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FrOCYAAPCTBEHHBLIN CTAHAOAPT COK3A CCP

] [OCT
XPOM METAJTMTNYECKUA
MeToabl onpeaeneHuns asota 13020 . 7'85

Metallic chrome

Methods for determination of nitrogen (CT C3OB 4508—84]
B3ameH
FOCT 130207—67
OKCTY 0809

MoctaHoBneHuem [ocypapctBeHHoro komuteta CCCP no cradHgaptam ot 20 maA
1985 r. Ne 1412 cpOK AelcTBUA yCTaHOB/EH

c 01.07.86

0o 01.07.96

HecobntogeHne CTaHgapTa npecnenyetcd no 3akoHy

HacTtosiwnin cTtaHOapT YycTaHaBAMBAET TUTPUMETPUYECKUIA N C NpU-
MEHeHMeM aBTOMaTUYECKUX aHa/IM3aToOpOoB MEeTOoAbl onpefesieHus asoTa
B MeTa/imyeckom Xxpome (nNpu maccoBoil pone asota or 0,002 po
0,06 % )e

CtaHgapT nosiHocTbio cooTBeTcTBYyeT CT COB 4508—84.

1. ObWME TPEEOBAHNA

1.1. O6buwme TpeboBaHMsas K MeTogam aHamza — no [OCT
13020.0—75.

1.2. JNlabopatopHasa npoba p[o/mkHa ObITb NpuUroTosfieHa B Buae
CTPYXXKM ToNLWMHOM He 6onee 0,5 mm no TOCT 23916—79.

2. TATPUMETPUYECKWIN METO/,

21. CywHoOCTb MeTOa

MeTog OCHOBaH Ha nepeBofe a3oTa, HaxoAslerocs B MeTaslimyec-
KOM XpoOMe B BuAE XMMWYECKN CBA3AHHOMO M B aroOMapHOM COCTOSIHUM,
B aMMOHWIHbIE COMN. A30T OTIOHAKT B BUAEe amMMumaka AUCTUANAunen
M3 LLEeNOYHOro pacteopa. Bbigenswowminca npu 3ToMm amMmuak nornoila-
IOT pacTBOpPoM OOpHOM Kucnotbl. O6pa3oBaBLUMACSA 6GopaT aMMOHUS

TUTPYIOT PaCTBOPOM CEPHOI KWCNOTbl B MPUCYTCTBUM CMECU WHAUKATO-
pOB.

N3paHve oduymanbHoe MepeneyaTka BoCMnpeLlleHa

39



CTp. 2 FOCT 13020.7—85

22. AnnapaTtypa, peakKTuBbl U pacTBOpbI
YctaHoBKa an1a nosydeHunsa ouanctunnata (yept. 1).

A\ " |
/—anekTponnuTka; 2—Amn CTUAN 9 UAOHH a A konba; 3—
XONOANNBbHNK; 4—kon6a-npUemMHHK,; 5—npepoxpaHu-
Te/lbHadA sopoHa

UepT. 1

YctaHoBKa An1a onpefeneHus asorta (4epT. 2).

K 6ogocTpuin-
—HOMY
Hacocy

1—CK/IAAHKM, 3an0/IHEHHbIE BOAON U CEPHOI KUC/IOTO;
2—31EeKTPONINTKA; 3—CTEeK/IsTHHas Tpybka AnameTpom
6—7 MMm; 4—%By ropsioBasi Koyiba BMECTUMOCTbIO 1 AmS3;
5—BoOpoHKa; 6—kBapLeBbIil gednermarTop; 7—kKBapueBbIii
X004WbHKK, 3—KBapLEeBbIi 6apboTep; 9—konba npmem-
HVKa gucTunnaTa

YepT. 2

JlonyckaeTcs NpMMeHeHe YCTaHOBOK ApYyroro tuna.

Boaa buanctunimpoBaHHas unmn AeNOHNPOBaHHAas.
Mpn BTOPUYHOIM NEeperoHke B AUCTUANIMPOBAHHYKD BoAy [A06aBsOT

10 cm3 cepHoit kmcnotbl (1:4) M HECKONbKO KPUCTasI/IoB MapraHLoBoO-
KACNOro Kasius [0 MOJydYeHUs YCTOMUYMBOWN OKpacku pacTBopa B Teue-

HMe BCero BPeMeHu NeperoHKu.
OuullEeHHY0 BoAy NPOBEPSIOT Ha MPUCYTCTBUE B HEl MOHOB aMMOHUS

peakTnBom Heccnepa: kK 50 cm3 nogy4veHHon Boabl npunmnsatoT 0,25 cm3
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MOCT 13020.7—85 C1p. 3

15 %-Horo pactBopa rugpookucn kasma u 0,5 cm3 peaktmsa Heccne-
pa. Ecnn Boja He okpacunacb B XeNTbl LBET, OHA MOXeT OblTb WUC-
nosib30BaHa AJ/19 aHa/m3a.

Boay XpaHsT B CTEKNSAHHOM BYTbI/IM C NPUTEPTON NPOBGKOIA.

BuanctunanposaHHyio BOAY, OYULLEHHYHO OT WMOHOB aMMOHUA, Crie-
AyeT MPUMEHATb B XOA4e aHa/msa W Of1g NPUrotoB/IeHMS BCEX pacTBO-
POB, MCNOMb3yeMbIX A/15 OnpefenieHnsa cogepXxaHus asoTa.

[Ona neperoHkn BoOAbl NPUMEHAKT YCTaHOBKY, MNpPeAcTaB/IEHHYIO Ha
yepT. 1.

Kucnota consHas no NOCT 3118—77 n pasbasneHHada 1:1 n 1:100.

Kucnota xnopHas, 42 unn 57 %-Hbli pacTeop.

Hatpwuin yrnekncnbii no FTOCT 83—79.

Hatpuin TeTpabopHokucnbii, 10-BogHbin no [FOCT 4199—76, nepe-
KpUCTann3oBaHHbIin: 150 T TeTpabOpHOKUCAOro HaTpus  pacTBOpPSOT
npn Temnepatype He Bbiwe 60 °C B 300 cm3 BOAbl M MNOJSYYEHHbIN pacT-
BOp dunbTpylOT uYepe3 ckiagvatbli uabTp B (papdiopoByko  Yallky,
oxnaxgaemyw nbaomM unu Bogoh po 5 °C. HenpepblBHO noMelLvBas
dunbTpaTr CTEKNAHHOM nNaslovukon, nonyyarT npenapar B BUAE TOHKOM
KpucTannnyeckoir Maccbl. Kpuctannibl oTcacbiBaloT, MPOMbIBAOT  He-
60/IbLUMM  KO/IMYECTBOM XOJIOA4HOM BOAbl, 3aTeM BbICYLUMBAKT Ha BO3-
Ayxe 2—3 [OHA U COXPaHSOT B 3aKpbITOM nocyae.

Kucnota 6opHasa no FOCT 18704—78, 2 %-HbliA pacTBOp.

Kucnota cepHasa no FOCT 4204—77 wn pasbasneHHaa 1:4, 1:100 «
pacTBop MONAPHOW  KOHUEeHTpauumen skBmBasieHta cC  (1/2H2S0,) =
= 0,002 monb/gm3, NPUroTOB/EHHLIA N3 diMKCaHana COOTBETCTBYIOLLMM
pasbaBfieHneM BOAOWN.

MaccoByt0 KOHLIE HTpALMIO pacTBopa CepHOl KUCNOTblyCTaHaB M-
BAlOT MO TETPABOPHOKUC/IOMY UMW YTIEKUC/IOMY HATPWIHO.

MaccoBY0 KOHLeHTpauuio pacteopa CEepPHON  KUCNOThI
c(/2H,S0,) = 0,002 monb/gmM3 no TeTPabopPHOKUC/IOMY HaTpU YycTa-
HaBMMBaKOT crefylowmnmMm o06pa3om: HaBecky TeTpabopHOKUCIOro Hart-
pna maccoir 0,1000 r pacTtBopstoT B 50 cm3 BoAbl M nepenvBarT B
MEPHY0 KON6y BmMecTMmocTbio 100 cm3, ponuBaloT BOAOK [0 METKU
n nepemewwmsatot. 10 cm3 pactBopa NepeHOCAT B KOy BMECTUMOCTbIO
250 cm3 npunmBarot 150 cm3 BoAbl, NPUOGABNAKT HECKO/IbKO Kanesib
CMecu  MHOMKATOPOB W TUTPYKOT  pacTBOPOM  CEPHON  KUCOTbI

c(/2H2S0,) = 0,002 wmonb/gmM3 [0 nepexoja OKpacku Wn3 3e/eHon B
dononeToByHo.

MaccoByH KOHLEHTpauuo pacteopa CEpPHOIN  KMCMOTHI
c(ll2H,S0,) = 0,002 monb/gM3 nNo YrNeKnucsioMy HaTpuo YycTaHas/n-

BalOT credyolwmM 00pa3oM: HaBECKy YITIEKACNIOr0 HaTpusi  MaccoW
0,1000 r pactBopsAdT B 50 cm3 BOAbl, pacTBOpP MEPEHOCAT B MEPHYH
KoNnéy BMecTUMOCTbio 250 cm3, gonmBatoT BOAOW [0 METKM U Nepeme-
luMBalOT. 5 cM3 pacTBopa MEPEHOCAT B KOO0y BMECTUMOCTbD 250 cm3,
npuansatoT 150 cm3 BoAbl, NpMbGaBAOT HECKO/ILKO Kanesib CMecu
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Ctp. 4 FOCT 13020.7—85

WHOVKATOPOB W TUTPYKOT pPacTBOpoM cepHoil kucnotbl c(l/2H,S0,) =

= 0,002 monb/gm3 Ao nepexona OKpackn 13 3esieHon B hroneTosyto.
MaccoByl0 KOHLEHTpauuo pactBopa CepHoW Kucnotbl (C) no aso-

TY, BbIDQXEHHYIO B I/CM3, BbIUMCIAKOT Mo dpopmyne

roe T, — marca HaBeCKW, COOTBETCTBYHOLLASA a/IMKBOTHON YacTn pacT-
BOPOB TETPABOPHOKMCIOrO NN YINEKNCIOTo HaTpus, T;
28 —MoNekynsapHaa macca asoTa,;
V,—06beM pacTBopa CepHO KACNOTbl, U3pacxXof0BaHHOW Ha TUT-
poBaHue, CM3;
nr, — MOJIEKyNApHaa Macca TeTpabopHOKMCIOro HaTpUs, paBHas
381,38, nnn yrnekucnoro Hatpus, pasHasa 106.

HaTtpusa rmapookuck no NOCT 4328—77, 40 %-Hblii pacTBOp: B
KONy BMeCcTUMOCTbO 5 Am3 nomewart 1 Kr rMApPOOKMCK  HaTpus,
10—20 r uyuHKa, 2—3 T MeOHOW MNpPOoBOMOKM W npuanBarwT 2,7 AM3
BoAbl. PacTtBop KunATAT [0 Tex Mop, Moka ero o6bem He [OOCTUTHET
2,5 AM3. PacTBOp XpaHAT B 3aKPbITbIX MOSIMITU/IEHOBbIX OYThINAX.

MeTnneHoBbI ronyoeon.

MeTunnosblin KpacHbli no FTOCT 5853—51.

Cwmecb nHankatopos: 0,125 r meTunoBoro kpacHoro u 0,083 r me-
TUNEHOBOro rosyéoro pacteopsoT B 100 cm3 aTn10BOro cnmpTa.

Kanuii mapraHuoBokucsbii no FTOCT 20490—75.

CnunpT 3TNNOBbIN pekTUdnkoBaHHbIn No FTOCT 5962—67.

LINHK meTannuyeckunii rpaHyIMpoOBaHHbINA.

Meab MeTasliM4yeckas B BUAe NpPOBOJIOKU.

Hatpwuin cepHokucrbiii no FTOCT 6053—77.

Megab (1) cepHokucnas 5-sogHas no FOCT 4165—78.

Kanuii noguctoii no FOCT 4232—74.

PTyTb iilogHas.

Kanns rmgpooknce no FOCT 24363—80, 15 %-Hblii pacTBop. PacT-
BOP XpaHsAT B NO/IN3TUNIEHOBOW Nocyae.

PeaktB Heccnepa: 12,5 r noaAuctoro Kanusi pactBopsitoT B 15 cm3
BOAbl, K pacTBopy npubasnswT 17,5 r nogucton pryTm M NepemeLun-
BalOT [0 MNOJIHOTO pPacTBOPEHUA KpacHoro ocagka. K nonyvyeHHomy
pactBopy npunamBatloT 445 cm3 pacTtBopa rMapoOKUCU Kanus, nepemMeLun-
BalOT W [alT OTCTOATbLCA ocagky B TeyeHne 3 AHeln. [1po3pauHblif
pacTBOpP AEKaHTUPYIOT U XPaHAT B CKIAHKE U3 TEMHOIO CTekNa.

[MpuroToBneHne, XpaHeHVe pacTBOPOB M pPeakTUBOB, a TakKke Mpose-
[eHVe aHa/mM3a criefyeT OCYLeCTBMATb B MOMELLEHUsxX, atmocdiepa Ko-
TOPbIX CBOOOAHA OT aMMOHUIHBLIX COMIEN U OKMUCNOB a3oTa.

2.3. NpoBepeHne aHanunsa

2.3.1. [MepBblii (XONOCTOWN) OTFOH MPOBOAAT AN OYUCTKM CUCTEMBbI
(cm. yepT. 2). C 31O UeNbO NodalwT BOAY B XOMOAWBHUK 7 W NOOKNHO-
4yaloT BOAOCTPYMHbIA Hacoc. B peakymoHHyo Konby HanmsatoT 100 cm3
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MOCT 13020.7—85 CTp. 5

pacteopa rmapookucu Hatpus, 200 cm3 BoAbl, B npuemMHuk 9—10 cms

pactBopa OGOPHON KUCNOTbl, MPOBEPSAKT CUCTEMY Ha FEePMETUYHOCTb W

HarpesalT peakuMOHHYK KONMby [0 Tex Mop, fnoka B NPUEMHUKE He COo-
6epetca 100 cm3 gucTunnaTa, KOTopblil 0TGpackIBatoT.

2.3.2. HaBecKy npo6bl Maccoi, yCTaHOB/IEHHOW B 3aBUCUMOCTM OT

MaccoBOI1 oM a3oTa no 1abs. 1, nomewarT B KO/16y BMECTUMOCTbHO

250 cms.

Tabnuuya 1

MaccoBasd gonsi azota, % Macca HaBecCku npoobbl, T

OT 0,C 02 A0 0,01 B/tou. 2,0
Cs. 0,01 > 0,03 » 1,0
» 0,03 » 0,06 » 0,5

MpunueatoT 50 cm3 condaHoin kucnotbl (1:1), 3akpbiBalOT KONGY
NIOBYLUKOW, HAaNO/HEHHOW consHoi kucnoto (1:100), wn pacTBOpSOT
HaBeCcKy Mpu HarpeBaHun [0 nNpeKkpaweHna BblAesIeHNa My3blPbKOB ra-
3a. HepactBopy BlWMIACA OCTaTOK OT(UALTPOBLIBAOT Ha  MJIOTHbIN
dunbTp, acbect wnn UeHTpUyrupyoT, npombiBaldT 4—5 pas rops-
yen cepHom kmcnotoin (1:100), cobupas duabTpat U MNPOMbIBHbIE BOAbI
B UMCTYHO KOOy, M coxpaHAwT. B Konby, B KOTOPOW NPOBOAUIOCH
pacTBopeHune Haseckn, npubasnatt 10 r cepHokMcnoro Hatpua u 1 r
cepHokucnion megun. Croga xe nomewiaroT uibTp C OCTaTkoM, MpUun-
BatoT 20 cM3 CepHOM KUC/MOTbl M HarpesakwT A0 MOSIHOrO paspylleHus
ounbTpa M pacTBOpeHUs ocTaTka Hasecku. [Npu 3TOM nnias npuHUMaeT
'YCTYIO KOHCUCTEHUMIO 3eneHoro useta 6e3 BMOAUMbBIX 4acTul, OcCTaTka.
MnaB oxnaxpawT, NpUIMBalOT NepBOHaYas/IbHbIA ubTpPaT U pacTBo-
PAOT COMN NPU HArpeBaHuMw.

Mocne atoro npunmBadT 50 cM3 X/IOPHOW KUCNOTbl U BbiNapuBaroT
pacTBoOp A0 BblAe/NIEHNA NapoB X/IOPHOW KUCMOTbl M OKUC/IEHUA Xpoma.
Copepxnmoe kono6bl oxnaxgatT, npunueakoT 100 cm3 BoAabl M Harpe-
BalOT [0 pacTBOPEHUA COJMEi, a 3aTeM OX1axaaroT.

K annapatype npucoeguHAT MNPUEMHUK, B KOTOPOM HaxoguTcs
50 cm3 pactBopa OOPHOWN KWUCNOTbl. [MOArOTOBNEHHbIM W OXNaXAEHHbIN
pacTBOp NpPO6bl OCTOPOXHO MNEPEHOCAT 4epe3 KarnesibHyH BOPOHKY YcC-
TaHOBKM ANA onpefeneHns asota (CM. 4yepT. 2) B peakumoHHYH Kooy,
cofepxallyto pacTtBOp TMOPOOKUCU HaTPUSA, OUYULLLEHHYHD OT aMMOHUIA-
HbIX CONeN, KaK yka3aHo B M. 2.3/1.

Konby wn kanesnbHyt0 BOPOHKY ononackusatoT 100 cm3 6uanctun-
NIMPOBaHHOI BOAbI, HarpeBalT peakUNOHHYK KO0y Ha 3N1eKTponnTke
Ao Temnepatypbl 200—250 °C wn otroHsawT 200 cm2 guctunnata B
NMPUEMHMUK.
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C1p. 6 TOCT 13020.7—85

HarpeBaHne npekpawarT, OTCOeAMHSAT KONOYy-NpUeMHUK OT Cuc-
TeMbl, 06MbIBalOT 6GapboTep BOAON W TUTPYHT PaCTBOPOM CEPHOM KUC-
notel c(1/2H,S0,) = 0,002 mons/gM2a B npucyTcTBun 4—5 kanesb pact-
BOpa CMecu WHAMKATOpPOB [0 Mnepexoja OKpackn u3 3eneHo B domorne-
TOBYHO.

24. O6paboTKka pe3ynbTaToB

2.4.1. MaccoByo fosito asota (A") B NpoUeHTax BbIYUCAAKT MOo»
doopmyne
(y-_yTr)-_c «100.

roe V. —ob6bem pacTBopa CEpHON KMCNOTbI, N3pacxofoBaHHbIA Ha TUT-
poBaHue nNpobsbl, CM3;

V\ — 06beM pacTBopa CEPHOWN KMCNOTbIl, N3pacxofoBaHHbIA Ha
TUTPOBaHME pacTBOpa KOHTPOJIbHOMO ONbITa, CM3;

C —MaccoBasi KOHLEHTpaLMs pacTBopa CEPHOI KUCOTbI MO a3o-

Ty, r/cms;
T — Macca HaBecku, T.
2.4.2. AOGCO/IIOTHbIE A0MNyCKaeMble pacxoXAeHus pesysbTatoB na-

pannenbHbIX onpeaeneHnin He [O0/DKHbl MPEBbIWAaTb 3HAYEHUA, YyKasaH-
HbIX B Tab/. 2.

Tabnunya 2

MaccoBas gons asora, % ABCONIOTHbIE [onyckaeMble pacxoxaeHus. %

OT 0,002 go 0,005 BkntoOu 0,002
Cs. 0,005 0,010 0,003

0,01 0,02 0,005
» 0,02 0,06 0,007

3. METO/, C NMPMUMEHEHVNEM ABTOMATUNYECKNX AHANTN3ATOPOB

3.1. CywHoOCTbL MeTOAa

MeTog OCHOBaH Ha BOCCTAHOBMUTE/IbHOM MJiaB/IEHUN MNpPoObl B HUKe-
NeBOV BaHHe B Bakyyme W/ B TOKe rasa-HoCUTens.

3.2. AnnapaTtypa

ABTOMaTUYECKMIA aHanm3atop Nwboro Tuna coO BCEMWU MNPUHAANEX-
HOCTAMM A4 onpefesnieHnsa asora.

(pafyvpoBKy aHasm3aTtopa nNpoBOAAT B 3aBUCUMMOCTM OT Tuna ada-
nnsartopa.

3.3. lNMpoBepeHne aHanusa
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AHanus NpoBOAAT B 3aBMCMMOCTM OT TUNa aHa/M3arTopa.

34. O6paboTKka pe3ynbTaToB

3.4.1. CopepxaHue as30Ta onpenensdwT Mo NoKasaHUK WHAMKaTop-
HOro npnbopa aHanusartopa.

3.4.2. AOGCOMIOTHbIE [A0MNyCKaemble pacxoXAeHusa pes3ynbTartoB na-
pasinenbHbIX onpefeneHnii He [O0/HKHbl MPeBbiWaTb 3HAaYeHWN, yKasaH-
HbIX B Ta6/. 2.
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