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Hacrosmuii crapgapr ycraHaB/juBaeT (POTOMETPHYECKHE MeTOHl

onpedenenus ¢ocdopa (npu MaccoBoi jpgodsie docdopa ot 0,0002 no
0,015 %) B MeraaanueckoM MoJaubjeHe, OKCHAE MOJHOACHA U MOJHO-
JEeHOBOKHUCJAOM aMMOHHH,.

t. ObILUE TPEBOBAHMWY
O6wne TpeboBaHusag K MerojaM aHaJjusza—no ['OCT 29103.

2. METOJi, ¢ NMPUMEHEHHEM KCHJIEHOJIOBOrO OPAH)XEBOTO
(MPH MACCOBOH JIOJIE ®OCHOPA OT 0,0002 J1O 0,01 %)

2.1. Cymuocrp MeTO/a

Meron ocHoBan Ha 06pa30BaHMH KOMILIEKCHOTO coeliiHeHHsa ¢oc-
GOpHO-MOJMHOAEHOBOH T'€TEPOIIOJNHKHCIOTH ¢ KCHJIEHOJOBLIM OpaHKe-
BRIM. KpeMHHE W MBIUbAK KOMIUIEKCHOTO COEIHHEHHSI C KCHJIEeHO-
JIOBLHIM OPAHIKeBbIM B 3THX VCJOBHSIX He 00pa3yior.

22 CpepncrBa H3MEepeHHH, BCIOMOrareJdbHHE
YCTPOHUCTBA, PEaKTHBBl H MAaTE€pHAJH

Becn aHaJauTHueckKHe JIOO60Oro THIA, HO3BOJSIOLIHE B3BEIIHBATh C
norpewHocToio He Goaee 0,0002 r.

DOTO3NEKTPOKOJOPUMETD HUJHU cHekTpodoToMeTp J0OOro THINA.

MvdenpHast neyn, obecneuyBaiomas Harpes go 500 °C

JaexrponauTKa 6mtoBas no [OCT 14515,

Ammvonuit (matpuit) moaubaensosokucasii no 'OCT 3765, nepe-
KpHCcTaJdau30Baillibiil, pacTsop ¢ MaccoBol jgoaeit 10 7.

70 T cosau pactBopsitoT B 400 cM°® ropsived BoABl U CTHIITHTDOBLI-
BAIT uepe3 MAOTHLIH (LJIBTPp. K pacTtBopy A06aBALICT LoD C).© 3TH-

H3, troe chuamaabioe
© Wisnareabcteo cranispros, 1992

ooy uil cranaLoT Be Mower GLTb  BOAHOCTLIO  BJAM MACSTHUHO o7 TOHTBEJAEH,
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JJOBOTO cnupTa (pekTudHKara), OCTABJAAIOT HA | U OTCTAMBAThCsl, 34-
T€M KPHCTaJJbl OTCachiBAlOT HA BOpOHKe DIloXHepa, MpoMBIBAlOT ie-
CKOJbKO P23 BOJLOH CO CIIHPTOM H BBICYIIMBAIOT HAa BO3JYyXe.

AvMMoHui dochopHoKHCAbH ABy3aMemeHHbii no [TOCT 3772.

CradaapTHuiil pactBop A: 0,426 r GOCPHOPHOKHCIOTO ABY3aMElllEH-
HOTO aMMOHHS NEPEHOCAT B MepHylo KoJ6y BMecTHMOCTbIO 500 cMm3,
pasbaBJsIIOT BOJAOH IO METKU M NepeMellHBaIoT.

I em?® pacrBopa A coxepxut 0,0002 r docdopa.

CtauaaprHbid pactsop b: rorosatr pasbaBienueM | c¢Mm3 pacTBo-
ra A Bomgo# B MmepHoH Koabe BMecTuMocThio 100 cM3.

1 ¢m3 pacrBepa b copepxut 0,000002 r docdopa.

KaJiusg ruapokeua, pactBop ¢ MaccoBoi poned 10 %.

Kucnora azornas no [OCT 4461, pasbasaennas 1: 1.

KcuneHosoBbIE OpaHXKeBbld, pacTBoOp ¢ MaccoBodH goaer 0,1 Y%,
IOTOBSAAT He MeHee uyeMm 3a 10 4 0 HCNOJB3OBAHHSI, PEAKTHB NpOBE-
PSIOT HA TIPHTOAHOCTb K pearuuu oOpasoBalldsy KoMmngaekca c docdop-
HOMOJIMOeHOBOH rerepokucyaoTon: B 10 cm3 amerona po6aBasioT
0,1 cm3 (3—4 KanjH) pacTBOpa KCHJEHOJOBOI0O OPaHXEBOro ¢ Mac-
copoii nonaeit 0,1 %. Ecan pactBop ocraercsi 6eciBETHBIM HJIH HMeeTCH
c/1ab0o-p030BOe OKPaIlHBAHHE — PEAKTHB MNPHUTOJIeH AJIS dH3JAH3a, eCJH
e OKPACKa (PUHOJETOBAs — peakTHB KOMILIeKca ¢ ¢GochopHOMOaND-
AEHOBOH TreTepoNOJIHKHCAOTON He obpa3syer.

Kucaora coqastnast no 'OCT 3118.

denonadranedH, pacTBOp ¢ MaccoBod nogen 0,1 %.

Cnupt 3THN0BLIA pekTHHKOoBaHHbIH o [OCT 18300.

23. [lpoBegeHne aHaaHu3a

B 3aBHCHMOCTH OT MAacCOBOH 1oJH ¢dochpopa OepyTr HaBeCKH B CO-
CTBETCTBHHU ¢ TabJ. 1.

Tabauuna I

MaccoBas ponsi docdopa, % Macca HaBechH, T
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2.3.1. Hasecky oxcuja MoanbjgeHa noMeilalwT B CTaKaH BMECTH-
MocThio 100 cM3, nobaBasior 10 c¢M® pacTBOopa THAPOKCHAA KajKksd C
MaccoBoi jaoJedl 10 % wn HarpeBalwT Ha 3JEKTPONIHTKE JO NOJHOIO
pacrBopeHnusa obpasia.

2.3.2. AMMOHHIT MOJHOGIEHOBOKHCIABLIH NEPeBOJAAT B OKCHA MOJnD-
AeHa npokanauBanueM npiy temnepartype 400—450°C u nanee pacTBo-
psatoT no m. 2.3.1.
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[Tocsie oxnaxkieHHs 10 KOMHATHOH TeMUepaTyphl MOJyUeHHBIH Lie-
MTOYIIOH PAacTBOp HEATPAJHU3YIOT a30THOH KHCJAOTOH (1:1) no HHAH-
Katopy ¢peHoadraneniy u godasassior 10 cm® KHCIOTHI B 1H3OBITOK.
Pactsop narpeBaiotr A0 KHIIEHHS.

Ecan Boimajger ocafioK, €ro pacTBOPSIIOT B PacTBOpe THAPOKCHIE
Kaaua ¢ maccoBoil goaed 10 9% wu 3arem HeHTPAAU3YIOT MO HHAHKA-
TOPY (enoadrasenty pacTBOPOM a30THOH KHCJOTHL, Aobaruasag 10 cm3
B H30LITOK. PacTtBop oxnaxKaaloT 40 KOMHIATHOH TeMnepaTyphsl H Ie-
PEeHOCAT B Meplyio KoJ0y BMmectuMocTbio 100 cM3, noauBaloT BOAOH
10 oObeMa npuMepHo 80 cwM3.

B 3aBHCHMOCTH OT MAacChl HaBeCKH aHaJ u3dupyemoro o6pasia jJ0-
0aBJAAIOT pacTBoOp Mosaubjata aMMmoHHs ¢ MaccoBod poned 10% B
oObeme, npuBeaeHHoM B 1264, 2.

Tadoansuwa 2

Macca HaBecKu, T O6paMm pacraopa, c¢Mm®

=

COOC —
— DD Lo TS

3JareM NUNeTKOH B KOJ0Y BBOJAAT O CM- pacTBopa KCH.JI€HOJOBOTO
opamkesoro ¢ maccoBod aogen 0,1 Y%, mo.uBaloT 10 METKH BOJAOH H
nepemeluypaT. PactBop ocrtaBasoTr nHa 45 MHH aas oOpa3oBaHus
YCTOHUYHBOIO KOMIUIEKCHOTO coejuHeHusi. [lo HCTeuyeHUM YKa3aHHOTO
BpeMeHU ONTHUYECKYH INJOTHOCTb OKPAMIEHHOrO paciBopa H3MepsIoT
Ha (QOTOKOJIOpHMETpPE C 3€JE€HBIM CBETODIJIBTPOM  (A.11HA BOJIHB
540 HM) B KlOBETe C TOJUIMHOK MOorJoulamluero cer cjaos o0 MM.

OpHOBpEMEHIIO NPOBOASIT TPH KOHTPOJIBHBIX ONBITA ha onpejesie-
nue cojepxaiina ¢ocdopa B peaxktuBax. BB pacTBOp KOUTPOJIBIOLo
ONbLITA J0HABJAT DPacTBOp Mogubpara aMMOHHSA ¢ MAacCCOBCH J0JeH
10% B o6beme 10 cm?. PacTBop co cpeiHuM 3HaueHHEM ONTHYECKOH
NJIOTIHOCTH HCNMOJIb3YIOT B KaU€CTBe pacTBOpa CPABHEHHS.

2.3.3. Hagecky meraanuueckoro MoJubpeira yaccod 0,0 r pacTBo-
psiroT B 20 ¢cM? cMecH, cocTosiledl H3 TpeX 00BEMOB COJITHOH KHCJIOTHE
i O HOTO o0k€Ma Aa30THOH KHCJAOTH. PacrBop BHIApPUBAKT A0CYXA
Ha 9 JTEKTPHUYECKOH IJIHTKE.

3arem no6asJisiiotr 10 ¢M® BoAbl H BHOBb BLINAPUBAIOT, 1I0CJE UYEro
pobasasior 10 ¢M® paciBopa THAPOKCHIA KaJHd € MaccoBOH J0JIeH
10 9% 1 parpeBalOT Ha 3JEKTPOIJIMTKe A0 IMOJHOrO pPacTBOpeHHs
ccanika.

[Toc.ie oxnaxaeHus A0 KOMIIATHOH TeMoeparypbl pacTBOp HeUTpa-
JH3YIOT a30THOH KHCJ0TOH (1:1) mo HHAMKATODPY (eHoadTaNenHy H
gob6asaamTr 10 cm3 KucJA0THL B H30BITOK. Jlo/siHBaoT BOOH NpPUMEPHO
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no ooveMa 80 cM® u ocraBasioT Ha 10 MuH. 3a1eM NMHNETKOH B KOJOY
BBOJAT O CM? pacTBOpa KCHJEHOJOBOrO OPAHXKEBOTO C MAacCOBOH JoJed
0,1 %.

HaJiee anaaus npoBoasT KakK yKaszaHo B 11. 2.3.1.

2.3.4. lys nocTpoeHUs rpajydpoOBOUHOrO rpadHka B MEpHBIE KOA-
Obi BMecTHMOCTBIO 1o 100 cm® mpuaubaior ot 0,5 no 5,0 cm® (¢ uH-
repBajioM 0,0 c¢cm®) pacrBopa B. Boasar no 10 ¢m3 a30THOH KHCAOTHI
(1:1), nonuBawoT Boay npumepHo no ob6bema 80 cm3, Ko6aBASIOT
10 cM3 pactBopa MoJiHOJAE€HOBOKHCJOTO aMMOHHSI C MAacCOBOH JoJeH
0,1 %, ocraBasitor Ha 10 MHH 1Js pPa3BHTHA OKpacKH obpasylouiefics
[eTEPONMOMHKHCIOTE., 3aTeM MHNEeTKoH npofaBJsiioT 5 c¢M? pacrBopa
KCHJIEHOJIOBOTO OpaHKeBoro ¢ MaccoBod pgoae#t 0,1 Y%, moauBarmoT no
METKH BOJIOH, II€peMelUHBAalOT H OCTaBJsIIOT Ha 45 MUH Aas obpaso-
BaHHS YCTOHUYHBOIO OKPAWIEHHCTO KOMILJIEKCHOro coetluHeuus. [lo
HCTEUEHHH YKa3aHHOrO0 BPEMEHH ONTHYECKYI0O MJOTHOCTh OKpPalleHHO-
0O pacTBOpa H3MEPSIIOT HA (POTOKOJIOPHMETpPE C 3€JE€HBIM CBeTO(MHJIBT-
poM (aJuHa BoJiHbl 540 HM) B KiOBeTe C TOJILIHHOH TNOCJIOLLAIOHIErO
cBeT caost 50 MM,

B kauecTBe pacTtBopa cpaBHEHHSI MCNOAb3YIOT PacTBOP KOHTPOJib-
HOrO OIbITa CO CPeJHUM 3HAUCHHEM ONTHUECKOH IJOTHOCTH H3 Tpex
napaJJiesbHblX OMNKITOB.

[lo HaltleHHBIM 3HAYEHHSM ONTHUECKHX NJOTHOCTEH pacTBODOB H
COOTBETCTBYIOIIHM MM KOHUEHTpauusam docdopa CTpodAT rpamsyHpo-
BOYHLIE TPAa(MUKH.

24.Ob6paborka pe3yJabTaTOB

2.4.1. MaccoByio poaw docdopa (X) B npoueHTax BLIUHCIASIOT NO
dhopmyJie

Y m- 100

iy

rge m — Mmacca ¢ocdopa B aHAJHU3IHDYEMOM pacTBOpe, HaHAeHHAad
MO rpaAyHpPOBOYHOMY IpadHKy, T;
M, — MAacca HaBecKH, T.
2.4.2, AGcogaoTHBIE AONYCKaeMble PacXOXAeHHS pe3yJbraTOB Ia-
paJJiesqIbHEIX OMNpeJeJeHHH IIpH XOBEDHTEJLHOH BepodATHOCTH F =095
He JOJIXKHBI IPEeBbLiLIaTh BeJHUYHH, NpHBeAeHIbIX B TabJa. 3.

Tabauna 3

MaccoBasa poast docdopa, % M“”E‘fff;jlfﬂé‘gﬂf“f”“
Ot 0,0002 no 0,001 BkaIOU. 0,00003
Cs. 0,001 » 0,003 » 0,0004
» 0,008 » 0,01 » 0,0008
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3. METOI, C MPUMEHEHUEM ACKOPBUHOBOW KHCJOTHI U KAJIUS
CYPbMSIHOBHHHOKHCJIOTO (NMTPH MACCOBOM HOJE ¢OCPOPA
OT 0,0005 JLO 0,015 )

3.1. CymyHocTpr MeTtoJa

Mertoa ocHoBaH Ha obpa3osaHuH (GochopHO-MOJUOAEHOBOK rere-
PONOJIHKHCJOTH H BOCCTAHOBJIEHHH €e acKOPOMHOBOH KHCJOTOH B IIpH-
CYyTCTBHHM AHTHMOHHJTapTpara KaJjJus Mocje oraeqeHus ¢ocdopa Ha
rHApoOKcHIe OepuJIus.

3.2. CpeagcrBa H3MEpEHHH, BCONOMOTraTeJLHHE YycC-
TPOUCTBA, PEaKTHUBB M MaTepHaJH

HMonoMep ynupepcaJbHbiid THIIa DB-74.

Tpunon b (xomnaekcon Ill), aBynarpueras coapb 3THJIEHIHAMHH-
rerpaykcycHOH KucaoTel mo [TOCT 10652, pactBop ¢ MaccoBoii pogeh
10 % ; roTOBAT NpH HarpeBaHMH.

bepuayuid CepHOKHCJIBIH, pacTBOp KoHueHTtpauued 1 r Be/gms.
PacrBopsiior 19,60 r cepHokucjioro 6epusausa B 1 am® BOAHL.

Ammuax soaueii no 'OCT 3760.

[IpoMbiBHAa xuaAKOCTb: B 500 cm® Bombl mpubamigier 30 cm® pa-
cTBopa TpusoHa b, 15 cm3® aMMuaka u pasbaBasior BOLoH go 600 cm®
Kucaora xJsopuasa, njotHocts 1,5 rf/cm3, pasbasiennas 1:1.

Ammounii MoanbaeHoBokucabid no 'OCT 3760.

Peaxuuonnass cMechb: 1,74 r MOJUOAEGHOBOKHCJAOrO aMMOHHSI pPacT-
Bopsaior B 100 cm?® Bopbl, nmpubaBasiior 21 cMm3 CEpHOH KHUCJIOTHI, OX-
JaxpaloT " aoguBaior go 250 cMm® BOJON.

Kucnora ackopbuHoBasi, pacTBop KoHueHTpauued 20 r/amd.

Kanvéi cypbMsaHOBHHHOKHCJBIH (aHTHMOHHJATAPTPAT Kajaus mo TY
t—09—803), pacTBop KOHUeHTpauuend 3 r/am>.

AmMmoHust 6pomug no IOCT 19275.

HMunukatopuasi 6ymara « KoHro.

A Takxe cpeacTBa H3MEpPEHHH, BcIoOMorareJbHbie YCTPOHCTBA,
pPEaKTHBBLI U MarepuaJbl, IpHBeAeHHbIe B pasl. 2.2.

3.3. lloaroTtoBKa npo6 K aHaaAH3y

B 3aBHCHMOCTH OT MaccoBOH A0JH ¢ocdopa OepyT HaBeCKHd B CO-
OTBETCTBUH ¢ TabJ. 4.

Tabanma 4
Maccobas poas docdopa, % Macca HaBecKM, I
Ot 0,0005 10 0,0015 BKMW0OU. l
Cs. 0,001 » 0,003 » 0,5
» 0002 » 0,007 » 0,2
» 0006 » 0,015 p 0,1
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3.3.1. PacrBopenue o6pasnos npooasat no m. 2.3.1.

3.4. [lpoBengenue anaausa

[lonryyeHHble ulesIOUHLIE pPacTBOPbl HEHTPAJIM3YIOT Aa30THOH KHC-
aotoit (1:1) no unaukaropHoit 6ymare «Kouroy.

lIpuausaror 50 cm® pacrBopa TpuJaoHa Db, 8 ¢M3 pacTtBopa cepHo-
KHuc.ioro Oepusiiug, pasbasiadior Boaon jpo 100—120 cMm® u KunaTar
2—3 MHIL.

B ropauuid pacTtBOp NPUAHBAIOT PACTBOP aMMHaKa A0 3HaAYeHHS
pH-9,5—10 u cHoBa KUDATST 2—3 MHH.

PactBop oxmaxkjpawT B MPOiouHO{I BOAE H 0CaJ0K OT(HUIABTPOBLI-
BaIOT 1Ha (PHILTP CpeAHel NJOTHOCTH.

OHABTP ¢ OCAAKOM NPOMBIBAIOT 0—0 pd3 NPOMBIBHOH XKHAKOCTBIO.
Ocanoxk Ha duaptpe pactBopsior B 30 cM3 Ten ol COJAHONH KHCJOTHI
(1:1). @unstpar cobuparwTt B cTakadH BMecTHMOCThi0O D0 cM3* npu-
0aBJstiOT 3 CM3 XJODHON Kucao1bl (l:1) » BolmapusawT pacTBoOp M0
OOHJIBIIBIX NAPOB XJOPIHOH KHCJOTHI.

3areM NPUAHBAIOT 25 cM3 H HarpeBaloT /O PacTBOPEHHUSI COJIeH.
OXxnaX1eHHHIH pacTBOP I'€PEHOCST B MEPHYIO KOJOY BMECTUMOCTBIO
o0 cm?, npuauBarmt 2,5 ¢m® peakILlHOHHOH cMecH, © cM® a(KOPOUHOBOM
KHCJIOTH! H 0,0 c¢M3 pacTBopa auTuMmouusartaprpara kajusa. llocae npu-
JUBAHUS KAX/JOTO PEAKTHBA COAEPXKHUMOE KoJOb NMepeMelinBanT. 3a-
TeM pas3baB/JslOr BOAOH 10 METKH U BHOBL lI€PEMENUIHBAIOT.

OnNTHUYECKYIO IJIOTHOCTb PacrBOpa HU3MEpPAIOT Ha CHEeKTPOPOTOMET-
pe npu JJauHe BOJIHBI 820 HM Ha (O103JeKTpOKoJOpHUMerpe Ha Kpac-
HOM cBeToduabTpe (AJHHa BoJiibl 700 HM) B KIOBE€TE€ C TOJUIMHOH
nor.gouiaroulero ¢jaosi o0 Mm.

B kauecTBe pacTtBopa cpaBHEHUHA HCIOJBb3YIOT PacTBOP KOHTPOJIb-
HOTO OMnblla cO CPEeIHHM 3HayelHeM ONTHYECKOH MJOTHOCTH H3 TpeX
[apa.ie1bUbiX pe3yJbTaTOB Ha cojepxkaHue ¢Qocdopa B peakTHBaAX.

3.0. IllocTpoenue rpaapyupoBoyHoro rpaduka

B crakarul BMectumocTbio 50 cm? orbupator or 1 no 8 cMm?® cran-
paprioro pactsopa b, npuauBawT 3 cM3 XJOpHOH KucaoTbl (1:1).
Pactpop BbimapuBaioT A0 00dJIbHBIX NApOB XJOPHOW KHCIOTHL. B 0X-
AaxKJA€HIBIH PAcTBOp MNPUJAHBAIOT 20 ¢M? BOJABI M NEpPeHOCAT pacTBOp
B MEDHYIO K0J0y BMecTHMOCThIO 90 ¢M3, nmpuiuBalor 2,5 ¢cM® peakuHOH-
HOH cMecH, b ¢M? pacTtBopa ackopOHHOBOH xucjoThl ¥ 0,0 ¢M® pacTBo-
pa auTdMOHWJATAapipara kanaud. [locse npuHAHBAHHS KaxJI0ro peax-
THBA COAePXUMOoe KOJIObl nepeMelluBarT. 3ateM pasdap/siioT BOJOH
10 METKH H CHOBA NE€pPEeMeNIHBaloT.

OnTHYECKYI0 MJOTHOCTh paciBopa H3Mepsilor Ha CHEeKTpodoToMeT-
pe IIpH JJiHlie BOJHBI 825 nm uau ua (HOTO3/JEKTPOKONOPHMETPE C
KpacHbIM cBeTOQHABTPOM (JIHHA BOJIHBL 700 HM).

* Ecan co.cpxaHue M.iwbska B npobe InpeBbluidaeT B JABa paxd COAepKaHHE
ocPopa, 7o nocsde pacTBOPEHUs I} 1pokKcHAa OepHaans B COJNANOKEUIVIO CPpeny A0-
oapssiior 0,1 r OpoMucTOro ammonuss M ynapusawor jgocyxa. IlpuGasagir 10 cmd
coasiion Kuc,oTH, U 0,1 r OpoMHCTOrO aMMOHHSE #H OBTOPSIOT BhiapHBAHHE TOCYXA.
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36.06paboTKa pe3yJabTaTOB
3.6.1. MaccoByio a0/ ¢ocdopa (X) B HPOUEHTAX BLIUHCAAIOT MO
dopmyJe
X m . 100

Iity

raie m — macca docdopa, HangeHHAss N0 TPAAYHPOBOUYHOMY Trpadu-
Ky, T.
m, — Macca HaBecky obpaczia, r.
3.6.2. PacxoxjneHusa pe3yabTaToOB TIapaJlie€JbHbiX ONpeAeJeHHH
NpH AOBepHTe/bIIOR BeposiTHOCTH P=0,95 He H0JXKHbl NMpeBhlaTh Be-
JHUHH, TpUBeJeHHbIX B Tab.1. 9.

Tabaniwa 5

MaccoBag goas ¢ocdopa, % HonyckaeMbie pacxoxjeHud, %

L

Ot 00,0005 no 0,0010 Bkaou. : 0,0002
Cs. 00010 » 0,0020 » 0,000 4
» 00020 » 00050 » 0,0005

» 0,006 » 0,015 » 0,001
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