YK «69.I5'292-198:M6.711.06:006.354 Fpynna BI9

rocypapcTBeHHBTI ' cTanpgpapt COHK3A CCP

®EPPOBAHALUA rocT
MeTobl onpefeneHns mapraHua 13217.6-90
Ferrovanadium.
Methods for determination ot manganese (CT C3aB
1212—389)

OKCTY 0809

Cpoa peiicteus ¢ 0107.91
fo 01.07.20s1

HactosAwwit ctaHaapT ycTaHaBvMBaeT (POTOMETPUYECKUIA 1 aTOMHO-
abCcopOLUMOHHBIA MeTOoAbl OMpefeNeHns MapraHua B eppoBaHaguu mpu
maccoBsoil fone ero ot 0,1 go 7%.

. OBLLUME TPEBOBAHWA

1.1. O6wue TpeboBaHMA K MeTogam aHanu3a —no FOCT 27349.
12. NNabopatopH3s npoba [o/KHa OblTb NPUrOTOB/IEHA B BUfE
poLLIKa C MakCcMMasibHbIM pa3Mepom YacTtuu 0,16 mm no TOCT 26201.

2. ®OTOMETPUYECKNA METO[,

2.1. CyuwHocTb MeTOga

MeTo4 OCHOBaH Ha W3MEepeHWU OMTUYECKOW MMOTHOCTM pacTBopa
mMapraHueBoi XucnoTbl, 06pasytoLelics B pesy/sbTaTe OKUCIEHMA Map-
raHua MOAHOKMCbIM Kanvem B CepHO(OCHOPHOKMCON cpeje.

22. AnnapaTtypa, peakKTuBbl U pacTBOpbI

CnekTpoctoToMeTp Uan hoTO3NEKTPOKOIOPMMETP CO BCEMM MPHHAA-
NIOXKHOCTAMM.

Kucnota asoTHas no MTOCT 4461, pactsop 1:1.

Kucnota cepHaa no FOCT 4204 w pacteopbl 1:1, 1:4 n |:20.

Kucnota ¢TopnctoBogopoaHas Ho MTOCT 10484,

KucnoTa opTodocopHas no FOCT 6552,

Kannit iiogHokucnbid 1 pactBop 20 r/gm3 CBEXENpPUroTOB/EHHBII:
20 r MOAHOKMCMOrO Kanuns BHOCAT B 1 AM3 ropsiyero pactBopa CepHoii
Kucnotel 1:20 v KUNATAT 4O MOMHOr0 PacTBOPEHWS, HaKpbIB KONby
4acoBbIM CTEK/IOM. 3aTeM pacTBOp (UNbTPYIOT. PacTBOp WCMO/Mb3YIOT
B ropsyeM BUfe.

HagaHve othmumanbHoe Meperieuarka BocrpcLUeva
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Hatpwuii azotuctokHenbiH no 1 OCT 4197, pactBop 30 r/igmdl

Bopgopoga nepekucs no MOCT 177, pacteop 1: MO,

Kanuii mapraHuoBokucnblii Ho FTOCT 20490 wnn mapraHel, metan-
JINYECKWIA.

CTaHfapTHble pacTBOpbl MapraHua

Pactsop A: 2.8770 r nepmaHraHata Kaaus MOMELLIAIOT B CTakaH
BMecTMocTbio 600—890 cm' un pacteopaoT B 450—500 cml BoAbl.
K pactBopy npunmsatoT 10 o r pactBopa cepHoil kucnotel | : 1 u go-
6aBnAOT MO KannsMm pacTBOP MEPeKUcH BOLOPOAa A0 0becLBeYnBaHNS.
3aTeM pacTBOp MEPeHOCAT B MepPHyH Konby BmecTumocTbio | gm\ fo-
NNBAKOT [0 METKW MOAOM W NepemMeLlnBaloT. PacTBOp XpaHAT B TeM-
HOM MecTe.

M 1.0000 r MeTasnn4eckoro mapraHua, MOBepXHOCTb KOTOPOro
npefBapuTenlbHO O4MLLEHa OT OKCWAHLIX TMEHOK, PacTBOPAT  Mpu
HarpesaHun B 10 cM* pacTBOpa a30THOW KWUCMOTbl, KUNATAT [0 ygane-
HUS OKCWAOB a30Ta, OXNTAX[EHHbI pPacTBOP NEPEKOCAT B MEPHYHO KOJI-
6y BMeCTMMOCTbIO 1 AM*, fONMBAIOT [0 METKM BOAOW Y MepemMeLLmBatoT.

MaccoBad KOHUeHTpauua MapraHua B pacTsope A paBHa
0,001 r/cm3

PactBop B: 10,0 cM3 pacTBopa A MOMeLLaOT B MepHyt0 Konby Bme-
cTumocTbio 100 cM*, [OMMBAIOT O METKM BOAE M MepeMeLLvBaloT.

MaccoBass KOHUeHTpauusi MapraHua B pactBope b pasHa
0,0001 r/cm*.

Bopga, cBo6ofgHas OT BOCCTaHOBWTENel: B KONBY BMECTMMOCTbIO
2 pv* HanmBaloT 1 M3 AUCTUANMPOBAHHONW BOApbl, NPUIMBAKOT MO Kan-
NAM pacTBop cepHol kucnotel 1:1 o pH 3 (Mo yHuBepcanbHOM WH-
AVKATOPHOI 6ymare) 1 HarpesatoT COAEPXUMOE KONGbl [0 KUMEHUS.
Konby ¢ BOZOV CHUMAKOT C MAUThI, NPUOAB/SIOT HECKONbKO KpucTas-
NIOB  WOAHOKWCMIOr0 Kanuu, KUMNATAT 5—7 MWH 1 oxnaxpaloT. Bogy,
CBOGOAHYIO OT BOCCTaHOBWTENEW, MPUMEHSIOT A1 MPOBEAEHWS aHanu-
3a W MPUroTOB/IEHNS PeaKTVBOB.

23. NMpoBepeHMe aHanmsa

2.3.1. HaBecky npobbl maccoit 0,1 r nomewarT Bo (TOponnacTo-
Bblli CTakaH WM YallKy W3 MAaTUHblI WX CTEKMOYr/cpofa, NpunuBa-
10T 15 cM* pacTBOpa a30THON KMCNOTbl U PacTBOPSAIOT 06e3 HarpeBaHus.
3aTem npubasnstoT 3—5 cm3 (HTOPUCTOBOAOPOLHON KucnoTbl, 15 cm*
pacTvopa CepHO Kucnotbl 1: 1 n BbiNapuBalT A0 HbideneHns napos
cepHoii KucnoTbl. Mocne oxnaxgeHus npuamnsatoT 20—30 cm3 BOAbI,
pacTBOPAIOT CONW MPU HarpeBaHWM W MepPeHOCAT PacTBop B KOHMYEC-
Kyt K06y BMecTUMOCTbI 250 cm3.

Mpn maccoBoin fone mapraHua Ao 2% pacTBOp AOAMBAtOT BOAON
fJo obbema 100 cm3, npumBaloT 5 cM3 opTO(OCHOPHOA KUCAOTbI W
10 cm1 pacTBOpa VOAHOKMCIONO Kanus.

Mpu MaccoBoii fone MapraHua CBbie 2% pacTBOpP MepeHOoCAT B
MepHyt0 Konby BMecTuMOCTbi0 200 cM3 [0NMBalOT [0 METKM BOLOW
1 NepeMeLIMBaloT. B KOHMYecKyto konby BMecTuMocTbio 250 cm3 0TOM-
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Ta6nuuya 1
- Ofiibuin O6bIM CTaH-
i JINKKacTBas
ApecHaj A AO({/]: uaprairiia. e pacnopa. " it TONEL\IS Zgg THOrO
) KOM - B.
OT 01 4O 2 «K/ou. Becb - 0.1-2 1-20
pacTsop
Ce. 2 >4 > 100 5 1-2 10-20
»4 »7T » 60 10 1- 175 10-20

patoT aIMKBOTHYHO 4acTb pacTBopa, COrfacHo tabn. !, fonvsaloT BO-
[oi no o6bema 100 cm3 (B cyyae aNMKBOTHOM 4vacTu, paBHoi 50 cm’),
npuansatloT 5 cM1 opTOOCHOPHOM KWCNOTbI, PACTBOP CEPHO KWUCNOTbI
1:1. cornacHo Ta6n. 1, n 10 cm3 pacTBopa WOAHOKMCNOrO Kanus.

2.3.2. HarpesalOT pacTBOp [0 KUMEHWA W Bbl4ep>KMBalOT Mpu Tem-
nepatype. 6/M3Koi K Kuneuuto, B TeueHne 15—20 muH. PacTBOp OX-
NaXJatoT Npu KOMHATHOW TemnepaType, 3aTeM MEPeHOCAT B MepHYto
Konby BMecTMMOCTbiO 250 CM3 [0NMBatOT A0 METKM BOAOW M nepeme-
LUMBAIOT.

OnTUYeCKyo MAIOTHOCTL PacTBOpa M3MEpPAI0T He paHee uYeM yepes
1 4 Ha cnekTpodoTOMeTpe Npu A/MHE BOAHbI 525 HM WM (OTO3NCK-
TpoKonopumeTpe B 06nacTy ceetonponyckaHms ot 500 go 550 Hwm.

PacTBOpoM CpaBHEHUA CNYXWT 4acTb WCMbITYEMOro pacTsopa, B
KOTOPOM MapraHLeBas KucfioTa paspylleHa fobasneHnem !—2 kanesb
pacTBopa HUTpUTa HaTpWA.

Maccy MmapraHua Haxogat no rpafyvpoBOYHOMY rpaduky nocne
BbIUMTAHWUS 3HAYEHWS OMTMYECKON MIOTHOCTU PacTBOpPa KOHTPO/bHOrO
onbITa M3 3HAYEHWs ONTUYECKON MAOTHOCTW pacTBopa Mpobbl.

2.3.3. ns noctpoeHus rpagyuMpoBOYHOrO rpagMka B KOHUYecKue
Kon6bl BMecTMMOCTbi0 250 cM3 moMellalT CcTaHfapTHbI pacTtBop 13
cornacHo Tabn. 1

Bo Bce kon6bl npunueatoT no 100 cm3 Bogbl, Mo 10 cMml pacTBopa
cepHolt kucnoTbl 1:1, mo 5 cmM* opTodocthopHO KMcnoTbl, Mo 10 cm3
pacTBopa MOAHOKWUCNOTO Kanus W fjanee MNOCTYNaloT, Kak yKasaHo B
n 23.2.

PacTBop B konbe, cofepxawuii BCe peakTuBbl, HEOBXOAUMble A4N15
MpoBefeHns aHann3a, 3a WCK/IYeHMEM CTaH4apTHOro pacTeopa, Cny-
XWT pacTBOPOM CpPaBHEHWS.

Mo nonyyeHHbIM 3HAYeHWAIM OMTMYECKWX MAOTHOCTE/ pPacTBOPOB M
COOTBETCTBYIOLMM WM Maccam MapraHua CTPOAT rpagyvpoBOYHbINA

rpaguk.

24. O6bpaboTka pe3ynbTaToB

2.4.1. MaccoByto fonto mapraHua (V) B NpoueHTax BbIYUCAAKT MO
thopmyne

A--.100, @

«
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rfe ru,— macca MapraHua, HaiieHHas Mo rpagyvpoBOYHOMY Fpagu-

Ky, T,
T —Macca HaBecku Mpobbl MAM Macca HaBecKW, COOTBETCTBYHO-

a8 a/IMKBOTHOW 4YacTu pacTeopa npobsl, T.
24.2. Hopmbl TOYHOCTM M HOPMATMBbLI KOHTPOAS TOYHOCTW OMpefe-
NEHUs MaccoBOI 0N MapraHua npueefeHsl B Tabn. 2.
Tabnunua 2

Jonyckaemble pacXokaeHus, %

Ner . I'Iorpeu.l— d?e&/ - X o> Pe%/;bTaTe..
eoa i 30/ g o™ A -
B wE BELS SR e e
b 7 eese-
mi%gﬂhx prﬂeﬂe“”” P &/elllﬂ BaHHoro 3
yCrioBusX
OT 0.1 go 0.2 BK/IHOY. 0.02 0,02 0.02 0.02 0.01
Cs 02 »05 > 0.03 ons3 0.03 0.03 0.02
»05 » 10 » 0.04 0.05 00* 0,05 0.03
<10 »20 » 0.06 0107 0.06 0,07 0.01
» 20 » S » 0.08 0,09 0.08 0.09 0.05
>5 » 7 * 0,11 0,13 0.11 0.13 0.07

3. ATOMHO-ABCOPBLINOHHbLIV METO/,

3.1 CywHoCTb MeTOAa

MeTOoZ4 OCHOBaH Ha K3Me[>eHWW aTOMHOW abcopbuum MapraHua B
njaMeHn BO3fyX-aueTuneH npu AAWHE BOMHbI 2795 HM C npefsapu-
TeNbHbIM PacTBOPeHWeM Mpobbl B CEPHON KWC/oTe.

32. AnnapaTtypa, peakTuBbl W pacTBOpHI

ATOMHO-a6COPOLMOHHBIVi  CMEKTPOMETP CO BCEMW  MPUHAANEXHO-
CTAMM.

Kucnota asotHas no FOCT 4461.

Kucnota dropuctosogopogHas no FOCT 10484.

Kucnota cepHaa no MOCT 420/ u pacteopbl 1:1m 1:4.

Kucnota conaHasa no MOCT 3118.

Bogopopga nepekncek no FOCT 177, pactsop | : 100

Kenes3o metaninyeckoe.

PactBop »enesa 10 r/gm’: 10 r >kenesa pacTBOPSNOT MpW Harpe-
BaHUM B 40 CM3 CONAHOW KUCMOTbI, NpUAMBalOT 5 cMm! a3oTHON Kucno-
Tbl. PacTBOp KWNATAT 4O YA&IeHWA OKCUAOB asoTa. OXNaXAeHHbIR
pacTBOP MEPEHOCAT B MEPHYHO KONnby BMecTUMOCTbi0 1 am3 gonvsatoT
BOZOMN [0 METKVM W NepeMeLlnBatoT.

BaHagua (V) okcug.

PactBop BaHagusi 10 r/gm3: 17,9 r okcupga BaHagus pPacTBOPAIOT
mpH HarpeBaHuW B 100 cM3 CONsAHOW KUCNOTbI, MPUAUBAIOT 5 cM3 a3oT-
HO KMCMOTbI, PacTBOpP KUMATAT A0 yAaneHWs OKCUAOB a3oTa. Oxnax-
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AEHHbI PACTBOP MEPEHOCAT B MEPHYIO KOGy BMECTUMOCTbIO | AmM3,
[ON1BAOT BOAOW [0 METKU W MEepemeLLMBatoT.

Kanuii mapraHuyoBokucnblii no FOCT 20490 wnu MapraHel, meTan-
NNYECKMIA.

CraHfapTHble pacTBopbl MapraHua no n. 2.2.

33. [MpoBefeHne aHanmsa

3.3.1. HaBecky npob6bl, 0TO6GpaHHYt B COOTBETCTBUM C Tabn.

MOMELLAOT B MNaTUHOBYIO YallKy Wiy TOpONNacToBblii CTakaH BMeC-
TuMocTbio 100 cm4 npunueatoT 20 cm4 pacTBopa CepHoi KucnoTel 1:4,
3aTemM 2 cM3 (hTOPMCTOBOAOPOSHON KWCNOTbI, HarpeBaldT 40O pacTBope-
HVA, MPUNMBAIOT a30THYIO KUCMOTY [0 MpeKpalleHns BCMeHWBaHWUA pa-
CTBOpa Y eLle 0 M3ObITOK 2CcM5 PacTBOp BbiNapusaloT [0 BblAeNeHUA
NapoB CepHOW KMCNoTbl U oxnaxpaatT. Conu pactBopstoT B 20 cM3
BOfbl MPW HarpeeBaHWM U oxfnaxgalT. PacTBOp NepeHOCAT B MepHYyLo
Konby BMmecTMMOCTbO 100 cM3 AonMBalOT BOAOM A0 METKM U nepeme-
LUVBAIOT.

Tabnuua 3

O6bem CTaH-

. Macca via-  ATOMKIMDYT-  Ctamnapnw/1  apTHOrO

Maccosas fonst MapraHua. % €CCKU Mpo- Ha/1 Macca POCTAO] pacTeopa.
on. T mMapcorLp», ur ov*

Or 01 A0 1.0 BK/OH. 02 oHe
Cn 10 » 20 * 0.1 1-
2

B
R 10-20
» 20 » 70 * 0.1 A

2
-7

ATOMHYt0 abcopbLmnio MapraHua WM3MepaloT MocfefoBaTtensHo B pa-
CTBOPe KOHTPO/LHOIO OMbITa, pacTBope Mpobbl, pacTBopax A/ NOCT-
poeHus rpagyvmpoBOYHOrO rpaduka, pacTBOpe CTaHAapTHOro ob6pasua
npy AnvHe BOMIHbI 279,5 HM H NiameHu BO34yX-aueTuieH.

3.3.2. Mocne BblUMTaHUA 3HAYEHWs aTOMHOW abcopbuuu pacTBopa

KOHTPO/IbHOMO OMbITa M3 3HA4YeHWs aTOMHOI abcopbuuy pacTBopa npo-
Obl Haxo4AT MaccoBYHO [O/II0 MapraHua B npo6e MeTofoM CpaBHEHWS
CO CTaHAapTHbIM 00pas’LoM C XMMWYECKMM COCTaBOM, COOTBETCTBYIO-
WMM TpeboBaHMAM HACTOALLEro cTaHgapTa, WaM MeTOAOM rpajyupo-
BOYHOI0 rpajuka.

3.3.2.1. Mpu NpYMeHeHWN MeTofa CPaBHEHWA CO CTaHLAPTHbIM 06-
pasLoM HaBecKy CTaHapTHOro obpasla npoBOAAT 4epe3 BCe CTaguu
aHanmsa no n. 3.3.1.

3.3.2.2. Mpy NpumeHeHUy MeTofa rpafyvpoBOYHOrO rpaduka B psg
CTakaHoB MOMELUA0T pacTBOpbl WaHafWs W >Kenesa B KOMWMYECTBAX,
COOTBETCTBYHOLUMX WX COAepXaHUsM B Npobe, CTaHAAapTHbIA pacTBOp
mapraHua, cornacHo Taén. 3. B ofuH cTakaH CTaHAapTHbIi pacTBOp
He po6aBnsAlT. Bo Bce cTakaHbl nomewatoT no 20 cm3 pacTBopa cep-
HOM KkmcnoTbl 1:4 u fanee nocTynawT, Kak ykasaHo B n. 3.3.1.
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paflyVpoBOYHbI/i FpauK CTPOAT MO pe3y/nbTatam, MoMyYeHHbIM
nocne BblYMTaHWA 3Ha4YeHWs abcopbumy pacTBOpa, He CofepXallero
CTaHJapTHbIA PacTBOp MapraHua, 13 3HayeHun abcopbuuu pacTBopos,
COJlepXaLlMX CTaHAapTHbI pacTsBOp, M COOTBETCTBYIOLWMM WM Maccam
mMapraHua.

34. O6paboTka pe3ynbTaTtoB

34.1 MaccoByto fonto mMapraHua (X|) B npoueHTax, onpegense-
MY METOZIOM CPaBHEHMS, BbIYUCASIOT HO opmyne
. A<—>)
Dt-Dt V)

roe A —aTTecTOBaHHOE 3HauyeHWe MaccoBOA [OnM  MapraHua B
CTaHfapTHOM o6pasue, %;
D —3HaueHue aToMHOIi abcopbuum pacTtBopa npobbl;

D\ —3HauyeHune aToMHOI abcopbuum pacTBOpa KOHTPOSLHOMO
onbITa;
0» —3HauyeHMe aTOMHOI abcopbuun pacTBopa CTaHAAPTHOrO 06-
pasua.

3.4.2. MaccoByto fonto MmapraHua (Xt) B mpoueHTax, onpegense-
My METOZOM rpafyMpOBOYHOIO rpaguka, BbIYMCASIOT MO opmyne

=_N__
Ny o 100, 3

roe LLF —macca mapraHua, HalifieHHass Mo rpagyypoBOYHOMY rpa-
huky, T;
T — Macca HaBecku npobsl, T.
3.4.3. HOpMbI TOYHOCTM W HOPMAaTUBLI KOHTPOAA TOYHOCTM Onpege-
NEeHUs MaccoBOW 40NN MapraHua npueefeHbl B Tabn. 2.
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NMHPOPMALMOHHbLIE AAHHBIE
. PABPABOTAH I BHECEH MuHuctepcteom metannyprum CCCP
PA3PABOTUYNKN

B. I. MunuH, T. A Mepgunsesa, C. N. AxvamneH. /1. M. Kneii-
Hep, . L. TyceBa

. YTBEPX/JEH W BBEJEH B [AEMCTBUWE TocTaHoBNEHMEM
locypapctBeHHoro komuteta CCCP  nmo  ynpaBneHUO KavyecTBOM
npogykuuu n ctaHgaptam ot 04.05.90 fla 1096

. BSBAMEH T'OCT 13217.6-79

4. CraHgapT nosiHocTbio cooTeetcTByeT CT COB 1212—389

. CCbINIOYHbIE HOPMATUBHO-TEXHUWYECKME OOKYMEH-
Thl

O6oxasete* HTA. * HoTOpMIA

[OaBa cCblka Howmep nyHkTa
FOCT 177-88 22.32
[OCT 3116-77 32
[OCT 4197-74 22
FOCT 4204-77 22.32
FOCT 4461-77 22.32
FOCT 0552—80 22
OCT 10484-78 2.2.32
OCT 20490 - 75 22.32
OCT 26201-84 12
FOCT 27349-87 11
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