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XPOM METANMMMECKMM
Meroas onpegenexns a3ota 13 0 2 0'7_85
Metallic chrome [CT C3B 4508—84]

Methods for determination of mitrogen

B3amen

T 13020.7—
OKCTY 0809 TOCT 13020.7—67

TNocranosneumem FocynapcieenHoro komureta CCCP no cranpaptram or 20 mas
1985 r. Ne 1412 cpox AeHcTBMSA YCTaHOBNEH
¢ 01.07.86

Ao 01.07.96

Hecobnioaenue cranpapta npecnepyercs no 3aKoHy

Hacrosmu#i crangapt ycraHaBIHBaeT THTPHMETPHUECKHI M C IpH-
MeHeHHeM aBTOMAaTHYECKMX aHa/JIM3aTOPOB METOJBI ONpefieJeHHs as3oTa
B MeTaJIM4YeCKOM  xpome (npu MaccoBofi  jose asora ot 0,002 mo
0,06 % ).

Craunaprt nonrocteio coorBeTcTBYeT CT CIB 4508—84.

1. OBLUME TPEBOBAHMSA

1.1. O6mue TtpeboBanug K wMerodam aHaauza—mno TI'OCT
13020.0—75.

1.2. JlaGopartopHas npoba qoakHa  GBITh NPUTOTOBJEHA B BHAE
CTPYXKHU TosuHo# ne 6onaee 0,5 mm mo TOCT 23916—79.

2. TMTPUMETPMMECKMH METOJ

2.1. CymHocTh MeToJaa

Meton OocHOBaH Ha NepeBOAE a30Ta, HAXOASIIErocss B MeTaJJIHuec-
KOM XpOMe B BHJie XHMHUCCKH CBSI3aHHOTO H B aTOMapHOM COCTOSIHHH,
B aMMOHHfiHBIe COJH. A30T OTTOHSIIOT B BHAe aMMHaKa JMCTHJISIHENH
U3 IIeJIOYHOr0 pacTBOpa. Beaensiomuiics Npu 3TOM aMMUaK NOTIOLLa-
10T pacTBopoM GopHOH KHcJoThl. O6pasoBaBllmiics 60paT aMMOHHSA
THTPYIOT PacTBOPOM CEPHOH KHCJIOTHl B NPHCYTCTBHH CMECH HHAMKATO-
poB.

Uspaune ouumansHoe Mepeneuyarka BoOCNpeuiexa
*
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22. Annaparypa, peaKTUBH H PacCTBOpDH
YcTaHOBKa aJis mosydeHus OGupuctuaasata (ueprt. 1).

L™ I -
f—»saekTponauTka; 2—pMCTHANAUHOHHAA Konba; J—
XOJNIOAUABLHUK;  $—KoNGa-NpHEMHHK;  S5—npenoxpaHu-

TeALHAS BOPOREA

Yepr. |1

YcTaHOBKa JJis o Ipefesenns a3oTa (uepT. 2).

K Bodocmpys -
— ”vnpyu

I—CcKNAHKM, 3alodiicHEbie BOAOH W CcepHOl  KucjaoTtofi;
2—371eKTPONAUTRA; 3—CTEKAfHHAas TpPyOGKa AHRaMeTPOM
6—7 mM; 4—pOByropnoBas Koja6a  BMECTHMOCTBIO 1 AmS;
5—BOpoHKa; 6--xBapuesnifi Aedaermartop; 7—KBaplesnii
XOJOZHALHHK, 8~—KBapnewslii OGapborep; 9—konGa npuem-

HHKa JAHCTHANATE

Yepr. 2

JlonmyckaeTcsi IpUMeHEHHE YCTAHOBOK APYrOro THMA.
Bopa GuaucTUNIMPOBaHHAS UIH JeMOHHPOBAaHHAS.

Ipu BropHuHO¥ Ieperonke B AHCTHJINPOBAaHHYIO BOLY A06aBJSIOT
10 cm3 cepHofi xucaoThl (1:4) # HeCKOJBKO KPHCTAANOB MapraHuoBo-
KHCJIOTO KaJIHs [0 MOJyuYeHHs YCTOHYMBOH OKPaCKH pacTBopa B Teye-

HHE BCEro BPEMEHH NEepPErOHKH,

OuHIeHHYIO BOAY NPOBEPSIOT HA NPHCYTCTBHE B HEH HOHOB aMMOHHS
peaktuBoM Heccnepa: x 50 cm® nosyueHHo#t BoAwl npuaupawnT 0,25 cm3
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TOCT 13020.7—85 Crp. 3

15 %-uoro pactBopa ruzapookucu kKaaus u 0,5 cm3 peaxruBa Heccie-
pa. Ecau Bosa He okpacujacbh B JKeJTHIH IBET, OHa MOXeT OHITH HC-
IIOJIb30BaHA JAJf aHaJH3a.

Boay XxpaHAT B CTeKJAstHHON OYThIJIH ¢ NPHTEPTOH NMPOOKOH.

BHAUCTHIIHPOBAHHYIO BOAY, OYHLIEHHYIO OT HOHOB aMMOHHH, cle-
AYyeT NPUMEHATh B XOJe aHaNH3a H JJI NPHTOTOBJEHHS BCeX PacTBO-
POB, HCOOJIb3yeMbIX AJisi ONPEJE/aCHHs COACPKAHNA a30Ta.

Ja1s1 meperoHKH BOABI NPUMEHSIOT YCTAHOBKY, IIPEACTABJEHHYIO Ha
yepT. 1.

Kucnora consinas nmo FOCT 3118—77 u pasbasiennas 1:1 u 1:100.

Kucnora xnopaas, 42 unau 57 %-Hulil pacTBOp.

Hartpuit yraekucanit no FOCT 83—79.

Hartpuit TerpabopHokucanill, 10-Boannfi no 'OCT 4199—76, nepe-
KpHCTaJJIH30BaHHbIHA: 150 r TeTpaGOPHOKHCIOrO HATPHA  PacTBOPAIOT
npu temneparype He Boimie 60 °C B 300 cM® BoABL H MOJIYYEHHBIH pacrT-
BOp GHJABTPYIOT uyepe3 ckaAanuaThit ¢uabTp B dapdoposyd  uamiky,
OXJ1aXKaeMylo JbAOM HJaH BoAoy A0 b °C. HenpephBHO mnomewmnBas
GUABTPAT CTEKISHHON MAJOYKOH, MOJyYaloT Npenapar B BHAE TOHKOH
KPHCTAJJIHYeCKOR Maccel. KpHCTalIbl OTCAChbBalOT, INPOMHIBAIOT He-
GOJIBIIAM KOJIHYECTBOM XOJIOAHOH BOABI, 3aTeM BHICYIIHBAIOT Ha BO3-
Iyxe 2—3 JHS M COXDAHSIOT B 3aKPHITOH MoCyze.

Kucaora 6opuas o FOCT 18704—178, 2 % -HHIi pacTBOpP.

Kucnora cepuasi mo 'OCT 4204—77 u pas6aBnennas 1:4, 1:100 »
pacTBOp MOJSPHOM KOHIeHTpauue#d skBuBajenTa ¢ (1/2H,SO,)=
=0,002 Mosp/nM3, NpUrOTOBJEHHBIN U3 (QHKCaHaNa COOTBETCTBYIOLIMM
pasbaBieHHeM BOIOH.

MaccoByio KOHHEHTPAIHIO PacTBOpa CEPHOH KHMCJIOTH YCTAaHABJH-
BaIOT 1O TeTPaGOPHOKHUCIOMY HJH YIVIEKHCIOMY HATPHIO.

Maccosyio KOHUEHTPAIHUIO pactBopa  CepHO¥ KHCJIOTHI
¢(1/2H3S04)=0,002 mMonb/amM® mo TeTpaGOPHOKHCAOMY HATPHIO ycTa-
HaBJIHBAIOT CJICAYIOIMM O6pa30oM: HaBeCKy TeTPabODHOKHCJOTO HaT-
pus maccoir  0,1000 r pactBopsiior B 50 cM® BOABI H IepeNHBAIOT B
MepHYy10 K0J06y BMecTHMOCTbIO 100 cM3, HONHBAIOT  BOAOH A0 METKH
H nmepememuBaloT. 10 cM? pacTBopa nepeHocAT B KOGy BMECTHMOCTHIO
250 cm?® npuamsaroT 150 cm® Boabl, npubaBASIOT HECKONBKO Kanelb
CMECH WHAHKATOPOB M THTPYT pacTBOPOM  CEPHOH KHCJOTH
¢(1/2H,S0,4)=0,002 monp/aM® KO mepexoja  OKPAacKH H3 3eJI€HOH B
(HONETOBYIO.

Maccosyio KOHLEHTDALUIO pactBopa cepHO#H KMCJIOTHI
¢(1/2H,S0,4)=0,002 mMosp/aM® IO yryeKuHcJOMYy HATPHIO YCTaHaBJH-
BaIOT CIEAYIIIHM 06pa3oM: HaBeCKy YIJIeKHCJOro HaTpus Maccoi
0,1000 r pactsopsiior B 50 cM® BOZBI, pacTBOpP  MNEPEHOCAT B MEPHYIO
KOGy BMecTHMOCTBIO 250 cM3, nonHBalOT BOJOfi A0 METKH ¥ mepeMe-
IHBalOT. 5 ¢M3 pacTBOpa MEPEHOCSAT B KOoAGY BMECTHMOCThIO 250 cmd,
npuauBaior 150 cM® BoAH, mpubaBASIOT HECKOJBKO  Kamleldb CMeCH
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Crp. 4 TOCT 13020.7—85

HHIUKATOPOB M THUTPYIOT PacTBOPOM cepHOil KHcaoTH ¢(1/2H,SO,)=
=0,002 moab/aM® 10 nmepexoia OKpPacKH u3 3eJeHOH B (DHOJETOBYIO.
MaccoBylo KOHUEHTpPALHIO PAacTBOpa CepHOH KHCJAOTHI (¢) mo aso-
Ty, BEIPaXKEHHYIO B I/CM3, BHIUHC ISIIOT IO (pOpPMYy.JIe
_ my-28
T Vamy

TZe My -—Macca HaBeCKH, COOTBETCTByIOLIAS aJHKBOTHOH YacTH PacT-
BOPOB TeTPaGOPHOKHCJIOTO HJIH YFJIEKHCJOTO HaTpHA, T;
28 —MoJiekyasipHas Macca a3oTa;
V2 — 06beM pacTBOpa CEPHOH KHCJOTHI, H3PacXOJAOBaHHOH HAa THT-
poBauue, cM?3;
my — MOJIeKYJIIpHAas Macca TeTpaGOPHOKHCJIOTO HATPHsA, DPaBHAadd
381,38, unu yraekucjoro HaTtpus, paBHas 106.

Hatpust rugpookucs no 'OCT  4328—77, 40 %-ublit pactsop: B
K0JI0y BMeCTHMOCTbIO 5 AM® moMmemaioT 1 Kr THIDOOKHCH  HATpHA,
10—20 r uuHka, 2—3 r Me[JHOH NPOBOJOKH M npujauBawoT 2,7 M3
BOJHL. PacTBOp KHINATAT 0 TeX NOpP, MOKa ero  06beM He AOCTHIHET
2,5 am®, PacTBOp XpaHAT B 3aKPHITHIX NMOJUITHIAEHOBBIX OYTHUISAX.

MeTHa€eHOBHIH ToJyGoi.

Metunosniii kpacuuit no F'OCT 5853—51.

CwMmecp unaukaropoB: 0,125 r merunosoro kpacuoro u 0,083 r me-
THJIEHOBOTO TosayGoro pacteopsior B 100 cm® aTunoBoro cmupra.

Kauuit mapranuoBokucani no FOCT 20490—75.

Criupr 3TH/IOBBIH pekTHOHKOBaHHBIHA no IOCT 5962—67.

IInnk MeTaJ/JINUeCKHH TPaHyJAHPOBaHHBIN.

Meap MeTamnyecKkast B BHJE IPOBOJIOKH.

Harpuii ceprokucasiit no FOCT 6053—77.

Menp (I1) ceprokucaas 5-Bongnas no TOCT 4165—78.

Kanuit #iogucreiit mo FOCT 4232—74.

PryTb HlogHas.

Kaanust runpookucs no 'OCT 24363—80, 15 % -Huift pactsop. Pacr-
BOD XpaHAT B NOJHITHIECHOBOH NMOCYE.

PeaktuB Heccaepa: 12,5 r ogucroro Kanus pacTBopsiioT B 15 cm®
BOJBI, K pacTBOpy mpu6asiasioT 17,5 r HOAMCTOH pTYTH H IepeMellH-
BalOT 10 IIOJHOTO PacTBOPEHHA KpacHoro ocazka. K nosyueHHoMy
pacTBopy npHauBaloT 445 cM3 pacTBOpa THAPOOKHCH KaJHsi, MepeMellut-
BAalOT M JAAIOT OTCTOATbCA OCaAKy B TeueHHe 3 auel. IIpospaunblit
pacTBOp AEKAHTHPYIOT H XPaHAT B CKJSHKE M3 TEMHOIO CTeKJa.

IMpuroToBneHye, XxpaHeHHe PACTBOPOB H PEAKTUBOB, a TaKKe IpOBe-
JleHHe aHaJIM3a cJelyeT OCYIeCTBJSATb B MOMeLleHHAX, aTMochepa KO-
TOPBIX CBOGOAHA OT AMMOHHHHBIX COJIeHl H OKHCJIOB a30Ta.

23. [IpoBeneHue aHAJNHU3A

2.3.1, TlepBui# (X0M0CTO) OTrOH NPOBOASAT HJIsi OUHCTKH CHCTEMB
(cM. uepT. 2). C 3T0i1 eabl0 NOAAIOT BOAY B XOJOAHABHHK 7 ¥ HOAKJIIO-
YaloT BOAOCTPYHHEI Hacoc. B peakuuonnyio koiaby nanusaior 100 cm?
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rocTt 13020.7—85 Crp. 5

pacTBopa ruapookucu HaTpus, 200 cm® Boawl, B nmpueMuuk 9—10 cm?®
pacTBopa GOPHOj KHCJOTH, IPOBEPSAIOT CHCTEMY Ha TepMETHYHOCTh H
HArpeBaloT peaKlHOHHYIO KoAOy A0 TeX NOop, NOKa B NPHEMHHKe He COo-
6epercs 100 cm® guCTHANATA, KOTOPHI OTGPaCHIBAIOT.

2.3.2. HaBecky npobBl Maccoi, YCTAHOBJEHHOH B 3aBUCHMOCTH OT
MaccoBofi A0AH a30Ta no Taba. 1, nomeuialT B K0J6Yy BMECTHMOCTBIO
250 cm3,

Ta6auma l

Maccosas noas a3ora, % Macca HaBeckH NpofHl, r
Or 0,02 no 0,01 Bxmou. 2,0
Cs. 0,01 » 0,03 » 1,0
» 003 » 006 » 0,5

[Mpunusaor 50 cm?® consmolt kmeaotwt (l:1), s3akpeiBalOT KOJIGY
JIOBYIIKOH, HANOJHEHHOH coisiHoM kucaoroir  (1:100), u pactBopsior
HaBeCKy IPH HarPeBaHHM N0 NpeKpallleHHs BBIAEJEHHS NMy3bIPbKOB ra-
3a. HepacTteopusmmniics  0ocTaTOK  OT(HUIBTPOBLIBAIOT HA ILJIOTHHIN
¢uabTp, acbecT HJAH LEHTPHOYTHPYIOT, NPOMHIBAIOT 4—5 pas rops-
ueit cepHo#t kuca0Tol (1:100), cobupast puabTPaT H NPOMBIBHBIE BOIBI
B YHCTYIO KO0JOy, H COXpaHsOT. B Ko.a16y, B KOTOpOi#  NPOBOAHJIOCH
PacTBOpeHHE HAaBECKH, NpHOaBaAl0T 10 © cepHOKHCIOr0 HaTpus H | T
cepHokucaoil Menu. Ciofa Xe NOMelaT GHJALTP C OCTATKOM, IPHJIH-
BaoT 20 cm® cepHON KHCIOTH M HArPEBAIOT AO NONHOIO PaspylleHust
®uJIbTPa H PaCTBOPEHMs OCTAaTKA HaBeCKH. [Ipy 3TOM IViaB MpUHHMAET
TYCTYI0O KOHCHCTEHLHIO 3€JJeHOT0 IBeTa 6e3 BHAMMEIX YacTHI[ OCTATKA.
TlnaB oxJa)kaaioT, NPHIMBAIOT NE€PBOHAYAJIbHE (DHUIBTPAT U PacTBO-
PAIOT COJIM NPH HarPeBaHHH.

Ilocsie atoro mpuauBaioT 50 cM® XNOPHOH KHCJIOTH M BhIIapUBAIOT
PacTBOp N0 BbIfieJICHHS MAaPOB XJOPHON KHCJIOTHl ¥ OKHCJEHHS XpoMa.
CopepikuMoe KoJGH oxiaaxpaaiT, npuiauBalor 100 cM® BOAH W Harpe-
BaIOT JI0 PaCTBOPEHHS COJiel, a 3aTeM OXJaXaloT.

K annapartype npHcoeAuMHSIOT NPHEMHHK, B KOTOPOM  HAaXOZHTCH
50 cM® pacTBOpa GOPHOM KHCJAOTH. I1OArOTOBNEHHHH M OXJaXKAeHHBIH
pacTBOp Npobl OCTOPOKHO IEePEHOCAT depe3 KamesJbHYI0 BOPOHKY yc-
TaHOBKH JJil ONpeJeJeHus a3oTa (CM. 4epT. 2) B peaKUHOHHYIO KOJOYy,
COZEPIKALLYI0 pacTBOP FHAPOOKHCH HATDPHS, OUHIIEHHYIO OT aMMOHHI-
HBIX COJIeH, KaKk yKasaHo B m. 2.3.1.

Kon6y u KamenbHywo BOpOHKY omojackusaoT 100 cM3 GupucTui-
JA¥POBaHHON BOAMHI, HArPeBAIOT PEAKIHOHHYIO KOOy Ha 3JCKTPOIJIHTKE
A0 temnepatypu 200—250°C u ortromsitor 200 cM® jpucTHAASATA B
IIPHEMHHK.
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HarpeBanne npekpaillaioT, OTCOeLHHAIOT KOJOY-IPHEMHHK OT CHC-
TeMul, oOOMBEIBaloT 6ap6oTep BOAOH M THTPYIOT PacTBOPOM CEPHOH KHC-
J0tH ¢ (1/2H,S0,4)=0,002 Moab/AM® B NPHUCYTCTBHH 4—5 Kanesb pact-
BOpa CMeCH HHIHKATOPOB JO IlepPexoja OKPaCKH H3 3eseHOH B ¢Hoxe-
TOBYIO.

24. O6paboTKa pe3yaAbTaToOB

2.4.1. MaccoByo xoaio asota (X) B NIpOUEHTaX  BHIYHCJSIOT MO
dopmyae

(V—=V,)-c

m

X= -100,

rae V — o6beM pacTBopa CepHOH KHCJIOTH, H3DACXOMAOBAHHMLI HA THT-
poBaHHe Ipo6H, cM3;
Vi—o6beM pacTBopa cepHOH KHCJOTH, H3PacXOJOBaHHBHIH Ha
THTPOBaHHE PACTBOPA KOHTPOJBHOTO ONBITA, CM3;
¢ — MaccoBasi KOHIIEHTpPALHsi pacTBOpPAa CEPHOH KHCJOTH 1O a30-
Ty, I/cM3;
m — Macca HaBeCKH, T.

2.4.2. AGconoTHHE AONYCKaeMble PAacXOXKAEHHS pE3yAbTATOB Ha-
paJlVIeJIbHBIX ONpejieIeHHH He MOJKHH NpPEeBHINATh 3HaYeHHH, yKasaH-
HBIX B Ta6uI. 2.

Ta6auna 2

Maccosas Zoas a3ora, % AGconOTHHE IONYCKaeMbe PACXOXKIACHHS, %

Or 0,002 mo 0,005 BxJaoy 0,002
Ce. 0,05 » 0,010 » 0,003
» 0,01 » 0,02 » 0,205
» 0,02 » 0,06 » 0,007

3. METOA, C NPUMEHEHMEM ABTOMATUYECKMX AHAJIU3ATOPOB

3.1. CymHocTh MeTOLa

Merto OCHOBaH Ha BOCCTAHOBHUTEJLHOM IJIaBJEHHH NPOGHl B HHKE-
JIeBOH BaHHE B BaKyyMe HJIH B TOKe ra3a-HOCHTEJ .

3.2, Annmaparypa

ABTOMaTHYeCKHil aHAJH3aTOP JIOGOro THIA CO BCEMH MPHHAMJIEK-
HOCTSIMH JJIfl ONIpeJie/IeHHs as30Ta.

I'paaynpoBKy anaansaTopa NPOBOAAT B 3aBHCHMOCTH OT THIIA aHa-
JH3artopa.

33. [IpoBexenne aHadu3a
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AHaJIn3 IPOBOAAT B 3aBUCHMOCTH OT THIA aHAJIH3aTOpA.

34. O6pa6oTka pe3yaAbTaTOB

3.4.1. ConepxkaHne a30Ta ONpPeAENSIOT 1O NOKa3aHHIO HHIHKATOD-
Horo npubopa aHalIH3aTOpa.

3.4.2. AGconoTHEIe AOMyCKAaeMBle DACXOXKASHHS pe3yJAbTAaTOB Ia-
PaneibHbIX OnpeAeieHyil He AOJIKHBI NPEBHIUATL 3HAYCHHH, YKa3aH-
HHIX B Taba. 2.
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