¥AK 622.349.3-15:546.76-31.06:354 Fpynna A39
FOCYNAPCTBEHHBRAR CTAHRXAPT COIO3ACCP
L - ______________________________________________

KOHWEHTPATBI PENKOMETAJIJIMYECKHE
MeTonn onpejenieHus: OKHCH Xpoma TOCT
Raremetallic concentrates 25702.16—83*

Methods for the determination
of chromium oxide

OKCTY 1760

Mocranoenennem FocynapcrenHoro komutera CCCP no crampapram or 5 anpeas
1983 r M 1614 cpok BBepeHHA YCTaHOBJEH

¢ 01.07.84

Mocranosnennem loccranpapra CCCP or 29.09 88 N 3363 cpok aeficTeus npomaen

no 01.07.99

Hacrosimufi craHgapT pacnpocTpaHsieTcs Ha DeJKOMETaJJH4ecKHe
KOHLEHTPATH H yCTaHABJIMBAeT (OTOMETPHUECKHE METOAH ONpejese-
HHSI OKHCH XpoMa (npu maccoBoit aoze ot 0,01 o 2,5 %) B uibmenn-
TOBOM KOHILEHTpare.

1 OBLULHE TPEBOBAHHA

1.1. O6mue TpeGoBaHus K MeToAaM aHajJH3a W TpeGoBaHus Ge3o-
nacsocty — no 'OCT 25702.0—83.

2 ®OTOMETPHYECKHA METOJ, ONPEAEJEHHUA OKHCH XPOMA
(TIPH MACCOBOM JIOJIE OT 0,1 10 0,3 %)

MeTox OCHOBaH Ha PeakHMH OKHcJeHHs AndeHunkapGasuiaa xpo-
mom (VI) B KkHcyOl cpese ¢ 00pa3oBaHHEM OKPAILIEHHOTO B KpPacHO-
¢HONETOBHIA IBET COEJHHEHHS M (DOTOMETPHPOBAHHM OKDACKH PacT-
BOpA.

2.1. Annaparypa, peakTHBb H PacTBOPbI

Bechl aHanuTHYECKHE.

Becnl Texnuueckue.

IlnauTkKa aneKkrpuueckas.

Daekrponeyb MydesbHas ¢ TepMOpPEryJasaTopoM, o0ecneyHBalOWas
temneparypy Harpesa Ao 700°C.

Hananne oduunanbuoe MepeneuaTka BOCHpeutena

* Ilepeuspanue (mapr 1994 2 ) ¢ Hamenenuem M 1,
yraepacOennvim 8 cenrabpe 1988 ¢ (HYC 1—89)
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IrOCT 25702.16—83 C. 2

DorosnekTpoKosopuMerp Tuna PIK-56.

Turay XKeje3Hble UM HUKEJEeBbe BMECTHMocThI0 50 cM3.

ByMara wHAMKaTOpHAs YHUBEpCAJbHAs.

QuabTpH GyMaxKHbe 06€330/eHHBIe «CHHSY JIeHTa».

Kon6s1 Mepreie BMectumocTbio 50, 100 1 1000 cM8.

Muxpo6iopeTka BMECTHMOCTBIO 5 cM3.

ITunerka BMecTHMOCTBIO 5 cM® ¢ JeseHHs My,

CrakaHbl CTeK/JSHHbIE J1a00pPaTOpPHbIE BM&cTHMOCTbIO 200 cMS.

Kucsora CepHas 1o I'OCT 4204—77, PaerBoper ¢ MOJISIPHO} KOH-
uentpanunes 0,1 moan/am® u 3 moan/amd,

Harpust nepexuch.

Kucnora cepHad IIo I'OCT 4204—77, pac'rBopb[ c Moaﬂpﬂoﬁ KOH-
uenTpanueit 50 r/ame.

Aueron no 'OCT 2603—79.

Cnupr aTHOBBIH  peKTHPHKOBAHHHIA  texyuyeckusi mo I'OCT
18300—87.

Geroagranenn no HTI, cnuprosoit pacteop ¢ KOHIlEHTp anueh
1 r/nmd.

JIH(beHﬂJlKapéa:&H}l no [OCT 5859—78, pactBOp € MAaccOBOH KOH-
ueHTpaumeli 2,5 r/aM®, CBEeXENDHIOTOBJEHHL{; rOTOBAT OAHHM  H3
cJaefyouux cnoco6oB: 0,25 r gudeHuakapbasyga pacTBopsIOT B 25 cM?
9THJIOBOrO CIIUPTA M JOBOAAT 00beM PacTBOha mojod mo 100 cm?;

0,25 r nudeHnnkapb6asuia pacTBOPSIOT B aueToHe H JAOBOAAT 06b-
eM auneToHoM A0 100 cm®.

Kaunu#t nByxpomoBoxuciasiit mo FOCT 4220—75,

Pacreop okucH XpoMa (OCHOBHOI);

pacTBop A. HaBeCKy ABYXPOMOBOKHCJIOro KaJus, nepeKkpHCTal-
JIU3O0BAHHOTO U BhicyulenHoro npu 140—150°C, maccoit 0,1935 r pacr-
BOPAOT B BOJAE, PacTBOpP INE€pPEeBOSAT B Mepny;o Ko,n6y BMECTHMOCTBIO
1000 cM?, noBoAsT 06GbEM BONOK A0 METKH H liepeMelIHBaioT.

1 cM® pactopa A comepxur 0,1 mr oxucy xpoma (VI);

pacrtBop b (paGoumit). AnMKBOTHYIO uaCthp pactBopa A o6beMoM
10 cm® mepeBoasAT B MepHyw KoaOy BMecTHMocTbio 100 cM3 noBOAST
70 METKH BOAOH H NEPEMELIHBAIOT.

1 cm® pacteopa B comepxur 0,01 Mr okucy xpoma (VI).

Pacreop b roroBsit B neHb ynoTpeb/eHus,

(U3meHeHHas pepakuus, Ham. N 1).
2.2. Mposeaenne aHaauMsa

2.2.1. HaBecky xounenrpara maccofi 0,3 r nepemewnBaior ¢ 4 r
TIEPEKHCH HATPHs B XKEJE3HOM HJIH HHKEJIEBOM THIJIE, HE COAEpKalleM
XpoMa, MOKPHIBAIOT CBePXYy | I' IePEKHCH HATPHS H CIJABJAIOT B MY-
¢denbHoit neun BHauane npu 500°C, a 3ateM mpu 600—700°C B Teue-
nue 10 MHH JO MOJYYeHHs XHUAKOH JNerkomoipmikHON MaccH. Pacmia-
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C. 3 TOCT 25702.16—83

BHBLIYIOCS CMECb BPEMsi OT BPEMEHH NePEeMELIMBAIOT  OCTOPOXHHIM
BpaliaTesbHbLIM ABHXXEHHEM THIJIS M HPOI'PeBAIOT IJAB elle B Teue-
Hue 10 mMuH.

OxJyrakJeHHBIl IJIaB MOMEINAIOT B crTakaH BMmecTuMocThbio 200 cm®
H BHILesaunBaoT 50 cM® ropsuelr BOAH, HATPeBalOT, a 3aT€M KHIATAT
pactBop B TeueHHe 10—I15 MHH JJs paspyumleHns  ofpasoBaBuielics
nepekucn BojopoAa. Ilpu oxpamiuBaHWKH pacTBOpa B 3€JEHH LBET
COeIMHEHHSIMH MapraHia B Hauajle KHNSAYeHHs A06aBJISIOT K pacTBOPY
HECKOJIbKO KameJb 3THJIOBOTO CIHPTA M KHIATAT PacTBOP B TeUeHHE
3—4 wmuin. PactBop oxsaxaaioT, NepeBOAAT BMECTe C 0CaJKOM B Mep-
Hylo konby BMectuMocTbio 100 cM®, foBOoAsiIT 06beM pacTBopa B KoJjbe
BOJOH 10 MeTKH M nepeMewHBaioT. PactBop GHIBTPYIOT uepe3 cyxo#
GOUILTP «CHHAA JeHTa» ((PuAbTP NpeABaPHUTENbHO IPOMBIBAIOT PACT-
BOPOM YIJIEKHCJIOrO HATpHf, BOJOH M BHICYLIMBAIOT Ha BO3JAyXe) B
CyXo#l crakaH, oTOpachiBas nepBbie mopuuH ¢uabtpara. B mepnyio
Kosi6y BMecTHMOCTbIO 50 cM3 BBOASIT OT 5 10 25 cM® pactBopa (B 3a-
BHCHMOCTH OT COMEpXAaHHS OKHCH XpoMa B mpobe), nprHOGaBISIOT
1 xamaio pacrBopa (eHoadTaNeHHa, HEHTPAJU3yIOT PACTBOD CEPHOMH
KHCJIOTOH C MOJIADHOH KOHUEHTpauueir 3 MoJb/IM3 [0 M3MEHEHHS OK-
pacKu HHAMKATOpa, NPHJAHBAIOT 2 cM® TOH Ke KHCJIOTH, 3 ¢M? pacTBopa
audennakapbasnia, pasbaBasiOT BOAOH N0 METKH M NEPEMEHIHBAIOT.
MounsipHass KOHUEHTpauusi pacTBopa  Ao/xHaA  Owith 0,1 Moan/am®
(pH-1) (mposepsitor no yHHBepcaJjbHON HHAMKaTOpHOH Gymare). Cmyc-
TS 5 MHH HU3MepSIOT ONTHYECKYIO HJOTHOCTb aHAJH3HUPYEMOTO pacTBO-
pa Ha (OTO3JEKTPOKOJOPHMETPE, HCIONL3Ysl CBETOMHJILTD € MAKCH-
MYMOM CBeTONponyckauusi npu ~540 HM u KIOBETYy ¢ TOJIIHHOH mor-
Jouiawiero cser cios 20 MM OTHOCHTEJNBHO PacTBOPA KOHTPOJBHOTO
ONBITA, IPOBEJEHHOTO Yepe3 BCE CTAaAHH aHaJH3a.

Maccy okucd XpoMma HaxoJAT IO TpajyHpPOBOYHOMY rpadHKy.

2.2.2. Insa mocTpoeHusi rpafiyHpOBOYHOTrO rpaduka B MepHHE KOJ-
6 BMecTuMOCTbI0 50 cM® BBoAsiT MukKpoGioperkoi 0,5; 1,0; 3,0; 4,0 u
5,0 cM® paGouero pacrBopa okucu xpoMa (VI), no6asasitor mo 40 cm?
pacTBopa CepHON KHCJOTH ¢ MOJsIpHOH KoHueHTpamuei 0,1 monb/amé,
no 3 cm® pactBopa audenuskapGasuia, LOBOAST A0 METKH PacTBOPOM
CepHOIl KHCJIOTH ¢ MOJISIPHOH KoHUeHTpauued 0,1 Moub/AM® u mepeme-
wuBaoT. CnycTss 5 MUH H3MEPSIOT BEJHUYHHY ONTHYECKOH NJIOTHOCTH
pacTBOpPOB, KaK ykKa3aHo B NH. 2.2.1, N0 OTHOILIEHHIO K OJHOBPEMEHHO
NPHTOTOBJIEHHOMY «HYJIEBOMY» pPacTBOPY, COleprkalleMy BCe PeaKTH-
BHI, 32 HCKJIOUeHHeM pabouero pacTBopa OKHCH xpoMa.

Ilo TNOJMYYEHHBIM 3HAY€HHAM ONTHYECKOH IJOTHOCTH pacTtBoOpoB H
COOTBETCTBYIOLIUM HM MacCaM OKHCH XpoMa CTPOAT rpa,uynpoaoqnmi

rpauk.
2.2.1; 2.2.2. (U3menennasn pepakuus, Usm. Ne 1).
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rOoCT 25702.16—83 C. 4

2.3. O6pa6oTka pe3yabTaToB
2.3.1. MaccoByio foa0 okucH xpoma (X) B mepecuere Ha Cyxoe Be-
IIECTBO B NPOLEHTaX BHYHCJAIOT 10 dopMmyJe
__ mp VK100
X= m-V,-1000 ’
Tie m; — Macca OKHCH XpOMa, HafileHHasi N0 IPajyHPOBOYHOMY rpa-
duky, mr;
V — o6bem anaJu3HpyeMoOro pacraopa, cm?;
K — xosdp¢puuument nepecyera no I'OCT 25702.0—83 n. 1.5;
Vi — oObem aJMKBOTHON YacTH PACTBOPA, B3SITHIi AJIs ONpeae-
JeHus, cM3;
m — Macca HaBeCKH npoOHl, I;
1000 — xo3bHIHEeHT nepecyeTa TPaMMOB Ha MUJIJIATDaMMHL
2.3.2. Pacxoxnenuss Mexay pesyJbTaTaMH JBYX HapaJJeJbHAEX
onpejenenuit He JOJKHBI [PEBHIUATh BeJHYHH, YKa3aHHRX B Ta6a. 1.

Ta6auna 1

MaccoBasi K0Sl OKHCH XpoMa, % JonycKkaemoe pacxoxaerue, %

0,01 0,06
0,03 0,01
0,080 0,017
0,10 0,02
0,30 0,03

2.3.1; 2.3.2 (HU3meHnennan pepakums, Ham. M 1).

3. POTOMETPUYECKHA METOJA ONPENEJEHUS OKUCH XPOMA
(MPX MACCOBOHM NOJIE OT 0,3 10 2,56 %)

MerTon ocHOBAH Ha OKHCJEHHH XpOMa 10 XpoMmaTa B UIEJ0YHOHR
cpene u GOTOMETPHPOBAHHH KEJITOH OKPAaCKH pacTBopa.

3.1. Annapatypa, peakTHBLI ¥ PACTBOPHI

Becrt ananutTHueckue.

Becwl TexHuueckue.

[lauTka snekTpuyeckas.

duaexrponeyb My(desbHast ¢ TEPMOPEryJaaTOpoM, obecneuyHBaloLIass
Temnepatypy o 700 °C.

doTtoanexkTpoxosopumerp Tuna ®IK-60.

Turau >kene3Hole HIH HHKEJeBble BMECTHMOCTbI0O 50 cm?.

kad cymHAbHBIH C TEPMOPEryJasiTOpOM, 06eCeUHBaOIUA TeMe~
parypy 150°C.

QuabTpbl 6yMaxHHe obe33oseHHHe «besas JeHTas.
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€. 5 F'OCT 26702.16—83

Kon6ur MepHele BMecTuMocThio 50, 100 u 1000 cm3.

MukpoGiopeTka BMecTHMOCTbIO 5 cM® ¢ ueHolt aenenus 0,02 cmd.

IMunerkn BMecTuMocTbiO 5 ¥ 10 cM® Ge3 nenennus.

CrakaHbl CTeKJIsiHHBE JabopaTopHble BMECTHMOCTbIO 200 cmd.

Harpus ruapookucs no TOCT 4328—77, pacTBOp ¢ MOJSAPHOH KOH-
wenTpanmed 1,5 Moan/nm3.

Hatpusa nepeksuch.

Hartpuit yraekncawit no FOCT 83—79, pacTBop ¢ KOHUeEHTpauued
50 r/nm3.

Cnupt 3TWJIOBHIA pekTHduKoBaHHHN  Texumyeckuii no [OCT
18300—87.

Kanuii nByxpomosokucasiii no TOCT 4220—75.

PactBop oKucn XxpoMa; roToBST CJAeAylOUIMM 006pasoM:  HaBECKY
JIBYXPOMOBOKHCJIOTO KaJIHfA, NEePEKPHCTAJIH30BAHHOIO H BHICYUIEHHO-
ro npu 150°C, maccoit 0,0967 r, pacTBOpsIOT B BOJAE, MEPEHOCAT B
MepHyIo KoaGy BMectuMocTbio 1000 cM® u LoJMBAalOT 40 METKH BOZLOH.

1 cm® pactBopa colepxuT 0,05 Mr oKHCH XpoMma.

(UsmeHeHHas penakuusa, Usm. Ne 1).

3.2. NpoBeneHne aHaausa

3.2.1. HaBsecky npoGur Maccodt 0,1 r TIiaTespbHO NePEMELIHBAIOT C
4 r rHAPOOKHCH HATpPHs B XKEJIE3HOM WJH HHKEJEeBOM THIJE, HE COoAep-
JKauleM XpoMma, MOKPHIBAIOT CBepXy 1 I mepeKHCH HATPHS U CIJIABJSA-
10T B My¢enbHoil neun pHayase npu 500°C, a satem npu 600—700°C
B TeyeHHe 10 MHMH [0 TMOJYYeHHS IKHAKOJ JETKONOABHXHOH Macchl.
PacnnasuBuiyiocst cMech BpeMs OT BPEMEHH IepeMEIIHBAalOT OCTOPOXK-
HbIM BpAlllaTeJbHHIM ABHXKEHHEM THIVIA W NMPOTrPeBaloT NjiaB B Myenb-
Holl neuy eme B Teyenne 10 MuH.

OxJiax<JIeHHBI} I11aB NMOMEINAIOT B CTAKaH W BhIlIeadyuBaioT 50 cm?
ropsiyeil BOJbI, HAIPEBAIOT PacTBOP ¥ KHOATAT B TeueHne 10—15 mun
IJIsi paspyuieHust o6pasoBaBuleiicsi nepekucH Bogopona. Ecam pact-
BOp OKpallleH B 3eJIeHBil LBET COEJMHEHHSIMH MapraHua, To B Hazaje
KHNsiYeHus N06aBASIOT HECKOJBKO Karielb STHUJIOBOTO CIHPTA H KH-
NSITSIT pacTBOP HECKOJBKO MHHYT. PacTBop 0xJiaXkJaioT, IepeBOAST
BMecCTe ¢ 0CcaJKoMm B MepHY konly BMectuMmoctbio 100 cm?, nosogsar
o6beM pacrBopa BOJAOH A0 METKH H MePeMeUIHBaIoT.

PacrBop GuabTpyloT uepes cyxo#t Guabtp (PHUIBTD NMpeABapHTE/b-
HO TPOMBIBAIOT PACTBOPOM YTJIEKHCJOTO HaTpH#, BOAOH M BHICYIIHBA-
IOT Ha BO3LYyXe) B CYXO#f CcTakaH, oTOpachiBasl nepBble NODUHH (QHIb-
tpata. OT6HPAIOT AJMKBOTHYK YacTb pactBopa ofbemMoM 5—10 cm®
(B 33aBHCHMOCTH OT COJEpXAaHHA OKHCH XpoMa B npobe) H mepeBoAsAT
€e B MepHyI0 Kog0y BMectuMoctbio 50 cM®. K pacTBopy mpuiusaioT
25 cm3 pacTBOpa TMIDOOKHCH HATpPHUS C MOJSPHOH  KOHUEHTpauued
1,5 Moab/nM®, MOBOAAT KO METKH BOJAOH M NEPeMEelIMBaioT, Beauunny
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TOCT 25702.16—83 C. 6

ONTHYECKOH NJIOTHOCTH NOJYYEHHOrO pAacTBOpa H3MepslOT Ha ¢oro-
3JIEKTPOKOJIOPHMETPE, HCNOJAb3ysl CBETO(PUILTP ¢ MAaKCUMYMOM CBETO-
nponycKanus npu ~370 HM M KIOBETy ¢ TOJIIMHOA  IOTJIOINAIOHIEro
cBeT cjos 20 MM IO OTHOILEHHIO K PAacTBOPY KOHTPOJIBHOTO OINKITA,
NPOBEEHHOrO Yepes Bce CTAAMK aHaau3a.

ITo rpapynpoBouyHOMY rpadHKy HaXOAAT Maccy OKHCH XpoMa B
4HAJMHU3HPYEMOM pacTBOpe.

3.2.2. lng nocTpoeHHs rpaiyHpPOBOYHOro rpaduka B MepHHE KoJ-
6bl BMecTHMOCTBIO 50 cM® BBoasAT MuKpoGioperkoi 0,0; 0,5; 1,0; 1,5;
2,0; 2,5 u 3,0 cM® pacTBopa okucu xpoma, npubasasior 1o 25 cm?
pacTBopa  THADOOKHCH  HaTpPHs  C MOJIADHOH  KOHUEHTpalHeRk
1,5 Mosb/aM®, foBOASAT 00beM [0 METKH BOAOH W  HepeMeIlHBaIoT.
OnTHYecKyl0 NIOTHOCTh PAacTBOPA H3MEPSIOT, Kak yKasaHo B 1. 3.2.1 mo
OTHOILUEHHUIO K OJHOBPEMEHHO IPHTOTOBJIEHHOMY «HYJIEBOMY» DacTBODY,
COAEpKALIEeMYy BCE€ PeaKTHBB, 3@ MCKJIOUEHHEM PacTBOpa OKHCH XpO-
Ma.
Ilo mosiyueHHBIM 3HAaYEHHSIM ONTHYECKOH NJIOTHOCTH U COOTBETCT-
BYIOIIHM HM MaccaM OKHCH XpOMa CTPOAT I'DaJyHPOBOYHBIH IpadHK.

(Hsmenennas pepakuuga, Uam. Ne 1).

3.3. O6pabGorka pe3yJbTaToB

3.3.1. Maccosyio goawo okucd xpoMma (X) B nepecuere Ha cyxoe
BELIECTBO B NPOLEHTAX BhHIYHCJAAIOT 110 popMyJe

X — m.V-K-100
m-V.1000 °’
rae m; — macca OKHCH XpOMa, HafileHHas MO TPajyHpPOBOUHOMY [pa-
¢duky, mr;
V — o6beM aHaJH3UPYEMOro pacTBopa, cM3;

K — xoa¢dpuuunent nepecuera no F'OCT 25702.0—83 1. 1.5;

V, — o6beM anHKBOTHOH HacTH pacTBOpa, B3SITHIH AJIA onpene-
JieHus1, cM?;

m — Macca HaBeCKH npoGbl, T;

1000 — ko3¢ dunHeHT mepecdyeTra TPAMMOB Ha MHJLIMIPAMMBL.

3.3.2. Pacxox/IeHuss Mexay pe3yJbTaTaMH ABYX  NapajiefbHHX
onpejesieHnfi He JOJIKHBI NMPEBHIIATh BEJHYHH, YKa3aHHBIX B Taba. 2.

Tabnnua 2

MaccoBasi 10/ OKHCH xpoMa, % HonyckaeMoe pacxoxpaedne, %

0,30 0,05
1,0 0.1
2,50 0,25

3.3.1; 3.3.2. (M3menenunan penaxuus, Hsm. N 1).
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