YAK 669.85/.86:543.06:006.354 Fpynna B5?
FOCYNDAPCTBEHHLBLIH CTAHRAPT COKZ3IA CCp
-~~~ " ° °~° "

JIAHTAH, UTTPUK U UX OKUCH

rocTt

Metog onpeaeneHHA oKKCEH HEOAWMa M 3pbus

Lanthanum, yttrium and their oxides. Method of deter-23862'|4_79

mination of neodymium and erbium oxides

NMocranosnenuwem locypapcreeHnoro komurera CCCP no cranpapram or 19 oxrabps
1979 r. Ne 3988 cpok AGMCTBMSA YCTaHOBAEH
c 01.01. 1981 r.

po 01.01. 1986 r.

Hecobnicgenne craHfapra npecnegyerca no 3aKoHy

Hacrosuuil ctangapr ycraHaBJnBaeT JIOMHHECHEHTHHIH MeToX oll-
PeleeHnsT okucell HeoaMMa W 3pOHs B JlaHTaHE, HTTPHY H MX OKHCAX.
Merton ocHOBaH HA BO30YKIEHHH DTYTHOW JAMIOOH CIeKTpa JIOMH-
HECHEHLHH PeNKO3eMeNbHbIX JEeMEHTOB — IIpuMeced B KpHcTas10dhoc-
dopax aHaJIH3HPYEMBIX MaTEpPHAJOB M PETHCTPANUH NOJYYeHHOTO H3-
ayuennsi. Cosepkanpe HpHUMecedl HAXOAAT METOZOM H100aBOK.
OmnpenensieMble KOHIIEHTPAIMH TPHMeceH OKHCEN:
B JaHTaHe H €ro OKHCH:
Heoguma ot 5-10-% go 2.10-39%,
apbus ot 510~* mo 2.-10-39%
B HTTPHH M €TO0 OKHCH:
Heoguma ot 1-10~4 go 2.10-3%.

1. OBWWME TPEBOBAHMSA

1.1. O6uue TpeboBanus k Meroay anaausa—uno I'OCT 23862.0—79.

2. ATINAPATYPA, MATEPUAIbI U PEAKTHUBD!

YcTaHoBKA A5 PErHCTPAIMH CIEKTPOB JIOMHHECHEHIHH (4epTek).

Ileur mydeabuas ¢ TepMOPETyJAATOPOM, OBGECIEUUBAIOLIUM TeMIIe-
parypy zxo 1200°C.

[loorTRa adekTpHUecKas.

Ixad cymnapHBIEL ¢ TEPMOPEryJISTOPOM, 06€CTeUHBAIOUITM TeMITe-
patypy Ao 120°C.

Mzpanue oduuymnancHoe Nepeneuarka BocnpeuieHs
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rOCT 23862.14—79 Cip. 2

CTynkH # HeCTHKH SIIMOBble HJIH H3 OPTaHHYeCKOro CTeKJa.

Turan papdoporrie Ne 3.

Yaluky KBapiieBble BMECTHMOCTBIO 30—50 M.

Kucaora asorsas ocoboit umcrorel no 'OCT 11125—73, pasbas-
aexHas 1:1.

g = 70

4
6 ﬁ |
7] L8

N

7/2] 7

I—ocsetutens QCJI-1 ¢ pryrHod nxamnoil JIPII-250;
2—cBeTopuapTp Y®PC-6; *—kamepa Bo3OyXKieHus; 4—
KioBeTa €  Kpuctaaaodochopom; S—xoHaeHcop; 6—
cnektporpad MCI1-5]1; 7—peryasitop CKODOCTH [OBO-
poTa NpH3M; S8—BLICOKOBOJbTHBIH  CTabHAH3HPOBaHHDIT
ncTouHHK nutankhs BCB-2; 9—doTolneKkTpHuecKas NpH-
craBka ®3IT1-1 ¢ doroymHONKHUTEAEM PIY-22: 10—n0-
TeHIUMoMeTp camonumymui IIIT-17M-2

AmMmonuit sanaguerokucanit 1o [OCT 9336—75, x. u.

Harpuit azotnokucaeiit no 'OCT 4168—79, 1'% -ublit pacTBOp.

Kneaora coasuas ocoboit unctorsl no 'OCT 14261—77, pasbas-
Jegnas 1:1.

Harpuit xaopuctniil no TOCT 4233—77, x.u., 1%-HBIfl pacTBop.

Bona nenonnsoanHas (ABaxKAbl).

Cnupr aTHIOBHIE pekTH(MHKOBaHHBIA  Texuuuecknit no TOCT
18300—72.

Heonnma okucy mapku HO-CC.

dpbus oxuck Mapru IpO-1.

Pacteopur’ I sanacubie HeoguMa ¥ 3pbus, copepkamue 1 Mr/ma oa-
toro U3 P33 (8 pacuere Ha okuchk): 100 mr okucu P32 nomewaitr B
CTaKaH BMECTHMOCTBIO 50 MJI, cMadyuBawT BOAOH, npuansawT 0,5—1 i
CONSTHON KMCJIOTHI, HATPEBAIOT HA 9SJEKTPHYECKOH IIHTKe 10 pacTso-
PeHUsI, OXJaXKA4I0T 10 KOMHATHOH TeMIepaTypsl, ICPEHOCAT B MEPHYIO
koa6y BMecTHMOCTbIo 100 MJ, ZOBOAAT BOAOH A0 METKHM H HEpeMelli-
BAIOT.

PacrBopml 1 paboune, comepxamue ! Mkr/ma P32 (B pacuere Ha
KHCB), TOTOBAT paszbaBieHueM 3aNacHLHX pacTBOpoB 1 BOAOH B
1000 pas.
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Crp. 3 FOCT 23862.14—79

Pacrsop 1l s3anmacroit Heoguma, cogepxamuii 1 mMr/ma Heoxguma (B
pacuere Ha okuch): 100 Mr okucH HeoAHMa NOMEINAIOT B CTAKAH BMeC(-
THMOCTbIO 50 MJ, cMayuBaloT BOJAoH, npuauBaiT 0,5—1 i asorHod
KHMCJIOTE], HaTPEBAIOT HAa 3JEeKTPHYECKOH IJIHTKe KO PAaCTBOPEHHH, OX
JaXKIAT IO KOMHATHOH TEMIEPATYDHl, TEpEHOCAT B MepHY0 KoJby
BMecTHMOCThIO 100 MJ, HOBOXSAT BOAGH A0 METKH H NepeMeluBaloT.

Pacteop Il pa6ounii, comepxamuii 1 MKr/mja Heonuma (B pacyere
Ha OKMHCb), roTOBsIT pasOamieHHeM s3amacuoro pactBopa Il Bopoii B
1000 pas. '

3. NPOBELQEHUE AHANUSA

3.1. IlpurortoBaedune Kpucranjgohpochopos

3.1.1. Kpucraanodochopr M3 JaHTAHA IrOTOBAT cjelyiolluMm ofpa-
30M. B ueTmpe KBapueBsle uallky nomemator no 300 mr aHaausmpy-
eMOH Lpo6Hl OKHCH JaHTaHa (HJAH COOTBETCTBYIOIlee KOJHYECTBO Me:
TaJJa), IPUAKBAIOT IO 2 MJ pacTBopa XJopuctoro Hatpus u no 0,5 ma
COJISIHOH KMCJIOTH. B /Be yamiky BBOAAT paboume pacTtBOpH | Heoxmma
u 3p6ust (1 MKr/Ma) Tax, 4To0bl coAepXKaHue ykasaHHbX P33 mpesb-
aJo npeinosaraeMoe cofepxanue ux B npobe B 1,5—3 pasa. 3arex

BCe MeThipe YallKH MOMEIlaloT Ha 3JEKTPHUECKYIO ILIHTKY, aHaausupy-i
eMylo IIpo6y pacTBOPSIOT, YIADHBAIOT IOCYXa, mHpoKainpaioT B My-J§ G
¢denpHolt meun npu 700—750°C B Teuenne 20—25 MHH H OXJMaXKIaion

J0 KOMHATHOH TeMIepaTyphHl. T

3.1.2. Kpucramnodochops H3 UTTPHUS: B deThipe dhapdopoBLie THI
Js nomemator mo 300 Mr aHaJam3upyeMoi mpo6hl OKHCH HTTpHS (UTHgR:
COOTBETCTBYIONIee KOJHUECTBO MeTaJljia), NPHAHBAIOT 10 2 MJ a30THONEE T
KHCJO0TH. B nBa THras BBOAAT paboguii pactsop 11 Heopuma (1 Mxr/ma)jl
TaK, 4To0Bl COAEPKaHWe HeoAMMa NPEBHIIAJO MNpeANosaraemoe co
JIepxkaHue ero B npobe B 1,5—3 pasa. Bece ueThipe THUIIIA NOMEIAIOT Ha
9JEKTPHUYECKYIO IJIHTKY, aHaJH3HPYEMYIO mpo0y pacTBOPSIOT, yHapH-
BAIOT H0CYXa, MPOKAJIUBAIOT B Mydenbuoil neun npu 950-—1000°C B Te-J§ *
yeHHe 3—5 MHH ¥ 0XJaX/al0T A0 KOMHATHOH TeMIepaTypH.

B kaxpaweiii Turesnp no6aBasior mo 165 Mr BaHaAHeBOKHCJIOro au-Jg H
MOHHS, TIATEJIbHO IEPEeMEIUUBAIOT CTEKISHHON NMaJI0uKOoH, NoOaBasiong
no 1,5 Ma1 pacTBOpPa a30THOKHCJIOrO HATPHS, NE€PEMEUINBAIOT, BLICYLIH:
BaIOT B cymnabHOM mKady npu 100—110°C, npokanusaoT B My e p
HO# mevyu nmpu 1000—1100°C B TeueHue 1 4 U oxsakJAarwT A0 KOMHAT-R K

HOHI TeMIlepaTypHl.

32. Bo3byxX/ieHue H PerHCTPalusl CHEKTPOB JIKi
MHHECH eHUHH

Kaxawii xkpucrannodochop pacTHpPaAOT B CTYNKe M NOMENIAIOT B
KIOBETY C KBapIleBHIM OKHOM. [IpH aHa/H3e KaxKJIOH aHaJu3HPyeMol
npo0bl BO30YXKAAIOT H PErHCTPHUPYIOT CNEKTD JIOMHHECUEHIIMH YeTHIPex
KpHcTasiohocopos IocJae0BaTeabHO, HaunHasA ¢ GoJbmiell 106aBKH
KoBery ¢ kpucramnodpochopoM nomelnalor B KaMepy (CM. HepTex).
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FOCT 23862.14—79 C1p. 4

|

‘CHeKTp JIIOMHHECUEHIHH BO30yXKAAI0T H3TydeHHEM PTYTHOH JaMIH
- JIPUI-250, nponyuenHbiM uyepe3 cBeToduabTp YPC-6, B nuamasone
| 365—440 uM. Bxoanas u BeiXoZHas wenu cnexkrporpada MCII-51 or-
KpHTH MarcuManbpHo. Hampsi:xkenme Ha ¢dortoymuoxutene GIY-22

1000—1100 B.
4. OBPABOTKA PE3VYJIbTATOB
4.1. B ga¥A0il perucTporpaMMe H3MepsIoT BEICOTY (A) IUKa aHAaJIH-

THYECKOH JINHUH 2JIeMeHTa IPHMecH (cM. taba. 1).
Ta6auma 1

DaeMenT Perucrpcyhpe);(eT;:iﬁH};:aCTox Jauna B(j;v;zb:ma,H:miecxoﬂ OcHosa
Heonum 885—900 893 B nautane
880—910 893 B urrpuu
Spouit 540—560 549 B aaHTane

[To nByM mapan/ieJbHBIM 3HAYEHHSM A; B HAg, IOJNYYCHHBIM [0 IBYM
perucTporpaMMmam AJsl KpHcTawmI0§ochopoB, IPUTOTOBAEHHEIX U3 IIPO-
0u Ge3 106aBOK, HAXOAAT CpefiHee apupMeTHIecKoe A .

MaccoByo 1010 KaxkA0H H3 onpeneasieMpix okucell (X) B mpouen-
Tax BBIUHCJASIOT 0 opmyJie

ch,

X==h;

rie ¢ — BeJHYHHA N00aBKH onpejesIeMoit OKHUCH, '%;

h.— BHICOTA NHKAa AHAJHTHYECKOH JIMHHH B PerHCTpOrpaMmme, mo-
JIYUeHHOH AJis1 KpucTajiopocdopa, IPUTOTORJEHHOTO U3 NPO-
6H ¢ 106GaBKOH.

Ecnu BesnyuHbsl H0GABOK He YIOBJETBODPAIOT TPeGOBAHHSAM, H3J0-

XeHHBIM B II. 3.2, aHAJIH3 NOBTOPSIOT C BBeJeHHEeM HOBHIX 106aBOK.

4.2. Tlpu KOHTPOJIe BOCIPOH3BOJAMMOCTH ~Pe3yJbTAaTOB Napajielb-
HBIX OTIpeAeJICHHHl IO JBYM IapaJlle/bHbIM 3HauYeHHsiM fi; U Ag BBIUHC-
As0T 3Havenus Xy 1 Xp — pesy/bTaTH HapaJjiieJibHEX ONpexesenui.

PacxoxkeHHs pe3yJbTaTOB [ABYX TapajilelibHHX ONpeaeseHHH H
Pe3yJbTaTOB JBYX aHAJH30B He AOJIKHHI NPEBHIIATH BEJHYHH JONYC-

KaeMbIX PAaCXOXKJIEHHH, YKAa3aHHBIX B TabJ1. 2.
Tabauuma 2

OcHoBa Onpenensemass npuMech JlonycxaeMmple pacXoXKIAeHKs
JlaHTaH U ero OKHCh Okucbh HeoguMa 2,0
Oxuch 3pOus 2,5
WUrrpuit u ero oxuch Oxncp HeognMa 3,0
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HHe Ne 2 TOCT 23862.14—79 JlantaH, uTTpuit u HX oxkucn. Merox onpene-
YKHCel HeoJHMa H spOus

(neHo W BBefeHo B neidictBue [locraHoBienueM I'ocyaapcTBeHHOro KOMHTETA
Mo ynpasJeHHI0 KayecTBOM NMPOAYKUHH M cranjapram ot 17.05.90 Ne 1204

Hara sBeaenns 01.01.91

HMEHOBAHHE CTAHJAapTa H3JOXHTb B HOBOH DeNaKUHH: <«JIaHTaH, rajoauHHi,
H HX OxkHcH. MeTOM onpejefeHust nmpuMeceil OKHuceH HeoaumMa, caMapusi, eBpPO=
pbnd

nthanum, gadolinium, yttrium and their oxides. Method of determination of
ties as oxides of neodimium, samarium, europium and erbiumo, ‘
onHas yactb., Ilepsblii af3all HM3JI0XHTb B HOBOH penakuuu: <«Hacrosmu#
DT YCTAHABJHBAET JIOMHHECHEHTHHI MeTOJN ONpeAe/NeHHHS OKHCeH HeOoJAHMa,
151, eBpONHs H 3p6us B JaHTAaHe, FaJONHHUH, HTTPHH H HX OKHCAX»;

Opoit a63an mocsae C10Ba «PTYTHOH» AOMNOJNHHTL CAOBAMH: <HJIH KCEHOHOBOHY;

NOJHATb ab3alnamu: .
raflOJNHHHH H €r0 OKHCH: 2 4

MapHs ot 5-10—% mo 5-10—4 %

DOMHUS or 1.10—6 go 5.10—* % ».

13461 2 IomoNHuTL ab3aneM (mepel mepBHIM ab3aleMm): .

nektpodoromerp dayopecueHTHbH THna M850 UK aHAJOTHYHLINY;

‘ce ¢JI0B «Dpb6us okuch MapkH DpO-1» fonojHuTh ab3anamu:

~aMapusi okuch Mapka CMO-1,

3ponusi okHCh Mapkud EBO-1»;

sese c1oB «PactBopn | 3amacHble HeoguMa» HOTOJHHMTbL CJOBAaMH: «caMmapHi,

19%;

MenuTh ceuaky: FOCT 18300—72 na FOCT 18300—87.

yHKT 3.1.1. 3aMeHHTh CJIOBA: «aHAJH3UPYEMYI0 NpOGY pacTBOPAIOT» Ha «Harpe«

10 PacTBOPEHHA.

vHKT 3.1.2. 3aMmeHuTh C€J0Ba: «aHAJH3HpyeMylo nmpolGy pacTBOpPSIIOT» Ha <Ha-

JT AO PacTBOPEHHN»;

a3jges 3 AomoaHuTh nyHKToM — 3.1.3: «3.1.3. Kpucramiodochops H3 ragoJH-

; YeTHpe KBapleBne yalikKy momewmaior no 500 Mr ananusupyemo#l npoOH OKH=

1onuHud, B aBe yawku BBOAAT paGoune pacTBOPH 1 caMapHA H €BPONHSA, TaK
3HaueHHe MAacCOBBIX JAOJeH ompenenseMbIX NpHMeced NMpeBHIIIAJNO0 NpeanoJiarae-

X 2HayeHue B npobe B 1,5—3 pasa (HaBecka mpoObl NOJXKHA OHITh IOJHOCTHIO

Ta pacTtsopoM). B aBe apyrue uawkd npuiausator no 0,5—1 cm® Bogsl. Conep-

3 KaXOOoH YallKH OCTOPOXKHO NepeMelIHBaoT (TOPOMIACcTOBOH MaNOYKOH, OCTO-

), 4To6Bl He OBLIO BHIGpacHBAaHHA NPOOH, YMapHBAIOT Ha 3.J1eKTPHUECKOH MJIHT-

1yxa, MePeHocsST B CTYNKY, A0GaBJAAT MO 275 Mr BaHaZHeBOKHCJIONO AMMOHHS,
JAbHO pacTHpanT B TeueHHe 10—15 MuH, f06aBids CHHPT M MOAKEPXaHHA

CMECH BO BJAXHOM COCTOAHWH, NIEPEHOCAT CHOBA B KBADUEBYIO YalUKy, OCTOPOKHO
BLICYIIHBAIOT Ha 3JEKTPHYECKOH ITHTKe, NPOKAJHBAIOT B MydeabHOR neyn mpu
1000—1100°C B Teyenre 1 4 M OXJAXJAAIOT 0 KOMHATHOH TeMnepaTyps (Hexomyc-
THMO HaJHUHEe SPKO-KeJThIX U KODHYHEBHIX NATeH)». )

[Tyaxr 3.2 H3JM0XHTb B HOBOH DPeLaKUHH; AONOJHMTh NyHKTamMu — 3.2.1, 3.2.2:

«32. BosabGyxXJleHHe H DerucCTpPalHd CHEKTPOB JIOMHHEC
EeHIHH

Kaxauit kpucrasnodocop pacTHPAlOT B CTYNKe M NOMEIAlOT B KIOBETY ¢
KBapueBhIM OKHOM. IIpn ananuse Kaxpoit mnpo6h BO3GYXAAIOT H DPETHCTPHUPYIOT
CNEKTP JIOMHHECUEHUHH yeTbpeX KpHcTal1odochopoB NOCTEAOBATEIbHO, HAUMHAA C
60161101 K06aBKH.

3.2.1. Ilpu ananuse naHTaHa, HTTPHS ¥ HX OKHCeH KIOBETY ¢ KpHCTAAnobhocdopom
nomemamnT B KaMmepy (cM. yeptex). CHeKTp JIOMHHECHEHIHH BO36YXKAAIOT H3Jyue-
HueM pryTHON aamnel JIPIN-250, nponymiessniM uepes cBetroduirTp Y®C-6, B aua-
nasone 365—440 uM. Bxoxanas u Bhixoguas Iesn cmektporpada HCII-51 oTkpuiTh
MaxkcuManbHo. Hanpsxenue Ha doroymuoxurene ®3V-22 1000—1100 B, .
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3.2.2. Tlpu anaause Iz OJMHMS ¥ €ro OKHCH KIOBeTy ¢ Kpucraaiodpocdopom mo-
MeILIal0T B KIOBETHOE OTHf 2HHe ¢ayopecueHTHoro cnekrpodoromerpa M850. Cnektp
JIOMHHECHEHUHH BO3OYXKI 1OT H3JYUYEeHHEM KCEHOHOBOM JaMIBI, HCHOJIb3YA AJHHY
BO.JIHBL A=330 HM.

Olnpuna menn MoHoxpoMaTopa amuccHu — 0,5 HM;

IIMPHHA LIeJH MOHOXpoMaTopa Bo36yxaAeHHsA — 20 HM».

ITyukrt 4.1. Tabauny 1 NONOJHHTH 3JE€MEHTAaMH H COOTBETCTBYIOIIHMH HODMAaMH:

PerucTpupyemnlit I1psa BOJHL aHAAH-
DaeMent YYacTOK CIIeKTpa, HM THYECKON JAHHHUH, HM Ocrosa
Camapuit 630—660 649 B ragoanuni
Esponuit 610—630 619 B rapoaunmn

IIyukT 4.2. Bropolt a63au mociie CJIOB «ABYX aHAJIM30B» [AOMOJHHTb CJI0OBaMH:
< {oTHOWEeHHe HOABIIETO0 K MEHBUIEMY) 3;
Tabauny 2 JONOJHUTHL OCHOBOH H COQTBETCTBYIOIUHMH HOPMAaMH:

OcHosa OnpezeasieMass npuMech JlonycraeMble pacXOXASHUR
TanonuHKA H ero OKUCh Oxuch. camapus 2,0
Oxucp eBponus 1,8

(MYC Ne 8 1990 r.)




