FOCYALAPCTBEHHbBIN CTAHAAPT
COKK3A CCP

CTAJIN NET IPOBAHHbBIE
1 BbICOKOJIEI MPOBAHHbBIE

METOAb| OMNPEAEJIEHNA LNPKOHUA

[OCT 12365-84

3paHve ohuupmanbHoe

FOCYAAPCTBEHHbIVI KOMWTET CCCP INO CTAHOAPTAM
MocCKBa



PASPABOTAH Mseencraon vephow e aanypres CCCP

HCORRHTENH

A, Moo, B L AGeEkoc, C LA H | C, | 6,
b 5., Lissang

BHECEH Meshereprson vephol nerennype CCCP

Uit Konnerin B, Aminw



YAK 669.15-194:546.831.06:006.354 Mpynna B39

FrOCYOAPCTBEHHB W CTAHAOAPT COKW3A CCP

CTANTN NETMPOBAHHbIE
1 BbICOKOJIETMPOBAHHBIE

MeToabl onpeaeneHns LMPKOHUS 12365'84

Steels alloyed and highalloyed. Methods for the

determination of zirconium B3ameH

FOCT 12365—66
OKCTY 0809

MocTtaHoBNeHnem [ocypgapcTtBeHHoro komuteta CCCP no craHgaptam oT 19 aHBaps'
1984 r. Ne 234 cpok AecTBUS YCTaHOB/EH

c 01.01.85
[0 01.01.95

HecobnogeHne CTaHOapTa npecrsieqyetcs no 3aKoHy

HactoAwmin ctaHgapT ycTaHaBnvBaeT MeToAbl onpefeneHns uump-
KOHUS;

doTomMeTpuyecknin nNpssMot Cc peareHToOM KCW/TIEHO/IOBbIM OpaHXe-
BbIM Mpuv mMaccosoit gone umpkoHms ot 0,10 go 1,0% pna cranein, He
coepxatinx MomeaeH U HAOBWIA;

doTomMeTpuyecknii ¢ peareHTom apceHaso Il npu maccoBoint fgone
umpkoHua ot 0,01 go 0,50 % c npeaBapuTesibHbIM OTAENIEHUEM LIMPKO-
HUA OT MeLUarLWnX 3/1EMEHTOB;

rpaBUMETPUYECKUA doocaTHbIii NPU MaccoBOW A0N1€ LUMPKOHUS OT
0,10 pgo 1,0%.

1. OBWWME TPEBOBAHUA

1.1. O6uwue TpeboBaHMsa K mMeTogam aHasimza — no [OCT
20560—381.

2. ®OTOMETPUYECKWIA METO/, C PEATEHTOM KCUIEHO/I0BbIM
OPAHXEBbIM

21 CywHoOCTb MeTOAa

MeTof ocHOBaH Ha 06pa3oBaHMM OKpalleHHOro KOMIJIEKCHOro Co-
eanHeHna uupkoHus (IV) € KCMNeHONOBbIM OpaHXeBblM B pacTBope
CEPHOM KUC/MOTbl C MOJIIPHON KOHUeHTpaumein akemBaneHta 0,3—
0,4 monb/aM3 N N3MepPeHUN CBETOMNOI/IOWEHMS pacTBopa Npu A/INHe

M3pgaHne opuymansHoe MNepeneyaTka BOCMNpeLleHa
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Bo/iHbl 540 HMm. XXeneso (lll) BocctaHaBnmatoT ao xenesa (Il) ac-
KOPOMHOBOW KNCNOTOMN.

Ana yyeTa BNAUAHUA COMYTCTBYHOLWMX 3/1IEMEHTOB ONTUYECKYK M10T-
HOCTb pacTBopa C OKpaweHHbIM KOMIM/IEKCHbIM COeAVHEHNEM LIMPKO-
HUS N3MEpPSOT OTHOCUTE/IbHO Takoro e pacTBopa, CoAepXallero Tpu-
NoH b.

22. AnnapaTtypa, peakTuBbl U pacTBOpbI

CnekTpodoTOMETP UK DOTO3/TEKTPOKOSTIOPUMETP.

Kucnota consHas no NOCT 3118—77, pa3sbaBneHHad 1 : 1 n ¢ mac-
COBOW KOHUEHTpauuen aksuBasieHTa 1 Mosib/ams.

Kncnota azotHada no NOCT 4461—77.

CMecCb COMAHON W a30THOW KUCAOT B COOTHOWeEHUW 3:1; TrOTOBAT
nepepn ynotpebsieHnem.

Kucnota cepHas no NOCT 4204—77 v pa3basrnieHHas 1 : 10, 1 : 100.

Kucnota dptopuctosogopogHasa no NOCT 10484—78.

Kncnota ackopbuHoBasi, pacTBOp C MacCOBOW KOHUeHTpauuen
100 r/gm3.

KcnneHonosblil opaHXeBblii, Mapku «Chemapol», pacTtBop € Mac-
COBOW KOHUeHTpauven 1 r/ams,

Conb pguHatpueBaa atuncHanamuH-N, N, N7, N'-TeTpayKCyCHOI
Kncnotobl, 2-3ogHada (tpunoH B) no NOCT 10652—73, pactBop C Mac-
COBOW KOHUeHTpaumen 10 r/ams.

AMMOHUI xnopucTblii no MOCT 3773—72, pacTBOP C MaccoOBOW KOH-
ueHTpaunein 30 r/gms.

Kanmin nupocepHokucnblii no FOCT 7172—76.

LINPKOHWIA MeTanNMyecknin, noanaHbIn.

LINPKOHWIA CEepPHOKUCNbIN, CTaHO4apTHbIA PacTBOP C MAacCOBOW KOH-
ueHTpaumen umpkoHma 0,001 r/cm3: HaBecky MeTa/l/IM4ecKoro LWpKo-
HMa 0,1 r nomewarwT B MJATUHOBYK 4Yallky W pacTtBopsarT B 10 cm3
bTOPNUCTOBOAOPOAHON KUCNOTbI MNPW  HarpeBaHUU. PacTBOpP OKUCAAOT
2—3 KanisaMm as3oTHOW KUCNOTbl. [locne oxaXneHusa K CcoAepXMMOoMy
yawkn npunueatoT 10 CM3 CepHOW KUCMOTbl M BbiNapuealT A0 MNOSB-
IeHns NapoB CEPHON KNCOTbI.

PacTBop oOxfiaxaarT, OCTOPOXHO CMbIBAlOT CTEHKM YallkM BOAOWN U
HOBb BblNapuBalT [0 NapoB CEPHON KUC/OTbl. [locne oxnaxaeHus
B yawky npubasnawT 25—30 cm3 BoAbl M pacTBopsAlT conn. Pact-
IOp MEPEHOCAT B MEPHYK KO0y BMecTumocTbio 100 cm3, gonvsaroT Ao
METKN BOAOI M nNepemeLunBator.

LINPKOHUIA CEPHOKUCANbIA, CTaHOApTHbIA pacTBOP C MacCOBOW KOH-
LueHTpaunein uympkoHma 0,0001 r/cm3; 10 cm3 cTaHgapTHOro pacTteopa
LIMPKOHMSI C MaccoBOW KoHueHTpauumein 0,001 r/cm3 nepeHocAaATr B Mep-
HYK0 Koniby BMecTumocTbio 100 cm3, AonuBakT A0 METKU BOAOW U nepe-
MeLUMBatoT; TOTOBAT nepes ynotpebneHuem.

LinpkoHusa (IV) xnopokucb 8-BofHasd, cTaHAapTHbIA pacTBOpP C Mac-
COBOW KOHUeHTpaumein umpkoHua 0,001 r/cm3: HaBecky 0,8832 1 xno-
POKNCU LIMPKOHNA NOMeLatoT B cTakaH BMeCTUMOCTbIO 250—300 cm3,
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npunmeatoT 40 cm3 consiHoM kmcnotel (1:1) mn pacTBOpAT npu cna-
60oM HarpeBaHuW. PacTBOp MNEpeHOCAT B MEpHYK Ko/by BMECTUMOCTbIO
250 cm3, nonmMBaloT 40 METKM BOAOWN U NepemMeLlnBatoT.

[MpoBEpPAIOT MAacCOoBYH KOHLEHTpauuio CTaHOApPTHOro pacTtesopa  X/o-
pOKMUCK UMpKOHMA: 25 cm3 pacTBopa MOMeLWarT B CTakaH BMeCTUMO-
cTbto 250—300 cm3 1 NpoBOAAT OCaXAaeHne TMAPOOKUCU LMPKOHUA am-
MWakoMm. PacTBOp C 0CagKoM OCTaBnAlT CToATb Ha 20—25 MUWH, 3a-
TemM 0CafoK OTJUNLTPOBLIBAOT Ha OUIbTP «benas fieHTa» U MNPOMbl-
BalOT 4—-5 pa3 pacTBOPOM XJ/IOPUCTOro aMMOHMUA.

®uNbTp C ocagkoM MomewarT B MNPOKa/IEHHbIN A0 NOCTOSAHHOW Mac-
Cbl dpapdopoBbIA MNN NNATMHOBBLIA TUreNb, BbICYLUMBAKOT, O30/AK0T WU
npokanmsatoT npu 1000—1050°C o noctosiHHOW Macchl. OAHOBpPEMEH-
HO NPOBOASAT KOHTPOJIbHbIA OMbIT HA 3arpsA3HeHNEe peakTBOB.

MaccoByl0 KOHUEHTpauuio pacTtBopa  X/IOPOKUCU  UMPKOHUA (X)),
BbIpaXXeHHYI0 B I/CM3 UMPKOHUA, BLIYUCNAKOT NO popmyie

_(mi—7,)—(v;—71,)] -0.7403

roe T 1— macca TUrisa ¢ 0CakoM ABYOKUCU UMPKOHUA, T;
m2—m Macca Turnsa 6e3 ocagka ABYOKUCU LIMPKOHUA, T;
T,— Macca TUrs ¢ 0cagkom B KOHTPOJIbHOM OfMbITE, T;
—m Macca Turnsa 6e3 ocagka B KOHTPO/IbHOM ONbITe, T;
0,7403 — Ko3(hpuUMeHT NepecyeTa ABYOKNCU LMPKOHUS Ha LMPKO-
HWIA;
V — 06beM pacTBopa X/I0POKUCKU LIMPKOHUSA, B3ATLIN ANA aHan-
3a, cMmS.

LinpkoHua (IV) xs0pokucb, 8-BoAHas, CTaHAapTHbIA  pacTBop C
MaccoBOi KoHUeHTpauuein umpkoHuss 0,0001 r/cm3; 10 cm3 cTaHgapTHO-
0 pacteopa UMPKOHMA C MaccoBoi KoHueHTpauuein 0,001 r/cm3 nepe-
HOCAT B MeEpHyH Konby BmMecTuMocTbio 100 cm3, gonmBaroT A0 METKU
pacTBOPOM COJIAHOMW KUCNOTbl C MacCOBOW KOHUEHTpauuen asKBMBasIEH-
Ta 1 Mo/ib/aM3 N NnepeMeLlunBatoT; ToTOBAT nepen npuMeHeHNEM.

2.3. NNpoBefgeHne aHanmsa

2.3.1. HaBecky ctann maccoi 0,25 r nomeLwlaroT B CTakaH UKn KoJl-
Oy u pacTtBopsaloT npu HarpeBaHun B 30—50 CM3 CONAHOM KUCNOTbl W
5—7 cm3 as30THOI KucnoTbl. Ecnn npoba He pacTBOpsieTCA B COSAHOWN
KACNOTe C [fJobGaBfieHMeM a30THOW KUCAOTbl, HaBeCKy pacTBOPSAKT B
30—50 cm3 cmecu ConsiHOM 1 a30THOW KUC/OT.

CrtakaH wan Konby oxnaxpalwT W NPUInBatdT  CEPHYK  KACIOTY
(1:1) B KonM4yecTBe, NpuBefeHHOM B Tabs, 1, N BbiNapMealT pPacTBoOp
[10 MapoB CEepPHOIN KNCNOTHI.

PacTBop ox/lakaatT, CMbIBaAlOT CTEHKM CTakaHa WAn Kosibbl BOAOW
M BHOBb BbIMapmBaloT 40 NapoB CEPHOW KUCNOTbI.
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Tabnuya 1
Konuuectso Macca HaBecku
MaccoBas fons npuéaensemoi BmecTtmocTb AJIMKBOTHAS 4acTb CTa/IM B a/IUKBOT-
LIMPKOHMSA, % CEPHOIi KNCNOTbI MepHOA KoNGbl, aHasmsupyemoro HOI yacTu
(1:1), cm3 cm3 pacteopa, cm? pacTsopa, r
O71 0,10 pgo 0,50
BK/THOUY. 20 230 10,0 0,0125
Cs. 0,50 go 0,70 25 250 10,0 0,01
Cs. 0,70 go 1,00 50 250 5,0 0,005
[

Cogepxnmoe ctakaHa wam Konbbl oxnaxparT, npuivsaloT 80—m
120 cm3 BOAbl 1 HArpeBaroT [0 PaCTBOPEHNSA COJEN.

BbinaBlimin ocafok OT(huNbLTPOBLIBAKOT HA PUILTP «benas neHta»
N unbTp ¢ ocagkom npombiBaloT 4—5 pa3s ropadvein Bogoil. dunbTtpar
N NPOMbIBHbIE BObl COXPaHAT (OCHOBHOW oubTpar).

®uNbTp C ocagkoM MomMeLliarnT B NIATUHOBbLIA TUresb, BbiCyLUMBA-
0T, 030N14A10T N npokasmsaT npn 700—800°C. K cogepXmmomy TUrs
Npn6aBnsAlT HECKO/IbKO Kanesb BOAbl, 2—3 Kanju CEPHO KUCNOThI,
2—3 cM3 (PTOPUCTOBOAOPOAHON KMUCMOThI U BbiNapuBaloT A0 yAasleHUd
cepHon kucnotbl. OctaTok npokanmsatoT npu 700—800°C mn cnnaBns-
0T ¢ 1 r nupocepHoKUCIoro kanms. NnaeB oxnaxnarT, PacTBOPAKT B
20—30 cm3 cepHou kmcnotbl (1:100), pactBop UNLTPYHT 4epe3l
dunbTp «b6enas neHta» B cTakaH WM KOOy C OCHOBHbIM ouUNbTpa-
TOM.

O6beAnHeHHble oUNbTPaThl ynapuearT U NEePeHOCAT B MEPHYHO KOJI-
6y, BMECTUMOCTb KOTOPOW B 3aBUCMMOCTM OT MacCOBOW A0NN LMPKO-
HUA onpenenaAwT no Ttabn. 1, gonnBaldT A0 METKM BOAOW U nepeme-
LLNBAIOT.

[lBe a/INKBOTHblE 4YacTW MOJSIyYEeHHOro pacTBopa B COOTBETCTBUM C
Tabn. 1 nomewawT B [ABe MepHble KONObl BMecTUMOCTbO 50 cm3
Kavkaas.

PacTtBopbl B Konbax HarpeBatloT Ao 70—80°C, oxnaxpgalot, npu-
6aBnsAlT No 2 cm3 pacTBopa ackopOMHOBOWN KUCNOTbI U TLATENbHO Ne-
pemewimBaloT. Uepes 5 M1H B Kaxayto konby npunmsatot 20 cm3 BOAbl,
B OOHY M3 KOn6 npunvealT 2 CM3 pacTBopa TpuioHa buB Kaxayro
KOGy 13 MUKPOOGKOPETKN NpnbaBnalnT 2 cM3 pacTBopa KCU/1EHO/10BOrO
opaHxeBoro. CogepXxumoe Koné AgonuearT A0 METKM BOAOK U nepe-
MeLmBalT. PactBop B Kosibe ¢ TpUIoHOM B cnyxuTt pacTBOpoM cpas-
HeHus.

Uepes 20—25 MWH ONTUYECKYHD MJIOTHOCTb pacTBopa M3MepAlT Ha
cnekTpodhoToMeTpe npu A/nMHe BOJSIHbI 540 HM 1M Ha (POTO3/1EKTPOKO-
nopumeTpe co cBeTohnNIbTPOM, MMEKLMM MaKCUMYM NPOMyCcKaHus npu
anvHe BoMHbl (540+10) HM B KioBeTe C TO/IWMHOW norouiarowero
cnoda 30 Mm.

OAHOBPEMEHHO C BbINOSIHEHMEM aHa/n3a NPOBOAAT KOHTPO/IbHbIN
OMNbIT Ha 3arpA3HeHne peakTnBOB.
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CofepxaHue UMPKOHUA HaxXOAAT MO rpagyvpoBOYHOMY rpaduky c
y4yeTOoM NonpasBkn KOHTPOJILHOTO OnbITa.

2.3.2. lNocTpoeHne rpaaympoBOYHOro rpadgmka

[Nnsa nocTpoeHnsa rpagynpoBOYHOrO rpacmka B CeMb CTakaHoB W/n
kon6 nomewart no 0,25 r kapObOHUMIBLHOIO >kenesa Wnu cranu, 6auns-
KOW NO CcocTaBy K aHaM3Mpyemon u He cogepxawen LUPKOHUMN.
B wecTb cTakaHoB WM Kon6 nocnegosartenibHO npunueatT 2,5; 5,0;
7,5; 10,0; 12,5 n 15,0 om3 cTtaHgapTHOro pacteBopa LUMPKOHUA C Macco-
BON KOHUeHTpaunen 0,0001 r, yto cootBetcTByeT 0,0000125; 0,000025;
0,0000375; 0,00005; 0,0000625 n 0,000075 r uupkoHua B 50 cm3 dhoTo-
mMeTpupyemoro pacteBopa. Cefgbmoil cTakaH WM Konbéa CNyxut pnns
npoBeAeHNA KOHTPOJIbHOrO ONnbITA.

Bo Bce cTakaHbl uniun Konoéel npunueaiT no 30—50 cwm3 consiHoun
KACNOTbl, N0 5—7 cM3 a30THOW KUCNOTbl W Aasiee aHani3 npoBOAST
Kak ykazaHo B M. 2.3.1. O6befMHEHHbIN (UNbTPaT MEPEHOCAT B Mep-
Hyl0 KON6y BMecTumMocTbio 200 cm3, anMKBOTHYK 4acTb pacTBopa OT-
6upatoT B Kosimyectse 10 cms.

N3 3HayeHuir ONTUYECKOW MNNOTHOCTU aHa/IM3MpyemMbiX PacTBOPOB
BblYUMTAIOT 3HA4YeHWe OMNTUYECKOW MNIOTHOCTU KOHTPOJIbHOro onbita. [lo
MOJSTYYEHHbIM 3HAYEeHUAM OMNTUYECKOM MJIOTHOCTM W COOTBETCTBYHOLLMM
KOHUEHTpaunaM UMPKOHUA CTPOSAT rpagynpoBOYHbIA rpaduk.

24. ObpaboTKa pe3ynbTaTtoB

2.4.1. MaccoByto 000 UMPKOHUA (X) B NpoueHTax BbIYMCNAKT MO
doopmyne
X=-"-+100,
In
roe LW{ — macca uMpKkoHus, HargeHHasi no rpagynpoBoYHOMY rpadou-
Ky, I;
M — Macca HaBeCK/ CTasin, COOTBETCTBYHOLWAas a/IMKBOTHOM YacTu
pacTeopa, T.
2.4.2. AOBCONIOTHbLIE AONYCKaeMble pacxoXAeHus pe3ynbTaTtoB na-

pannesnibHbIX ONpPeAeneHnin npu aoBepuTensHoli BeposTHocTK 0,95 He
[10/1KHbI MPEBbILLATL AOMNYCKAEMbIX 3HAYEHUI, NPUBEAEHHbIX B Tab6/. 2.

Tabnunya 2

MaccoBas gons umpkonus, %o ABCONOTHbIE AOMYCKAEMble PACXOXAEHNS, %o

OT1 0,01 go 0,020 Bk/tou. 0,005
Cs. 0,02 > 0,050 » 0,007

» 0,05 » 0,10 » 0,010

» 0,10 > 0,20 » 0,015

» 0,20 > 0,40 » 0,025

»0,40>1,00 » 0,04
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3. ®OTOMETPUYECKUIA METO/, C PEATEHTOM APCEHA3O llI

3.1. CywHoCcTb MeTOa

MeTo4 ocHOBaH Ha 06pa3oBaHMM OKpalleHHOro KOMIMJ/IEKCHOro coe-
ANHEHUST UMPKOHUA € apceHaso |l B pacTBOpe COMAHOI KUCMOTblI C MO-
NAPHOWN KOHUEHTpauneil skBnBasieHTa 2 MObL/AM3 U U3MEPEHUN OMNTU-
4ecKoil NMIOTHOCTM pacTeBopa Mpu ASIMHE BOJMHbI 665 HM. LIMpKOHWUIA
npeABapuTenbHO OTAENAKT OT Xpoma, MonmbaeHa, Bonbdpama ocax-
AeHVeM aMMMakoM C UCMO/Ib30BaHMEM B KayecTBe Kosiiekropa rmapok-
cnga xenesa. XXeneso (lll) soccrtaHaBnueawT Ao Xenesa (Il) ac-
KOPOGWUHOBOW KUC/OTOW.

3.2. AnnapaTtypa, peakTuBbl, pacTBOpHbI

CnektpochoTomMeTp 1M oOTO3/IEKTPOKO/IOPUMETP.

Kucnota conaHaa no NOCT 3118—77, pa3baBneHHas 1:1, 1.5 un
C MO/IAPHOWN KOHLIEHTpaLUMEN SKBMBasIeHTa 2 Mo/b/am3,

Kucnota azotHada no NOCT 4461—77.

Cmecb COMSAHOM M a30THOM KUC/IOT B COOTHOLWEHUN 3:1, rOTOBAT ne-
pea ynotpebneHnem.

Knucnota cepHas no FOCT 4204—77, pa3baBneHHas 1:100.

Kncnota xnopHas.

Kucnota gotopuctosogopogHas no NrOCT 10484—78.

Kasinin nupocepHokucnblii no FTOCT 7172—76.

Kucnorta ackop6buHoBas no NOCT 4815—76, pacTBop C MacCOBOM
KOHUeHTpauwnein 100 r/gm3.

Kucnota BuHHas no NOCT 5817—77, pacTBOp C MacCoBOW KOHLEH-
Tpauwnen 150 r/gm3.

Ammunak BogHbi no FOCT 3760—79.

XXenatnH no FOCT 11293—78, pacTBOp C MacCcoBOI KOHUEHTpaLu-
ein 10 r/am3.

Conb gnHatpuesas 3tuneHagnamuH-N, N, N', N'-TeTpayKkCyCHOW Kuc-
notobl, 2-eogHasa (tpunoH B) no NOCT 10652—73, pacTtBop C Macco-
BOW KOHUeHTpaumen 10 r/ams3.

ApceHaso lll, pacTBOp ¢ MaccoBOW KOHUEHTpauuen 1 r/gm3; HaBec-
Ky apceHaso lll, paBHyo 0,1 r, pacTBopAlT nNpwu HarpesaHun B 50—
60 cm3 BOAbl, pacTBOp NepeBOAAT B MEPHYK KO0y BMECTMMOCTbIO
100 cm3, gobaBnaT 15 cm3 conaHoi kucnothbl (1:5) 1 AoBOAAT BOAOWA
[0 MeTKn. PacTBop nepemMeLwunsaloT U PUIbTPYIOT Yyepe3 puibTp «be-
nas neHta»; roToBAT nepepg ynotpedneHnem.

CraHpapTHble pacTBOpPbl LMPKOHMS C MacCOBOW KOHLEHTpauunen
0,001 n 0,0001 r/cm3 rOTOBAT U3 META/IINYECKOTO LMPKOHUA UK XJ10-
POKNCY LMPKOHMA KaK yKa3aHo B . 2.2.

CTaHOapTHbIA pacTBOP UMPKOHUA C MacCOBOW KOHLEHTpaumein
0,00005 r/cm3: 10 cm3 pacTBopa LUMPKOHUA C MacCOBOW KOHUEHTpaLnei
0,001 r/cm3 nepeHOCAT B MEPHYIO KONOGY BMecTUMOCTbLIO 200 cm3, aonu-
BalOT [0 MeTK/ BOAOW M MepemelunBatoT; roToBAT nepepg ynortpeodrie-
HUeM.
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3.3. [lpoBegeHne aHanunsa

3.3.1. HaBecky ctasin maccoit 0,25 r nomeLlaroT B CTakaH UM Kos-
Oy n pacTtBopsloT npu HarpeBaHuM B 30—50 cM3 COMSIHOW KUCMOTbl U
5—7 cMm3 a3oTHOW KucnoTbl. Ecnm npoba He pacTBOpPSETCA B COJISHOM
KUCNOoTe C [fJobGaBfieHMeM as30THOW KWUC/OThl, HaBECKy pacTBOPSAOT B
30—50 cm?3 cmecu Kncnor.

K pactBopy npunusatoT 15—20 cm3 X/IOPHOI KUCMOTbl M Harpesa-
I0T A0 MNOJIHOTO OKMC/IEHUA WOHOB Xpoma (pacTBop npuobpeTaeTr opaH-
)XEBYIO OKpacky). B OTCyTCTBMM WOHOB pacTBOp HarpeBalT B TeyeHue
5—7 MWH nocne Havyana BblAeIeHns NapoB X/I0OPHON KUC/OTbI.

PactBop oxnaxgatTt, npunueatoT 90—100 cm3 BoAbl M HarpesawT
[10 pacTBOPEHUS COEN.

BbinaBwunii ocagok OTUIbTPOBLIBAOT Ha (UAbTP «benas neHTa»
N UNbTP C OCaKOM TulATeNbHO MPOMbIBAKOT ropsiyeli BOAO He MeHee
5—6 pa3 [0 NOJSIHOTO YyAaneHWsi MOHOB XJIOPHOM KWCMOTbl. ®dunbTpar
1 MPOMbIBHbIE BOAbl COXPaHAT (OCHOBHOW hnnbTpar).

dunbTp C ocagkoM MomewarT B MNNAaTMHOBLIA Turesb, BbICyLUNBA-
0T, 03014107 U npokameawT npu 700—800 °C. K coaepXumMomy Tur-
N NpubaBNAT HECKO/IbKO Kanesb BoAbl, 2—3 Kanam CepHOWM KuUco-
Tbl, 2—3 cM3 (POTOPUCTOBOAOPOAHON KMUCNOTblI U BbiNapusalT A0 yAa-
JIeHNs NapoB CEPHON KNCOTbI.

OcTtaTtok npokanusatoT npu 700—800 °C mn cnnasnawT ¢ 1 1 nupo-
cepHokucnoro kanua. [lnaB oxnaxpgawT, pacteBopArwdT B 20—30 cm*
cepHoit kucnotbl (1 : 100) n NosydeHHbI pacTBOp OUNLTPYIOT, Npucoe-
ANHAS hunibTpaT K OCHOBHOMY ouUnbTpary.

K nonyyeHHoMy pacTBOpYy MpunvBaroT aMMuaK A0 BblAenieHna ocapg-
Ka rmgpokcuaa xenesa n ewe 2—3 cm3 B u3bbITOK. PactBop ¢ ocaa-
KOM HarpeBalT A0 KUMEHUA W OCTaBMAKT CTOATb B TEN/IOM MecTe B
TeyeHne 10—15 muH.

Ocafgok oTunbTpoBbLIBAOT Ha PUNLTP «benas neHta» U PunbTp C
ocagkoM TuaTeNlbHO MPOMbIBAKOT HE MeHee 6—8 pas ropsiyerr BoAow
[10 MOSIHOMO yAANIeHNsSI MOHOB X/IOPHOW KUCNOTbI.

Ocafok Ha dmnbTpe pacTtBopstoT B 80 cM3 ropsiyert COMstHOM KUC-
notel (1:1) npun maccoBon gone uupkoHuss o 0,10 % wam B 200 cm3
npu MaccoBoW pAone uuMpkoHus cebie 0,10%. PunbTp nNpomMbIBAKOT
ropsavein BOAOW, cobupass pacTBOp B CTakaH, B KOTOPOM MpPOBOAMIOCH
ocaxzaeHue.

Pacteop ynapuator go 70—80 cwm3 mnm 200—220 cm3 B 3aBUCHK-
MOCTM OT BMECTUMOCTU MEPHOW KONObl, NPUMEHEHHOW B clieayoLen
ctagun aHanmsa. CrtakaH wnuM Komby C pacTBOpOM oxnaxparT. PacT-
BOp MEPEHOCAT B MEPHYI KOnby BMecTMmocTbio 100 cm3 npu mMaccoBou
aone umpkoHma o 0,10% wnam B MEPHYK KOy BMECTUMOCTbIO 250 cm?
npu maccoson gosne cebiwe 0,10 %, gonuBaloT A0 METKU BOAOW U nepe-
MeLUnBaloT.
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B aBe mepHbie Kobbl, BMeCTUMOCTb0 50 cm3 kaxgas, oTouparoT
no 20 cm3 nosyyeHHoro pacrteopa. CogepXnumoe Konobbl HarpesarT A0
70—80°C, oxnaxgalT 1 NpuanBaloT B Kaxkayt Kosiby no 2 cm3 pac-
TBOpPa acCKOpPOUHOBOW KMCOThI. PacTBopbI TWaTe/IbHO NepemMeLLnBatoT,
yepes 5 MVH B Kaxayl Kooy npuamsatoT no 3 cm3 pacTsopa xena-
TMHa. 3areM B OAHY KO/OYy npunamBailoT 1 cm3 pacTtBopa TpwusoHa b
N B Kaxayl U3 Konoé npubasnsT rno 5 cm3 pactBopa apceHaso lll.
Copgepxvmoe Konbé ponvealT A0 METKM BOAOM U NepemelunsBatoT.
PacTtBop B Ko/16e ¢ TpMNoHOM B cnyXuT B KayecTBe pacTtBopa cpas-
HEeHNA.

Uepe3 20—25 MWH ONTUYECKYIO MIOTHOCTbL pacTBopa U3MepsT Ha
crnekTpopoToMeTpe nNpu 4JIMHe BOJIHbI 665 HM 1 Ha POTOSNEKTPOKO-
/lopuMeTpe COo CBETOPU/IbTPOM, UMEKLMM MaKCUMyM CBETOMNPOonyckKa-
HUA NpU A MHe BOJIHbI (665+H0) HM B KOBETE C TOJILMHOM NOrno-
warowero csiod 50 mm.

OJHOBPEMEHHO C BbINOJIHEHMEM aHasIn3a MPOBOAAT KOHTPOJIbHbIN
OMbIT Ha 3arpsA3HeHne peakTnBOB.

CogepxaHue UMPKOHUA HaxoAAaT Mo rpagympoBOYHOMY rpadomky c
yyeTOM NornpaBku KOHTPOJIbHOIO OnbITa.

3.3.2. NocTpoeHne rpafympoBOoYHbIX FpadoMkoB

[Nna NocTpoeHnsa rpagympoBOYHOrO rpadpuka npu maccoBon gone
unpkoHua ot 0,01 go 0,10 % B cemMb CTakaHOB WM KOMG nomeLiaroT
no 0,25 r kKapboHUNBLHOIO Xenesa UnNu ctanu, 62nM3Koil No coctaBy K
aHa/IM3NPYeEMON N He cofepxallein UMPKOHNIA. B lwecTb cTakaHOB NocC-
neposaresibHo npunueatoT 0,5; 1,0; 2,0; 3,0; 4,0 n 5,0 cm3 ctaHpapT-
HOro pacteopa LMPKOHUS C MaccoBOW KoHUeHTpauwuei 0,00005 r/cms,
yto cootBeTtcTtByeT 0,000005; 0,00001; 0,00002; 0,00003; 0,00004;
0,00005 r ynpkoHusa B 50 cm3 dhoTomeTpupyemoro pacteopa. CeflbMoW
cTakaH Unv Konba cnyxart AJ/15 NpoBefeHNs KOHTPOIbHOIo OnbITa.

[na NocTpoeHnsa rpagynpoBOYHOrO rpadouka npyu mMaccoBoil fone
unpkoHus ot 0,10 go 0,50 % B LWeCTb CTakaHOB WM K016 nomMeLlaroT
no 0,25 r kapOoHW/ILHOIO Xenesa UM ctann, 6/IM3KON No cocTaBy K
aHa/IM3NPYyeEMON N He cofepXallleil UMPKOHUIA. B nAaTb cTakaHoB npu-
nunBaloT nocnepgosaresbHo 2,5; 5,0; 7,5; 10,0 n 12,5 cm3 ctaHgapTHOro
pacTtBopa LMPKOHNA ¢ MaccoBoi KoHueHTpaumein 0,0001 r/cm3, 4yTo co-
otBeTcTByeT 0,00002; 0,00004; 0,00006; 0,00008 1 0,0001 r uMpKoHUNSA B
50 cm2 poTOoMeTpupyemMoro pacTteopa. LLiecton ctakaH univ konbéa cny-
XWUT AN8 NPpoBeeHUs KOHTPOJIbHOrO onbITa.

Bo Bce cTakaHbl uin Konbbl npunueatdT no 30—50 cm3 conAHOM
KMCNOTbl N0 5—7 cM3 a30THOW KNCNOTbI U fanee aHam3 NPoBOASAT Kak
ykasaHo B n. 3.3.1.

3 3HA4YeHUii ONTUYECKOWM MNOTHOCTU aHas/IN3NPYEMbIX PacTBOPOB
BblUMTAOT 3HAYEHME OMTUYECKOW NIOTHOCTU KOHTPOJIbHOrO onbiTa. o
MNOSTY4YEHHbIM 3HAYEHUAM ONTUYECKOM MNOTHOCTU U COOTBETCTBYHOLLINM
3HAYeHMSM KOHLEHTpaLMA UMPKOHUSA CTPOSAT rpagynpoBOYHOM rpaduk.
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3.4. ObpaboTKa pe3ynbTaToB
3.4.1. MaccoByo [0 umpkoHuna (X) B npoueHTax BbIYUCAAKT Mo
doopmyne

X—-"~+ 100,
T
e — macca UMpKOHUS, HaAeHHas No rpagyMpoBOYHOMY rpadu-
Ky, I,
T — Macca HaBeCKM CTasiM, COOTBETCTBYHOLLLAS a/IMKBOTHOW YacTy
pacTtBopa, T.

3.4.2. A6CONOTHble AOMNyCKaemble pacXoXAeHus pe3ynbTartoB Ma-
pasifiefibHbIX OnpefesieHnii npu goBepuTesibHOM BepodATHocTn 0,95 He
[AO/IKHbI NPeBbIWaTh A0NYCKaeMbIX 3Ha4YEHWNI, NPUBEAEHHbIX B Ta6/1. 2.

4. TPABVIMETPUYECKUIA METO[,

41. CywHoOCTb MeTOAa

MeTof OCHOBaH Ha OCaXAeHUU LMPKOHUA B BuAae hoctopHOKMCO-
ro LUMPKOHUA 1 NpoKanmBaHum ero Ao nupodpoctOopHOKNCIIONO.

OT Mewawwmx 3SMNEMEHTOB UMPKOHUI npeaBapuTesibHO OTAeNsAT
KyndoeppoHOM.

42. PeakTuBbl N pacTBOpbI

Kucnota consHasa no FOCT 3118—77 n pazbaBneHHas 5:95.

Kncnota a3otHada no NOCT 4461—77.

CMecCb COMSAHOM 1 a30THOI KUCMOT B COOTHOLWEHUN 3: 1 .

Kucnota cepHada no NOCT 4204—77 v pa3baBneHHas 1:4, 1:9.

M-HUTPO30-U-theHnnrngpokcnnammH aMmmoHuiHas conb  (Kyndoep-
poH) no FOCT 5857—79, pacTBop C MaccoBoW KOHUeHTpauuen 60 r/ams.

MpombiBHas XuMakocTb: K 1 am3 Boabl npunmBatoT 10 cm3 cepHoi
KNCNOTbI, OXnaxaarT u npunmsatoT 20 cm pactBopa KyndyeppoHa.

AMMOHNIA POCHOPHOKUCSILIN ABYy3aMelleHHbln no FTOCT 3772—74,
pacTBOp C MaccoBOW KoHLUeHTpauuein 100 r/ams.

AMMOHNIA a30THoKKCbIN no FTOCT 3761—65, pacTBOp C MaccoBOW
KOHUeHTpauwneit 50 r/ams.

Kannin nupocepHokucnblii no FOCT 7172—76.

Bogopoga nepekucb no NOCT 10929—76, pacTBOpbl C MacCcoBOW
kKoHUeHTpauwneit 30 n 300 r/gms.

Hatpuin yrnekucnolii 6e3BogHbii no FOCT 83—79 wu pacTtBop
C MaccoBOW KoHueHTpauueit 50 r/gms.

43. NpoBepgeHne aHanunsa

HaBecky ctanu 2 r npu maccoBoin gone ympkoHma ot 0,10 go 0,50%
mm 1 r npun maccoBoin pone ot 0,50 go 1,0% nomewiaroT B KOby
WA cTakaH BMeCTUMOCTbHO 250—300 cm3 M pacTBOPAKOT Npu Harpe-
BaHMM B 30—50 cm3 consHoM Kucnotbl. 3arem npunmBaroT 5—7 cm3
a30THOM KUC/MOTbl M KUNATAT A0 YyAa/leHUs OKUCNOoB asoTa. Ecnu
CTa/lb He pacTBOpPSETCS B COJISHOW KWUC/MOTE C OKUC/NIEHWEM a30THOIA
KUC/IO0TOI, HABECKY pacTBOPSAOT B CMECU KUC/IOT.
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Cogepxnmoe Kosbbl MM cTakaHa oxnaxpgawT, npunueatoT 10 cwms
CEpPHOI KMC/MOTbl 1 BbiNapuBalT A0 MOSAB/IEHUA NMapoB CEPHOW KUCO-
Tbl. lNocne oxnaxgeHna pacteopa npunuealoT 150—170 cm® BoAbl
N PpacTBOPSAIOT COMN NPU HarpeBaHUMw.

BbinaBLlumin ocagok oT(OUNbLTPOBLIBAKOT Ha (hunbTp «benas sneHTa»,
cogepxalwnin 6e330/1bHY0 GyMaxkHyt0o maccy. Ocaflok Ha dmnbTpe
npomMmbiBaloT 4—5 pa3 ropsyeir consHon kucnortoir (5:95). dunbTpar
N NPOMbIBHbIE BOAbl COXPaHAT (OCHOBHOW pubTpar).

dunbTp C ocagkoM MOMeLLalnT B MNNAaTMHOBLIA TUrenb, BbICYLUW-
BalOT, 030N1A0T U npokanusaioT npn 800—900°C. Copgepxumoe TUrNA
cnnasnAT ¢ 3—4 1 yrnekucnoro Hatpua npn 1000— 1100°C B Teue-
Hue 20 MUH.

MnaB oxnaxpgaroT, pactBopsAloT B 50—70 cm3 BoAbl, pacTBoOp Ku-
natat 10—15 MuH, OToMbTPOBLIBAOT HEpPacTBOPMMbIA 0OCafoK Ha
QUNbTP «CUHAS NeHTa», coAepXallnii HebosblLuoe KONYECTBO 6e3-
30/1bHOM GYMaXHOW MaccChbl, U MPOMbIBAlOT 6—8 pa3 ropsuMm pacTBo-
poOM yrnekucnoro Hatpud. OcafoK BbICyLUMBAlOT, MPOKa/IMBaOT W
cnnaBnAT ¢ 1—2 nupocepHokucioro kanma npun 800—850°C.

Mnas BbiwenaunsatoT B 50 cm3 cepHon kucnotbl (1:9) mn pacteop
NPUCOeANHAKT K OCHOBHOMY dounbTparTy.

O6beaMHEHHDBIN pacTBOp oxnaxgatoT Ao 12—15 °C, npubaBnstoT He-
60/bLUIOEe KOMMYecTBO 6€330/1bHOM OGYMaXHO Maccbl W MpUnBaroT
pacTBop KyndeppoHa, NOCTOAHHO NepemMellrBasd, A0 Havasia ocaxaeHus
Oyporo ocagka KyndeppoHata >enesa, 4TO YykasblBaeT Ha MOJIHOTY
BblaeneHnsa KyndgeppoHaTta umpkoHusa. Ocaaky galoT OTCTOATLCA B Teye-
Hne 30—35 MUH 1 OTMNBLTPOBLIBAKOT Ha hubTp «benaa neHta». Oca-
[10K NMpOMbIBalOT 5—6 pa3 NpoMbIBHOI XWAKOCTbIO, nomewiaoT B doap-
doopoBbLI TUrenb, BbICYLUMBAKOT, O30/1G0T U MPOKa/IMBAKOT B TeyeHue
20—30 muH npn 800—850 °C.

Copgepxmumoe TUrNa cnnabnAwT ¢ 2—3 T MUPOCEPHOKUC/IONO Kaus
npn 800—850 °C u oxnaxpaalT. [11aB pacTBOPAKT NPU HarpeBaHUK
B 100 cm> cepHoii kucnotbl (1:4).

PacTtBop ounbTpylOT B CTakaH BMeCTMMOCTbi0 400—500 cm3 yepes
dunbTp «b6enas neHta». PUNbLTP NpombiBaldT 4—5 pa3 ropsyein BoAoWn
N pa3baBnAwT pacTeop Boaon Ao 200 cms3.

K nonydyeHHoMy pactBopy npubasnsawt 2—5 cm3 pacTtBopa nepe-
KMCW BOoAOpoAda ¢ MmaccoBoi koHueHTpauuein 300 r/gm3, 20 cm3 pacTBo-
pa pOCIOPHOKMC/IOTO aMMOHUA, NepeMeLllnBaoT U BblAepPXMUBaKOT Npu
65—70°C B TeyeHne 3 4, Habnogas 3a coxpaHeHMeMm K3bbITKa nepe-
K/CK BOA4OpOAa B pacTBope.

Mpu aHanuse ctanein, He cogepxawmx TUTaH, ocaxgeHne LMPKOHUS
dpochopHOKMCNBIM aMMOHMEM NPOBOAAT 6e3 NprubdaB/ieHNsA Nepekncu Bo-
fopoaa.

Ocapok  (poCchOpPHOKUCNOTO  UMPKOHUA  OTCOUNBLTPOBBLIBAKOT — Ha
UNbTP «CUMHASA NeHTa», coaepxallinin He6oNbLIoe KOTMYeCTBO 6e330/1b-
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HOW OyMaXHOW Macchbl W npombiBaloT 10—12 pa3 XonoAHbIM pPacTBo-
POM Q@30THOKMC/IOrO amMOHMA. ®OUbTP C 0cagkom nomellanT B dhap-
(bOpOBLIN  TUre/b, BbICYLUMBAIOT, 030/1A10T M NpOKanMBaT npu 950—
1000 °C B TeveHne 20—25 muH. Cofepxumoe TUINIA CNNaBnawT ¢ 4—
5 T nupocepHokucnoro kamusa. lMnas pacteopator B 100 cm3 cepHom
kucnotel (1:4) u ocaxgalwT UMPKOHUMA (OCHHOPHOKNUCIBIM - aMMOHK-
eM, kaK yKa3aHo BbiLLe.

OunbTp ¢ ocagkom (POCOPHOKMCIOND LMPKOHMA MOMeLLatT B Npo-
Ka/leHHbIA 10 MOCTOSIHHOM MacChl W B3BELLEHHbIA (hapd)OpoBbLIA TUTENb,
BbICYLUMBAOT, 030/1410T U npokanmsatT npu 950—1000 °C fo nocTosH-
HON Macckl.

O[HOBPEMEHHO C BbIMO/HEHNEM aHa/M3a NPOBOAAT KOHTPO/IbHbIN
OMbIT Ha 3arpA3HeHe PeakTBOB.

44.06paboTKa pe3ynbLTaToB

4.4.1. MaccoByl [0M0 UMPKOHWS (I) B MpOUEHTax BbIYUCAAKT MO

dhopmyne

V 1" — %)- (1, —/1,)1-0,3440 ~ 3QQ

- ,
rie T 1 — Macca TUrig ¢ 0CafkoM NMPOOCEOPHOKUCIOT0 LIMPKOHNS,
I
T, — Macca Turnsa 6es ocagka nupogqroCcOPHOKICIOTO LMPKOHMS,
N
Tb — Macca TUrA ¢ 0CaAKOM, NOSTyYEeHHbIM 13 KOHTPO/IbHOMO
onbITa, r;
/M —* macca Turns 6e3 ocafka B KOHTPO/IbHOM OMbITE, T;
0,3440 — KoadhpnLIMEHT nepecyeTa NUPOOCHOPHOKICIONO LIMPKOHMS
Ha LIPKOHUIA;
T — Macca HaBecku cTaum, I.
4.4.2, AOGCONIOTHble [A0NYCKAaeMble PacXOXAeHUs pe3y/nbTatoB na-
pansiefibHbIX ONpefeneHnii npu AoBepuTensHon BeposiTHocTM 0,95 He
[0/DKHbI NPEBbILATL JONYCKAEMbIX 3HAYEHWN, MPUBEEHHbIX B Ta0/. 2.





