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MEXTOCYILAPCTBEHHB W CTAHJLAPT
Y

MAPTAHEL, METAJIJIMYECKMH W MAPTAHELL A30THPOBAHHBIN

MeTon onpenenenns asora

Metallic manganese and mitrated manganese
Method for determination of nitrogen

Nara seeeHuss 1995—07—01

1 HA3HAYEHHE H OBJIACTb NPUMEHEHMHS

Hacrosluui cTaHAapT yCTaHABJAMBAeT THTPUMETPHYECKHH METOX
onpejesieHHs! a30Ta TIPH MaccoBoil 4oJe ero B a30THPOBAHHOM MapraH-
e ot 1 10 8 9%.

Merton OCHOBaH Ha PacTBOPEHHH HABECKH B HEOKMCJAIOUHUX KHCJIO-
Tax, B pesyJapTaTe 4ero B pacrBope obpasyioTcsi aMofinble coju. Asor
OTrOHSIIOT B BHAE aMMHaKa AUCTHJJSIHeH H3 HIEJOYHOrO PacTBOpa,
norjollas aMMHaK PacTBOPOM CEpPHOH KHCJIOTHl B NPHCYTCTBUH CMECH
HHJIHKaTOPOB,

2 HOPMATHBHBIE CCblJIKH

B HacTOsIleM CTaHJapTe HCOOJb30BAHBl CCHIIKH HA CaefyloliHe
CTaHJapThl:

I'OCT 83—79 Hartpuii yraekucasii. TexHnueckye ycJaOBHS

T'OCT 4145—74 Kaaufi ceproxkucabiii. TexuHueckue ycJa0BHS

TOCT 4199—76 Harpuit rerpaboprokucabit 10-Bogubil. Texnuue-
CKHe YCJIOBHS

T'OCT 4232—74 Kaani #iogucteiii. TexHHueCKHe yCIOBHS

TOCT 4328—77 Hatpus ruapookuck. TexHHYeCKHE YCAOBHS

TOCT 5962—67 Cnupt 3TUIOBHI pekTudHkOBanHbIf. TexHuue-
CKHe YCJOBHS

I'OCT 6552—80 Kucnora oprodpocdopHas. TeXHHUECKHE YCJIOBHSA

T'OCT 9656—75 Kucaora Gopnast. Texmmueckie ycaoBus

FOCT 14261—77 KucnoTa constHas 0co60# 4ucTOTh. TeXHHUECKHE
yCJI0BHA

TOCT 14262—78 Kucaota cepHas 0coboii uncTOTH. TeXHHUECKHE
yCJIOBHS

Hapanue odpuunansnoe
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TOCT 18300—87 Crupt 3TH/I0BbIfi peKTHOHUKOBAHHBI TeXHUYECKHIT,
TexHHYeCcKHe yCIOBHs

I'OCT 18704—78 Kucnora 6opuas. Texuuueckue ycJa0BHA

FOCT 20490—73 Kasuii MapraHuoBOKHCAH. TexHHUeCKHe ycJo-

BHSA
F'OCT 24363—80 Kanus ruppooxuch. TeXHHUECKHE YCIOBHSA
F'OCT 26999—86 Maprauen MeTajnHyeCKHi U MapraHell a3oTHpPO-

BaHHbIH. [VeToab 0TGopa H MOATOTOBKH NPOG AJIA XHMHYECKOrO H (H-

3HKOXHMHUYECKOrO aHau30B
TOCT 28473—90 Uyryn, cranb, dgeppocniasbl, XpoM, MapraHel
Merasiudeckne. O6lye Tpe6oBanus K METOAaM aHa/Au3a

3 OBILUE TPEBOBAHUA

3.1 O6uue TpeGoRanus k MeToay aHaausa — no TOCT 28473.
3.2 Jla6opaTopHas npo6a A0MKHA GHITH NPUTOTOBJEHA B BHAE IO-
pomka ¢ MakCHMalbhpm pasmepoM uacthi 0,16 mm mo TOCT 26999.

4 ANNAPATYPA, PEAKTHBbBI U PACTBOPHI

YcTaHoBKa M1 MMCTHANSAUMH aMMHAKa ¢ BO3AYIIHOH aclHpaiHei
(ueprex 1).
KX Boda -

CmpyanoMy
racaocy

1 — NpPOMLIBHY e COCYABI, 3anofiHeHHble CepHOM KHCNOTOH H BO-
LOH; 2 —3neKhponnuTka; 3 — CTEKAAHHAs Tpy6Ka JAHaMeTpOM,
6—7 MM; 4 — heaxyuonuasm KoJ6a M3 TEPMOCTOHKOrO cTeKJla BMe-
CTHMOCTBbIO 300 cy3; 5 — KanenbHasi BOPOHKa C KpaHoM, 6 — Je-
daermatop; 7 — xojonunbhuK; 8§ — 6ap6oTep; 9 — COCYA AAf MO-

TVIOULeHHA aMMHaKa

Yeprex 1
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Boxa 6uaHcTHINHpOBaHHAs WJM JE€HOHH3HDOBaHHAas, MCHOJb3ye-
Mas B XOJe aHaJii3a M JJISl NPHTOTOBJEHHS PacTBoOpoB. I/ meperow-
KH BOJbl IPHMEHSIOT YCTaHOBKY, NpPEJCTAaBJEHHYIO Ha 4epTexe 2 HJM
apyroro tuna. IIpn BropnuHOi#l meperonke K 5 AM® JHCTHAJIHPOBaHHOH
BOAbl Ao6aBasioT 10 cM® pacTBopa cepHOit KUCJIOTH (1:4) H HECKOJbKO
KDPHCTAJJIOB MapraHilOBO-KHCJIOrO KaJHus 10 HOJy4eHHs YCTOHYHBOM
OKpaCKH pacTBOpa B TeYCHHE BCETO BPEMEHU NCPCrOHKH.

1 — snexkTponnuTKa, 2 —~ AUCTHANSLHOHHAA KO-
6a; 3 — XOJOAUNbHHK; 4 — Kon6a npHeMHHK; 5 —
npefoXpaKUTENbHAA BOPOHKA

Yeprex 2

OuyLIeHHYIO0 BOAY NPOBEPSIOT HAa NMPHCYTCTBHE B HeH HOHOB aMMO-
uusi peaktuBoM Heccaepa: x 100 cm® nosnydeHHOH BOALI NMPHJHBAIOT
0,5 cm® pacrBopa ruppokcuaa Kaaus u 1 cm® peakrnBa Heccaepa. Ec-
JI1 BOAA He OKPaCHJacCh B.KEJTblli LBET, OHa MOXKET GHTh HCIONB30BA-
Ha AJs aHasausa. Boay XpaHAT B CTEKJSHHOH OyThlJIKe C NPHTEPTOH
npob6KOi.

Kucsora consnas no 'OCT 14261 u pacrsop 1:1.

Kucaora 6opras no ['OCT 9656 uwau mo 'OCT 18704, pactBop
20 r/am3.

Kucaora oprodocopras no FOCT 6552.

Kucnora cepuas no T'OCT 14262, pactBop 1:4 u pactBop
c(!/2HsSO,) =0,02 Mosp/aM3, npUroTOBNEHHbIH N3 QHKCaHaJa.

MaccoByio KOHLEHTpaIMIO pacTBOpa CEPHOM KHUCJOTH yCTaHABJHBa-
10T N0 TeTPaGOPHOKHCIOMY HAaTPHIO HJH yrJIeKHCJIOMY HAaTpHIO.

MaccoByio KOHLEHTPalUMIO pacTBOpa CepHoIi KHCJIOTH 1o TeTpabop-
HOKHMCJIOMY HAaTpHIO yCTaHaBJHMBAIOT cJjefyioulnm o6pasom: 0,1000 r
peakTHBa pactBopsAloT B 150 cM3 Boabl, npuGaBAAIOT HECKOJBKO Ka-
nejb CMeCH MHAHKATOPOB H THTPYIOT PacTBOPOM CEDHOH KHCJIOTH 10
nepexojia OKpacKu U3 3ejeHOH B (QHOJIETOBYIO.
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MaccoByI0 KOHIEHTPALHIO pacTBOpa CEPHOM KHCJOTH MO yraeKkuc-
7OMy HaTPHIC YCTaHaBJAMBAIOT cieayoiuuM o6pasom: 0,1000 r peakTu-
Ba pactBopsiioT B 100 cM® BOAbI, NEPeHOCAT B MePHYIO KOJGY BMeCTH-
MocTbio 250 ¢M®, noauBalOT BOAOH 1O METKH U nepemeiuuBaior. Otbu-
paloT aJMKBOTHYIO 4acTb, paBHylo 50,0 cM3, noMeIlaT B KOHUYECKYIO
K06y BMecTHMOCThIO 250 cM®, mpusausaoTr 100 cM® Boabl, R06aBaSIOT
HECKOJIbKO Kame/b CMeCH HHAMKaTOPOB M THTPYIOT 10 Hepexoja oKpac-
KH 13 3eJieHol B (PHOJIETOBYIO.

MaccoByio KOHUEHTpalHIO pacTBopa CepHOil  KHCJAOTH ¢, rfem3
a30Ta, BLIYHCJASIOT [0 GopMmyJe

my-28
_(V—Vl)'M ’ (1)

rge m;— Macca THTPyeMOH HaBeCKH TeTpaOOPHOKHCJOro HJH yrJe-
KHCJIOTO HATpHS;
28 — MoJieKyagpHasi Macca a3oTa;
V —obbem pacTBopa CepHOHl KMCJOTH, H3PacXONOBaHHHIA Ha
TUTpPOBaHHe, cM3;
Vi—ob6bem pacTBOpa CepHOH KHCJOTH, H3DacXONOBaHHBIN Ha
THTPOBAHHE PacTBOPA KOHTPOJBLHOTLO OMbITA, cM3;
M — MonekynsipHast Macca TeTpaGOPHOKHCJ/IOrO HAaTPHS MJH yrie-
KHCJIOTO HaTpH4.

I

Cmech xucaor: K 300 cm® Boasl npuausalor 600 cm® oprodocdop-
HOH KHCJIOTHI, IEPEMELIHBAIOT W npHauBalOT 150 cM® cepHOil KUCJOTHI.

Harpust rugpookucs nmo TOCT 4328, pacreop 400 r/am3: B koaby
BMeCTHMOCTbIO 5 aAM® momewatoT 1 kr rugpokcupa Hatpus, 10—20 r
UHHKA, 2—3 r MeaHOH NPOBOJIOKH M NpuanBaioT 2,7 nM® Boasl. PactBop
KHOSITAT 0 AOCTHXKeHHst o6beMa 2,5 am3. PacTBOp XpaHAT B 3aKphl-
TOM NOJIH3THJ/IEHOBOM COCYy /€.

Kanusa rugpookucs no 'OCT 24363, pacreop 150 r/am3. Pacrsop
XpaHAT B NOJHITHIEHOBOM COCYJE.

Hatpuit yraexucanit no TOCT 83, BricyuieHHbI B TeyeHHe | 4 npu
temMnepatype 270—300 °C.

Harpuit terpabopuoxucaniit 10-sognpit no TI'OCT 4199, nepe-
KPHCTaJIM30BaHHbIH: 150 I peakTHBa pacTBOPAIOT NpH TEMIEpaType
ne Boute 60°C B 300 cM3® BOABI, NOJYYEHHBI PacTBOp QUJILTPYIOT ye-
pe3 ckJaanyaThiil QUALTP B PapdopoByIO YALIKY, OXJAaKAAEMYIO JbAOM
nan Bojoil fo 5°C. HenpepbiBHO noMemnBass QUIbTPAT CTEKJISHHOH
NaJIOYKOH, NoJy4yatoT Npenapar B BUAE TOHKOH KPHCTaJJHYECKOH Mac-
Chl.

Kpucraanbl oTcachiBalOT Ha BOPOHKY DioxHepa, npomuwisater He-
60JIbLIMM KOJIMYECTBOM XOJIORHOM BOXb:, 3aTEM BEHICYIUHBAIOT Ha BO3AY-
xe 2—3 aHs. XpaHAT B 3aKPHITOH Hocyje. ’

4
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Kaauit mapraunosoxucaniii no FOCT 20490.

Cnupt sTHg0Bbiil pekTHuroBanHbli 1o TOCT 5962 nau no I'OCT
18300.

MeTHJIeHOBBI TONY6OHR.

MetuaoBbiit KpacHBI.

Cwmechb nuankaropos: 0,125 r meThaoBoro KpacHoro u 0,083 r Me-
THJIEHOBOrO roJy6oro pactsopsiot B 100 cM® sTHA0BOTO CcnikpTa.

LIuHK MeTaJJIMYeCKUi rpaHyIHPOBaHHbIH.

Mezbp MeTananyeckas B BHJE NIPOBOJIOKH.

Kaanii ceproxucasiit no FOCT 4145.

Kaunnii siopucreiii mo TOCT 4232,

PryTh fioaHasd.

Peaktup Hecciiepa rortoBsit caepyiomum obpasom: 12,5 r fogucro-
ro kaaus pacrsopsiioT B 15 cM® Bogsl. K pactBopy npubasasior 17,5 ¢
HOAHOH PTYTH M IiePEMELIHBAIOT X0 INIOJIHOrO PacTBOPEHHS KPacHOro
ocaaxa. K nosyuenHomy pacTBOpy npuiausaioT 445 cM® pacTBopa THA-
POKCHAA KaJIHs, NepeMeliHBaloT H JaloT OTCTOATbCH OCAAKY B TeYeHHe
3 cyrok. ITpospaunblii pacTBOp A€KAHTHPYIOT H XPAHAT B CKJSIHKE H3
TEMHOTO CTeKJa.

TIpuroroBiienne, XpaHeHHe PacTBOPOB M PEAKTHBOB, a TaKxe NpO-
BEJCHHe aHaJH3a CJEIYyeT OCYLIeCTBJATbH B NOMEIleHHsX, aTMocdepa
KOTODBIX cBOGOAHA OT aMMOHHHHEIX COJIEH H OKCH/I0B a30Ta.

5 NOATOTOBKA K AHAJIH3Y

Co6HpaioT ycTaHOBKY (uepTex 1) AJs AHCTHANALHMH aMMHakKa, coe-
NMHAIOT Bce JeTaan MHbaMH HJIH Pe3HHOBHMH TpyOkaMH, obecrmey-
BalOWHMH repMernuynocTs, floaroraBauBaior npubop ciaenyomum ob-
pa3oM: B peakLHOHHYIO KoJGy (4) 3anuBator 100 cM® Boanl u 150 cm®
pacTBopa T'HAPOKCHAA HATPHs, B COCyl AJs TOIVIOWIEHHS aMMHakKa
(9) — 20—30 cm3 pacTBOpa GOPHOH KHCJOTH, BKJIOYAIOT BOLZOCTPYHi-
HBI Hacoc H MPOBEPSIIOT 'ePMETHYHOCTb CHCTEMBl. 3aTeM BKJIIOYAIOT
3JIEKTPOIIHTKY (2) M NpPOBOAAT OTIOHKY aMMHaka B TeyeHHe 40 MuH.
YCTaHOBKY CUHMTAlOT rOTOBOH K paboTre, eclH Ha HeHTpaJH3aLHIO

100 cm® mucTHaaATa pacxoayercs He Goaee 0,1 cM® pacTBopa cepHo¥
KHCJIOTHI.

6 MPOBEJEHHE AHAJIU3A

. HaBecky npo6rr mMaccoit 0,25 r npu maccoBoii gone aszota o 4 %
uan 0,1 r npu MaccoBoll goJie a3ora cBhille 4 %, NOMEILAKOT B KOHH-
yeckyio Koaby (ueprex 2), mpuausaiotT 30 cM® pacTBopa COJISIHOH Kuc-
JIOTH M 32KPLIBAIOT NPOGKOH C THADPABAHYECKHM 3aTBOPOM, B pPe3eppy-
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ap KOTOpOro IpeABapHTEJbHO HaJHBAOT 2 cM® pacTBOpa CEpHOH KHC-
aotel 1:4. CoaepxxuMoe KONO6H YMEDEHHO HarpeBalOT A0 MOJHOTO
pacTBopeHust HaBeckH. Koa6y ¢ pacTBOpOM OXJIaXZaloOT, PacTBOpP H3
THPABJHYECKOr0 3aTBOpPa INPHCOEAMHAIOT K OCHOBHOMY pPacTBOpY,
npuauBaorT 20 cM® cMecH KHCJOT H HarpeBalOT A0 MOSIBJEHHs CJAaGBIX
NapoB CEPHOH KUCJOTHI, 3aTeM OCTOPOXKHO J06aBASIOT 1 I cepHO-KHC-
JIOTO KaJ/lHsl M HarpeBaHue NPOROJKAIOT A0 NMOABAEHHS TYCTHIX GeJbIX
napos.

Konby oxnaxpaior, npuausator 100 cM® GHAHCTHANMPOBAaHHOH BO-
Jbl M HarpeBaloT 10 pacTBopeHHs codefl. [loxroToBneHHbl B OXJaaXK-
JAeHHBIH PacTBOp aHAJH3HPYEeMOH NPOGH OCTOPOXKHO IEepeHOCAT yepes
KaneJjbHYIO BOPOHKY YCTaHOBKH (5) B peaknHOHHYIO Koaby (4) c
ApelBAPHUTEJNbHO HaJHTHIM B Hee 150 cM3 pactBopa ruapokcuia Hat-
pHA, a B COCYA IJs norJouleHuss ammuaka (9)—80 cm® pacTtBopa
60pHOil KMCJAOTH. Kosiby H KamesibHyl0 BOPOHKY OINOJacKHBAlOT He-
60JIbIUMMH TIOPUHAMHA BOJH, He JaBad efl cTekaTb A0 KOHLA. 3aKpHBa-
IOT KpaH BOPOHKH, BKJIOYAIOT HACOC, 3JIEKTPOIJIHUTKY, 00ecreynBaloLLyio
teMnepatypy HarpeBa 200—250°C. OTroHKy aMMuaka NpoJo/KaioT B
Teuenue 40 MuH.

3areM HarpeBaHHe NPeKPallaloT, OTCOEAMHSIOT KOJGY NpueMHHKA
OT cHCTeMbl, 06MbIBalOT Gap6oTep, MAOGABASIOT HECKOJABbKO KameJb
pacTBOpa CMeCH MHAHKATOPOB H THUTPYIOT PacTBOPOM CEPHONH KHCJOTHI
[0 epexoja LBeTa HHAUKAaTopa.

7 OBPABOTKA PE3YJIbTATOB
7.1 Maccosyio aoJo asota X, 9%, BRUHCASIOT N0 GopMyJie
_ Vi—Va)-c
X="———2—.100, (2)

rge V,—o6beM pacTBOpa CepHOM KHCJOTBI, H3PacXOfOBaHHHIA Ha
THTPOBaHHE NPOGH, cM3;
Vy— o6beM pacTBopa CepPHOH KHCJIOTH, H3PaCXOAOBaHHbIH Ha THT-
pOBaHKe KOHTPOJBHOI'O ONLITa, CM3;
¢ —MaccoBasi KOHHUEHTpPallHsl pacTBOpa CEpPHOI KHCJOTHI, Bblpa-
JKeHHas B I'/cM® a3oTa;
m — Macca HaBeCKH NpobH, T.

7.2 HopMBI TOYHOCTH M HOPMAaTHBBI TOYHOCTH MPHUBEAEHH B TaGau-
e 1.
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TOYHOCTH U HOPMATHBbI KOHTPOJAS! TOUHOCTH

JonyckaeMble pacxoxkaeHust, %

Horpeut- | aByx cpensux
HOCTh pe3ynbTaToB nByx Tpex pesyJibTaTos
MaccoBasi p0g4 pesyJb- aHa/u3a, mapad napaan- aHaJH33,
Mapranua, % TATOB BhIIONHEHHBIX | JNeabHBIN JNeNbHRIX CTaHAAPTHO
aHaJH3a B pa3fHUYABIX | olpejie onpene- ro ofpasna H
A, Y% YCAOBHAX JIeHH i JEeHH#H aTTecToBaH-
dp d: ds HOrO 3HayeHHs
)
O1 1 no 2 BRJIOU. 0,12 0,15 0,12 0,15 0,08
Cs 2 »5 » 0,2 0,2 0,2 0,2 0,1
» 5 » 8 » 0,3 0,3 0,3 0,3 0,2
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