3aTbCsl
KaHIICPOTCHHBIM,

A.4.8 XmopodopM, TPOMEITEIHM Y IIPOCYIIEHHEIH.

OmuH 0o6BneM xyopodopMa 3KCTParupyloT TpU pasa C paBHBIM 00beMOM BOAbI. [IpocylIMBaloT Hax O€3BOIHBIM
cynb}HaToOM HATPHUS B CTCKJITHHOM COCYOe. EXXCTHCBHO MPUTOTABIHBAIOT CBEXKITI.

A.4.9 ComsHas kucmota, p =1,16—1,19 r/cm>, npuMepHo 32 %-HbIil pacTBOp, OXIaXIeHHbII Hinke 5 °C.

IIpuMeuaHue — CBETONOMIOLIAEMOCTb KOMITIeKCa BaHamuii — BPT'A HeCKOMLKO 3aBUCHT OT KOHIICHTpAIIH
COMSIHOM KMCIOTHI, OOHY M Ty XK€ OYTBUIb COJITHOW KHCJIOTHI HCIIOIB3YIOT ISl TIPUTOTOBJICHUS TPAAyNPOBOUYHBIX U
aHAJIM3UPYEMEBIX PaCTBOPOB.

A.4.10 CrannapTHbIN pacTBOp BaHamus, conepxaummit 1,0000 T V,05 B 1 am3,

1,2864 r MeTaBaHamaTta ammonus (NH4VO3) pacTBOpSIOT B mpu6manTenbHo 900 cm3 Bomnl. [ToMelaloT B MepHYyIo
KOMGY BMeCTHMOCTBIO 1000 cM3, NOMMBAIOT JO METKH M TIepEeMELINBAIOT.

1 cM? craHmapTHOTO pacTBopa comepxut 1,0000 mr V,0s.

A.4.11 CraHmapTHBI! pacTBOp BaHamus, comepxaumit 80 mr B 1 am3.

20,90 cM? CTaHOAPTHOTO PacTBOpa BaHANNS, IPUTOTOBRIECHHOTO COTIACHO A.4.10, pas3GaBisioT BOZOH IO 06BEMa
250 cm”.

1 cM? CTaHIApTHOTO pacTBopa ComepXuT 80 MKT V,0s.

A.4.12 PactBOp-¢oH

41 r rugpokcupa Hatpus (NaOH) pacTBopsioT B mpuGIM3WTeNIbHO 350 cM3 Bombl. OXJaXIalOT M OCTOPOXHO
T0GaBMSIIOT 72 ¢M3 cepHOt KMCTOTH. OXMaxIaloT ¥ JoMuBaioT 1o 500 cM3 Bomoit.

A.5 Anmaparypa

CrangapTHas 1a0opaTOpHas IIOCyna, almaparypa U ykasaHHas B A.5.1—A.5.7.

A.5.1 Yawiky ¥ KpBIIKY U3 MHEPTHOTO MaTepuajia JOCTATOYHOTO pasMepa, YTOObl MOXHO OBUIO NOMECTHTb
HeoOX0IMMOe KOTIYECTBO MPOOEI C/I0EM TIOTHOCTBIO 5 MI/MM2,

A.5.2 MydenbHasi Ieub ¢ peryaupyeMoit Temrepatypoil ot 480 o 500 °C.

A.5.3 THMINIM IMPKOHMEBEIE, KOPYHIOBHIE WIN U3 CTEKIOYITIEpOIa BMECTUMOCTBIO OT 40 1o 50 cM>3.

A.5.4 XuMudecKye CTaKaHbl M3 HUKETS WIH MOHTeTpadTOPITHIIEHa BMECTUMOCTBIO 400 cM>.

A.5.5 BOpOHKM OeTUTeNbHBIE 13 GOPOCHIMKATHOTO CTEKIIA BMECTIMOCTBIO 125 ¢M3 ¢ MHEPTHBIM IUIACTMACCOBBIM
KpaHoM ¥ Ipo6Koii. [lepen ncTonb30BaHUEM KpaH M HOXKY BOPOHKM CMaYMBAIOT HECKOJLKMMHY KATIAMH ITPOMBITOTO
xiopodopma. [l oBaHHbBIe cOenHEHN TIepea, COOPKOH CMauyMBaIOT HECKOJIBKMMU KAIUISIMM BOJBI.

A.5.6 CrekrpodoTOMETD, MPHUTONHBIA AT M3MEPEHMS ONTHYECKOM TUIOTHOCTH IIPH JUIMHE BOJMHBI 530 HM.

A.5.7 Kiosetnl criekTpodoTOMETpa ¢ TOMIIHOMN Ioraomaomero cjios 10 Mm. BMecTo Kpbliek XenaTe/IbHO HMETh
MPOOKM M3 HEUTpabHbIX T1acTMacc. st onrnieckoit ioTHocTy MeHee (0,05 Ncronb3yioT KIoBeThl GOJBIIETO pa3Mepa.

A.6 O100p ¥ noAroTOBKa MPOGHI

A6.1 OT60p npoOHI

JIaGopaTopHyI0 TIpOOY OTOMPAIOT M U3MENTLYAIOT A0 pasMepa YacTHII, MPOXOAAITHX Yepe3 CHTO C pasMepaMH STIecK
150 MKM B COOTBETCTBHMH C METOJAMM, YCTAHOBICHHLIMM B COOTBETCTBYIOIMX CTAHAAPTAX.

A62 ToaroroBKa nNpoon

IIpo6wl ISt aHANIM3a TOTOBAT, BRICYIIIMBAsg HX B COOTBETCTBHM C MCTOAMKOM, ycranosineHHOM B TOCT 14657.0.

A.7 TIpoBenenne ananuza

A7.1 KonnuecTBO ONpECACNCHUH
AHaIM3 MPOBOAAT HA ABYX HAPA/UICALHBIX HABECKAX B COOTBCTCTBHH C NPIJIOXCHHEM B HE3aBHCHMO ISl KaXIOM
TpOOHI Pyabl.

IIpuMevanue — «He3zaBucumo» o3HavaeT NMPOBEACHHUC aHANMU3a Pa3HBIMU abopaHTaMu. B ciyyac HEBO3MOX-
HOCTH 3aMEeHbBI JJAGOPAHTOB aHAIN3 MPOBOIAT C MEPESPHIBOM MEXIY ONpPEACICHNAMHA. B KaXmnoM ciydae HEOOXOmMMO
IPOBECTH COOTBETCTBYIOIYIO KaTHOPOBKY.

A72 HaBecka

Ipuban3uTtensHo 1 T Ipo0Ohl, IPHTOTORICHHOM B COOTBETCTBHH C PA3IE/IOM 6, B3BCLIMBAIOT C TOYHOCTRIO A0 0,1 Mr.

A73 XonocTo# ONMBIT

ITapannenbHO ¢ Pa3iOXCHUCM aHAJIM3UPYeMOI TPOOBI TOTOBSAT PACTBOP XOJOCTOTO OMBITA COTJIACHO METONHMKE
pas3noxeHuss, HO BMecTo HaBecku Oepyt (0,050 r okcuma xemeza (I1I). Ecnim aHaim3 mpoBOAST OMHOBPEMEHHO Ha
HECKOJIbKMX Mpo0ax, IPOBOAST OAMH XOJOCTOM OIBIT IO TOM X¢ METOIVKE M ¢ UCTIONMb30BAHUEM PEaKTHBOB M3 TEX XKC
COCYIOB.

A74 KOHTPONBHBIN ONBIT

7 132



r'OCT 14657.13—96

OIHOBPEMEHHO C AHAM3OM IIPOOLI PYAbl B TEX XK€ YCIOBUSIX MPOBOAAT aHANIN3 CTAHIAPTHOTO 00pasia.

IIpuMmeuanus

1 CranmapTHbIi o0pa3el JOLKeH ObITh TOTO Xe THTA PYAbl, YTO M aHaIU3upyeMas npoba, ¥ CBOMCTBA 9TUX ABYX
MaTEPHUAJIOB JOJLKHBI ObITH HACTOJILKO NMOTOOHBIMH, YTOOBI IaPAaHTUPOBATE, YTO HY B OMHOM U3 CIIyYaeB He TOTpedyeTcs
CYLIECTBEHHOE M3MEHCHME METOAVKY aHAIU3a.

2 CraHpmapTHBIM 00pasel MCIOAL3YIOT TOJILKO WIS TOTO, YTOOBI IMOITBEPANTL METONMKY NMPOBENCHUS aHAIN3a, a
HE KOPPEKTHPOBAaTh PE3y/IbTaThl AHAIN3A.

A75 OnpenmencHue

A.7.5.1 Pasznoxwcenue nasecku

Hasecky moMelnanoT B cyxo#l THTENb, H00aBasioT 10 r mepokcuoa HAaTpUA M TINATENBHO MEPEMEIINBAIOT CYXUM
METAUINYECKUM 1imateseM. TUIeIb ¢ COmepKUMBIM IOMEINAIOT B MydeabHyIo ieub pu TeMmeparype 480—500 °C Ha
45 mMuH. Tureab ¢ CONEPXKUMBIM BEIHMMAIOT M3 IIeYM, HATPEBAOT Hax ropenakoi 30 ¢, yrodbl paciiaBUTh CIIEK.
HarpeBaHue pacIaBIeHHOTO MATE€pHaia IIpY ITOMEUIMBAHUM IIPOAOIKAIOT TakK, 4YTOOBl 0Ollee BpeMsi Harpesa
COCTaBUJIO 2 MUH.

A.7.5.2 Pacmeopenue, omoensenue xceae3q u Mumana u no02omoeKa aHAAU3UPYEMO20 pacmeopa

XoNOOHBIN THTENh MOMELIAIOT B CTAKAH Ha GOK. OCTOPOXKHO TOOABIAIOT 70 CM> BOIBI CO CTOPOHHI AHA TUIVISA.
Tureab BHIHUMAIOT ¥ OTIOIACKHMBAIOT PACTBOPOM, HAXOMSIIIMCS B cTaKaHe. OMmOMacKUBalOT KPBILWIKY ¥ CTEHKM CTaKaHa,
HO oGt 0GBEM pacTBOpa HOJDKeH GbITh He Gonee 100 cM>. 3aKpHITHIH CTAKaH HArpeBaloOT HA TIMTKE O 3aKUMAHUSA
pactBopa. OCTOPOXHO KHUIIATIT B TeueHMe 40 MUH IIpH 9acTOM IepeMelInBaHuy (IpuMevyanve 1). CHUMAIOT ¢ TUIUTKY,
THIATEMLHO MMEepeMelnBaloT ¢ 0,5 T M3MeTbYeHHON GIILTPOBATLHONM GyMaru u JaloT OTCTOSITbCS 2 MUH.

TTonydyeHHYIO cMeCh QMABTPYIOT depe3 GUALTp CpemHel IIOTHOCTU TUaMeTpoM 12,5 ¢M B CTaKaH BMECTUMOCTBIO
400 cM>. OcamoK IepeHOCAT Ha (GUIIETP C IOMOIIBIO CTPYM TOPSYETO PACTBOPA CyabdaTa HAaTpys. I1pOMEIBAIOT OCTATOK
He MeHee 10 ]gas HeGOMBIITMMMY MOPLMAMHE PAacTBOpa Cyabdara HaTpyus, HO o01mit 00beM PribTpaTa JOMXKEH ObITh HE
oonee 200 cM?. OUILTP C OCATKOM BHIOPACHIBAIOT.

B ¢wmsTpar no6apmsor 18 cM> cepHOM KICIOTH, TIIATEIHHO IIEpEMEIIHBAIOT M OXIAXAA10T (mprMeyanue 2). T1o kamism
JOOABJISIOT PaCTBOP IEpMAaHTaHATA KaTis, TTIOKa PO30Basi OKpacka MPONEePKITCS He MEHee 2 MUH (IIpEMevaHue 1).

PacTBOp IIEPEHOCAT B MEPHYIO KOJIOY BMECTUMOCTBIO 250 CM>, DOMMBAIOT BOAOM TO METKM M IepeMellNBAIOT
(mpuMeuanue 3). DTO U €CThb aHATU3UPYEMBIIA PacTBOD.

IIpuMeuaHus

1 YcraHoraeHO, uTO 30 MMH — MHUHUMAIbHOE BpeMsl TSI KUMsTYeHUs. [Ipy HeZOCTATOUHOM KMIISTYCHUHM MOXET
OCTaThCA HePa3MTOXMBIIMICSA IEPOKCHI, 1T KOTOPOTO TPeOYeTCs M3NMMIIHEee KOMMYSCTBO NIepMaHraHara Kamms (6onee
1 cM3) Ha JanbHelleM 3Tale TpOBeNeHUs aHanu3a. Ecam obpasyercss Oypelif OCAamoK, HEOOXOIMMO TOBTOPHTD
CIUTABJICHHC ¥ KUIISTICHIE, YBEIMINB BPeMs KUTITICHUS.

2 EcnM M3BECTHO, UTO COIEpPXKaHWe XpoMma cocTapisier 6omee 0,05 %, To mo6asmsior 1 cM3 pactBopa cymbduTa
HaTpus (HaTMINe XKEATOM OKPAacKK YKa3hIBaeT Ha IIPHCYTCTBHUE XpPOMa), a 3aTeM JOOABIAIOT PacTBOP MO KarliAM, IIOKa
HE VICYE3HET KeaTasd OKpacka.

3 TIpu oTcTaMBaHMH MOXET 00pa30BaThCs HEOOMBIIOE KOMMUSCTBO Oenoro ocamka. OH Ge3BpeaeH U UM MOXHO
TIpeHeOpeYb.

A.7.5.3 Cnexmpoghomomempuyeckoe onpeoeserue

B IpHTOTOBICHHYIO TeUTEILHYIO BOPOHKY ITHIIETKO} oT6mpalor 25,00 cM? aHamu3upyeMoro pacTeopa. I1o karmsam
JOOABISAIOT PACTBOP MepPMaHTaHATa Kaivsd OO MOSBICHUSA CTaOIILHOM PO30BOI OKpackKu He MeHee 5 MUH. laiee 1o
ouepeny ¢ KaXIbIM PacTBOPOM JEaloT CeIyIoLee:

— moGasmsior 10 cM? pacteopa BOTA;

— cpasy ke ToGaBmsioT 20 cM3 OXMaKIEHHON COMSHON KMCIOTHL,

— 3aTeM DHEePTMYHO HEMEMLIeHHO 3KcTparupyioT 30 c.

®asw paznensor He MeHee 10 MuH. HikHIOW a3y CIMBAIOT B CYXYI0 MEPHYIO KOJIGY BMECTUMOCTBIO 25 cm3. B
IeJNTEeNbHYI0 BOPOHKY H00aBmstioT 10 cM® mpoMerToro xmopodopma m skerparupyior eime 30 ¢. Paspl pasmensior
10 MUH, 3aTeM COCOMHSIIOT HIDKHIOW (asy ¢ IepBbIM SKCTPaKTOM. Pa30aBisioT MPOMEBITEIM XJIOPOGOPMOM IO METKH
¥ IepeMeImBaloT. ONTHYSCKYIO IVIOTHOCTh aHATHM3UPYEMOTO PACTBOPA M3MEPSIOT Ha CIICKTPOGOTOMETPE B TCUCHIE
24 4 B KIOBETaX C TOMUIMHON moriomaioero cios 10 MM mmpy LiauHe BOAHBI 530 HM, M M3 NOIYYCHHOTO 3HAYCHUS
BBIUMTAIOT PE3YJIBTAT, TIOJYYSHHBIM AJIs1 paCTBOPa XOJIOCTOTO OMBITA. PacTBOpOM CpaBHEHWS CITyXKUT XJI0podopM.

A76 IlocTpoeHHEe TPaLIyUPOBOYHOTO Irpaduka

B MepHble KOTOB BMecTMMOCTBIO 100 cM? mumerkoit ot6mpatot 0; 5,00; 10,00; 15,00; 20,00 cM? CTaHmapTHOTO
pacTBOpa BaHAOMs, IIPUTOTOBIEHHOTO B COOTBETCTBHM ¢ A.4.11. IIpu comepxanvu BaHanua meHee 0,05 % orOupaioT
0; 1,00; 2,00; 5,00; 10,00 cM> cranmapTHOTO pacTBopa. JoGarisioT mo 50 cM> pacTBopa-$oHa, pa3baBIsSIOT BOIOMH A0
MeTKH ¥ IepeMelnBaioT. OTéupaiot 1o 25,00 cM3 5THX pacTBOPOB ¥ ITOCTYIAIOT, KaK yKa3aHo B 7.5.3. 1o noIydeHHbIM
3HAYCHMSIM ONTMYECKOM IIOTHOCTH IpagyHpPOBOYHBIX PACTBOPOB M COOTBETCTBYIOLIVMM MaccaM IMEHTOKCHOA BaHAIMS
B THX TMKBOTHLIX YACTSIX PACTBOPA B MUKPOTpaMMaXx CTPOSIT IpafylpOBOUYHBIN rpaduk. (AMKBOTHEIE YaCTH PacTBOPa
0GbeMoM 25 cM3, momyueHHBIe pasGaBmeHmeM 5,00; 10,00; 15,00 u 20,00 cM> CTaHIApTHOTO pacTBOpa BaHAmus,
comepxar coorseTcTBeHHO 100, 200, 300 u 400 MKT MeHTOKCUIA BaHAIUS).

IIpuMeuaHue — B KayecTBe pyKOBOOCTBA IO MPUMEHEHHUIO METOAUKI NpeUIaracTcs crnexyomas nHGOopManys:

ONTHYECKasl IUIOTHOCTH TPALyHPOBOYHOTO pacTBopa, comepxaurero 400 mkr V,0s5 cocrapnsier 0,830 npu mmne
BOJIHBI 530 HM ¥ TOMIKHE MOTIOLIAIOLIETO ¢1os1 10 MM C YU€TOM KOPPEKTUPOBKY MO IPagyupOBOYHOMY DAacTBOPY, HE
coaepXalleMy BaHAINU.
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A.8 Boipaxkenme pe3yibTaTOB

A.8.1 PacyeT MaccoBOH OOJM NEHTOKCHUIA BaHaiusd
MaccoByIO D00 MEHTOKCHAA BaHanusa X, %, BHIMUCASIOT IO GOpMyIIe

TIe my — Macca HaBeCKMU,T;

my — Macca TIeHTOKCHAA BaHAIWs, COACPXKAIIETOCSA B aTMKBOTHOM YaCTH aHAJIM3VMPYeMOTO PacTBODA,ONpeaesicH-

Has TI0 TPaxyupOBOYHOMY Irpad)uKy, MKT.

A82 Obmasgs oo0paboTKa pe3yaAbTaTOB

A.8.2.1 3amnmaHupoBaHHas1 OIBITHAS MIPOBEpPKa 3TOro MeToaa Obuia mposencHa 10 mabopaTOpHsAMM 1O 5 YpPOBHAM
MacCOBBIX AoJiei BaHaauA. Kaxmas mabopaTtopus IpOBOAMIIA O 2 NCTILITAHMS Ha KaXIOM YPOBHE.

TlonyyeHHBIC pe3yAbTaThl ObUIH MOABEPTHYTHI CTATHCTHYCCKOM 00paboTKe. OKOHYATCIBHBIC JAHHBIC TTPESACTABJICHbI
B TabNuU1IIE.

JlanHbie TOYHOCTH ONMpeAeJieHHs BAHANMS

IMpo6a Tun pyzet ggzﬁgﬁgﬁgcsgg:; “I:l(’;f CxognmocTs r,% BocnipoussogumocTth R, %
MT/12/3 I'm66cuT (6eMUT) TeMaTUT 0,024 0,0031 0,0061
MT/12/12 HAuacnop

(21,7 % — Fe203
4,0 % — Si02) 0,053 0,0037 0,0066
696* T'ub6cur 0,069 0,0038 0,0101
MT/12/14 bemut (KaoavHUT)
I'm66cut (0,6 % Cr) 0,095 0,0037 0,0107
MT/12/5 I'n66eut (19,5 % Fex03) 0,284 0,0138 0,0204
* TMacmoptHOe 3HaueHue (0,07210,006) %.

A.8.2.2 Kpumepuu oyenxu pe3ysomamoes aHasusa (npusoxcenue B)

PesynmpraT aHamu3a mpoObl NPHHUMACTCS, CCMIH Pe3ylbTaT aHAIN3a CTAHAAPTHOrO o0pasia OTIMYACTCA OT €ro
TIACIIOPTHOTO 3HAYEHUS B Mpeenax BeIMYNHbI R 110 Tabnuie, U, KOTIa pasHHIA MEXIy IByMs pe3yIbTaTaMH aHaIH3a
TIPOGEI HE IIPEBBIIIACT ¥ TIPH PACUYCTaX COOTBETCTBYIOIICH BEIMYMHEI 7, IPUBEACHHOI B TaONMLIE.

Ecmu pesynbraT aHamW3a CTAaHZAPTHOTO OOpaslia BHIXOAMT 33 IPEICIAbl 3HAYCHWIl BeMHYMHBI R 1o Tabauue,
HEOOXOIMMO ITPOBECTH aHANN3 U1 OTHOM ITPOOEI PYIbl, OTHOTO CTAHAAPTHOTO 00pasla U OMHOTO XOJOCTOTO OMbITA.

IIpuHATOE 3HaUEHUE PE3YNBTATOB aHAIM3a CTAHIAPTHOTO 00pasla OyoeT pacCMOTPEHO IJiA MPUHATHSA pe3yibTaTa
aHaau3a aHanusupyemoil npobOnl. Ecam pesynbrar aHamus3a CTaHIAPTHOrO oO0paslia ONSTh BHIXOAUT 3a Mpenebl,
TIPOLCAYPY HEOOXOANMO MOBTOPUTD C APYTUM CTAHIAPTHBIM OOPA31IOM TOTO Xe THIIA PYABI, TOKA HEe OYAYT MOMYYCHBI
IIBa TMIPUEMJIEMBIX PEe3y/IbTaTa aHATHN32 A1 AaHATH3HPYEeMOi IIPOGHL.

A.8.2.3 Pacuem oxonuamenwvroeo pe3ysvsmama

OKOHYATEIbHBIM PE3yIbTATOM ABJISICTCS CpeIHEApHMETHISCKOS IIPHHSTRIX PE3YIbTATOB aHAJIN3a, PACCUNTAHHEBIX
C TOYHOCTBIO O YCTBEPTOTO ACCATUIHOTO 3HAKA M OKPYIJICHHEBIX JO BTOPOTO ASCITHIHOTO 3HAKa CICAYIOLINM 00pa3oM:

1) ecnm uudpa TpeThero AECATUMHOIO 3HaKa MEHbIIE 5, ¢ OTOpachIBaIOT, a HMdpPY BTOPOro ASCITUYHOTO 3HaKa
OCTaBJISIIOT 0€3 U3MEHEHMS;

2) ecnu uudpa TpeTbEro ACCATUYHOTO 3HakKa 5, a mudpa YeTBEpPTOro MECATHYHOIO 3HakKa Jjobas, kpome O, win
ecnmy uuédpa TPEeThETO ACCATUIHOTO 3HaKa Gosiee 5, To udpy BTOPOTO IECITHYHOTO 3HAKA YBEMYMBAIOT HA SIUHUILY;

3) ecnu uudpa TPEeThETO ACCATUYHOTO 3HaKa 3, a mudpa YeTBEPTOro MeCATHIHOTO 3Haka 0, To 5 oTOpachBaoT, a
uudpy BTOPOTO ASCATUYHOTO 3HAKA OCTABIAKT 03 M3MEHeHus, ecnu oHa 0, 2, 4, 6 wiM 8 WM yBeIHMYMBAIOT Ha
enmHuILy, ecnv oHa 1, 3, 5, 7 wim 9.

9 TIpoToKO/N MCHBITAHMS

TIpOTOKOJI MCIIBITAHKS JOLKCH CONCPXKATD:

1) XapakTepucTUKY IPOOHI;

2) CCBUIKY Ha HACTOSIIHIA CTAaHIAPT;

3) pe3ysbTaTHl AHATN3A;

4) MOPSAAKOBLI HOMEDP PE3YIbTATOB;

5) mo0ble TaHHBIC, OTMEUCHHBIC B TIPOIECCE aHAIM3A, H OIICPAILIUY, HE IIPeIyCMOTPEHHEIS HACTOSIIIIIM CTAHIAPTOM,
KOTOpBIC MOTJTH OBl TIOBIVATH HA PE3yBTATE aHAN3a MPOOH! ¥ CTAHIAPTHOrO 00pasLa.
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CxemMa METOIMKH NPUHATHS Pe3yJIbTATOB AHAJIM3A
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MPUITOXEHHUE C
(crpaBoYHOe)

Tpadmueckoe npeacrapieHne JAAHLIX TOYHOCTH
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a05 arn o015 a20 a.25 a30 035
Maccoban donn newmorcuda Bawadun, %

TouHocmes

Koadbduuuentsl (i) »r= A + Bx, (i) R=A+ By,
IIe ¥ — MOBTOPAEMOCTD; r1e R — BOCTIpOM3BOIMMOCTb;
A= 0,0012; A = 0,0045;
B =0,0061; B =0,0563;
x — copepxaHue V,0s,%; x — conepxanne V,05,%;
k03 duLmeHT perpeccun — 0,9781 ko3¢ duuuent perpeccun — 0,9940
MKC 73.060 A39 OKCTY 1711

Krouesbie ¢oBa: GOKCHUT, UCTTBITAaHKE, OKCHT, BaHaTus (V)
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