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MEXTITOCYJAAPCTIBTEHH bl I CTAHAAPT

MPA3SEOCANM N EFO OKNCH

MeToz, onpegeneHns NPUMECEN OKMUCEH PefiKo3eMe bHbIX 3/1EMEHTOB OCT
23862.17-79

Praseodymium and its oxide.
Method of determination of rare-earth clement oxides

MKC 77.120.99
OKCTY 1709

MocTtaHoBneHnem locygapcTBeHHOO KomuTeTa CCCP no ctaHgapTam ot 19 okTabps 1979 r. Ne 3989 paTa BBEAeHUA
ycTaHOB/IEHa

01.01.81
OrpaHuyeHne cpoka fieicTBMA CHATO Mo npoTokony Ne 7—95 MexrocyfapCTBEHHOro coBeTa MO CTaHAapTu3auuu,
meTponoruu u ceptugpmukaunm (MY C 11—95)

HacTtoAwwin cTaHgapT ycTaHaBNMBaeT HEMTPOHHO-aKTMBALMOHHBIA MeTOZ4 onpefeneHns npumvecei
OKMCel pefjKo3eMe/lbHbIX 3/1eMEHTOB B NPa3eonMe 1 ero OK1CK.

MeTo[, 0CHOBaH Ha 06/ly4YeHNM aHaNM3MpyemMoro mMatepuana u 06pasLoB CpaBHeHUS NOTOKOM TeNo-
BbIX HeTPOHOB 3* 1013 HeliTp/cM2*C ¢ MocneAyoLWMM N3MEPEHNEM aKTUBHOCTY PafMoaKTUBHbIX N30TO-
MoB 3/1eMEHTOB.

VIHTepBa/bl onpejensieMblX MaccoBbIX [0NIel NpuMeceii OKMCeld:

fNaHTaHa oT 1¢K)- 5% f0 1k 102%

Lepus oT 110-J% po 1kLW-2%

Heoguma  OT 1¢10~J% fo 1k 10"2%

camapua  oT 310~4% po 5k 10“3%.

(M3meHeHHas pepakums, M3m. Ne 1).

1 OBWWE TPEBOBAHUWA
1.1. O6wwme TpeboBaHMs K MeTogy aHanm3a —no FOCT 23862.0—79.
2. ATMAPATYPA, PEAKTUNBbI N1 PACTBOPbI

PeakTop nccnefoBaTensCKUin BOLO-BOAAHON € MOTOKOM HeWTPOHOB ¢ 10,J HelATp/CM* *C 1 OTHOLW e-
HMeM TennoBbIX HETPOHOB K 6bICTpbIM 10: 1

"aMMa-crneKTpoMeTp MoyNPOBOAHWKOBbIN, COCTOSALLMIA M3 MHOTOKaHa/lbHOro aHanm3aTopa J11-4096,
6710K0B YCWU/MEHUA CUTHANOB, MOAYNPOBOAHNKOBOIO FepMaHuWii-nMTMEBOro AeTektopa o6bemom 60 cm3
h0oTO3(h(HEKTUBHOCTLIO PerncTpaymm raMma-nmHuyM Kobanbta-57 He meHee 0.8—1.0 %. PaspeLueHune cnek-
TPOMETpa Mo ramMma-nnHumM Le3una-137 (£, = 0,682 MaB) — (3—4) kaB.

amMmmMa-ncTo4YHMKM 06pasuoBble cnekTpometpudeckme (OCT) no TOCT 8.315—97.

CpeficTBa MHAVBUAYANBHON 3aLLUTbl OT U3NYYEHWUA W 3arpA3HeHuid paguMon3oTonamm CoriiacHo Tpe-
6oBaHmam OCI1-72.

Pagnometp «TUCC* nnu aHaornyHbI.

KoHTeliHep CBMHLOBbIV TPaHCNOPTHbIA Mapkn KJ1-7.

KoHTeliHep HacToMbHbIN Mapkn KT.

®onbra antomuHmesas 995-J1 TonwuHoi 0,2—0,3 MM.

M3gaHne oduymansHoe MepeneyaTka BoCMpeLleHa

M3paHue ¢ MismeneHnsamu Jlb . 2, yTBep>KaeHHbIMK B anpene 1985r., mae 1990r. (MYC 7—8S, 8—90).
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pacmT nopoLukoBbIA 0c060i uncToThl No FOCT 23463—79.

L Kagh cylunnbHbIA C TepMOPerynsaTopom, obecneynBaroLwum Temneparypy o 110 *C.
CTynKa 1 necTUK U3 OpraHNyecKoro cTekna.

lMneHka nonuatuieHosas.

Brokcbl cTeknsiHHble TUN CB24/10.

MuneTtkn Ha 0.1 cm3

OKucK naHTaHa, Lepus, HeogMMa 1 camapusi YACTOTON He mMeHee 99,99 %.

Kucnota conaHas no FOCT 3118—77, KOHUeHTpUpoBaHHas, 6 Monb/aM3.

CnunpT 3TWNOBLIV PEKTUPUKOBAHHBIA TexHMYecknii no TOCT 18300—87.

3. NMOArOTOBKA K AHANN3Y

3.1. MMpuroTtoBneHve 06pasLoB CpaBHEHMA

O6pasupl cpaBHeHus (OC) roToBAT CMELUMBAHMEM MOPOLLKOBOrO rpaguta ¢ OKUCAMU onpejense-
MbIX P33. TotoBAT aBe cepum OC: nepsasi (OCJIC) cogepxuT fob6aBKM naHTaHa U camapus, BTopas
(OCLH) — pnobaBkn Lepus U HeoguMa.

[na npurotosneHus OCJIC 1 cogepxawiero no 10 % okwuceli naHTaHa u camapusi, uam OCUH 1,
cogepxalero no 10 % okuceld Lepus U HeoAMMa, B CTYMKY 13 OPraHMYecKoro cTekna nomewatot 800 mr
rpagmta NnopoLukoBoro u no 100 Mr cBeXXenpoKaenHbIX OK1cein naHTaHa n camapusa (gna OCJIC 1) unn
no 100 Mr cBeXXenpoKanenHbIx oku1ceit Lepus n Heoguma (gns OCLIH 1). CogepxrMoe nepemelLmnBatoT B
TeueHune 60 MyH, [,06aBNAA CMPT A0 KallnmneobpasHOro COCTOSHUA Macchl. Mocne OKOHYaHUsA nepeMeLLm-
BaHMA CMeCb CyLLAT B CYLIWbHOM WKady npu Temnepatype 100—110 'C B TeueHne 60 MUH 1 pacTuparoT
[0 “3MenbyeHns 06pa3oBaBLUMXCA KOMOYKOB.

O6pasubl cpaBHeHus OCJIC 2 — OCJIC 7 win OCLUH 2 —OCUH 6 roToBAT nocnefoBaTe/ibHbIM
pas6asneHvem cooTBeTcTBEHHO OC/IC 1mnm OCLIH 1, a 3aTeM Kaxaoro nocnegytoLlero obpasua nopotu-
KOBbIM rpatMToM, MOBTOPSAS KaXAblA pa3 npoueaypy MepemMellnBaHWs U BbICYLUMBAHUSA, KaK OMucaHo
ANs npuroToBneHms obpasyos OC/IC 1m OCLUH 1

CogepxxaHve Kaxpaol M3 onpefensieMbix npumecein B obpasuax cpasHeHust OCJIC 2 — OCJ/IC 7 n
OCLH 2 — OCLIH 6 n BBOAMMbIE B CMECb HaBECKU MOPOLLKOBOro rpaduTa U npeabigyliero obpasuya
CpaBHeHMWs yKasaHbl B Tabn. 1

Tabnuuya 1

. Macca HaBecku, I
MaccoBas fons KaKAoN 13 onpegenseMbix npume-

O6o3HaueH1e 0bpasHa Ceil N pacyeTe Ha CoAepXaHMe OKUCEN B CMecU MOpOLL KOMeHo ~ MPEAbIAYLLET0 0GpaTHa <B
oKwceld H nopow Konuu rpadut. % rpadTa CKOOKax yKaTaHo cTo
0603Ha4eHue)
ocnc 1 10 —
OoCnc 2 1,0 1.004 0.112 (OCNC 1)
oc/ic 3 1-10-' 1,046 0.116 (OCJIC 2)
OCNncC 4 1-10-2 1.458 0.162 (OCJIC 3)
OCJ/IC 5 5-10-3 0.620 0,620 (OCANC 4)
OC/iC 6 1.10-3 0,960 0.240 (OCNC5)
ocnc 7 2-10-4 0.800 0.200 (OCJIC 6)
OCUH 1 10 _ _
OCUH 2 1.0 1,004 0.112 (OCUH 1)
OCUH 3 1 10-' 1,046 0.116 (OCLH 2)
OCUH 4 1+10-2 1.440 0.160 (OCUH 3)
OCLH 5 5- 10-3 0.600 0.600 (OCLLH 4)
OCUH 6 1et0 -3 0.800 0.200 (OCLH 5)

4. MPOBEAEHWE AHANW3A

4.1. HaBecky aHanun3upyemoii okucu npaseoguma maccoii 10 mr cmewumsatoT ¢ 90 Mr NOPOLLKOBOr0O
rpauTa, ynakoBbIBalOT B a/IlOMUHMEBYIO (hO/bIY, NPeABapuTeNibHO NPOTEPTYHO CAMPTOM, U MapKUPYHOT.
HaBsecky aHann3nmpyemoro MeTaiIMyeckoro npaseofmma mMaccoi 8.3 Mr ynakoBbIBalOT B aNtOMUHNe-
BYtO (hONbry, NpesBapuTesIbHO NPOTEPTYIO CNUPTOM, U MapKUpYHOT.
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O6pasupl cpaBHeHnss OGJIC 4 — OCJIC 7 m OCUH 4 — OCLH 6 maccoin no 100 Mr kaxgoro
YyNaKoBbIBAIOT B a/IOMUHUEBYIO honibry (kaxabli OC OTAENbHO) U MapKupyHoT.

Mpo6y 1 06pasubl cpaBHeHUS 06/yyaloT B SAEPHOM peakTope B TedeHwe 10 4 MOTOKOM TeM/I0BbIX
HeliTpoHOB 3 » 103 HeiTp/cM* «c. TpaHCMOPTMPOBKA 06/1yHeHHbIX NP6 1 06pa3L0B CpaBHEHUS, B COOTBET-
cTBUM ¢ TpeboBaHuAMM OCII-72, OCyLLECTBAAETCA B CBUHLOBbIX TPAHCMOPTHbLIX KOHTEHepax MapKu
KJ1-7 Ha cneunanbHoi MawmnHe. O6nyyeHHy0 npoby 1 06pasLbl CPaBHEHWS BbILEPXKMBAIOT B TEUEHMWe
1lcyr.

B cnyyae aHa3H3a okucy npaseoumMa 061y4eHHyr0 nNpoby 1 06pasLibl CpaBHEHWS MOC/e BblAepXuBa-
HWS NEepPeHOCAT B MOMMATUIEHOBbIE NaKeTbl W N3MEPSIOT Ha MOAYNPOBOLHWKOBOM FaMMa-CreKTpoMeTpe
(cm. n. 4.2).

Mpn aHanuse MeTanIMYecKoro npaseoamma npoby v o6pasLibl CpaBHEHNSA NEPEHOCAT B CTEKNAHHbIE
6KXKCbI (A8 Kaxkaoro obpasLa cpaBHEHWS OTAeNbHYH0 61OKCY), NpuauBatoT no | cm36 mMonb/gM3 consHoii
KMCNOTbI ¥ U3MEPSAIOT Ha NOMYNPOBOAHNKOBOM ramMMa-crieKTpomeTpe (cm. n. 4.2).

4.2. V3mepeHune pafnoakTUBHOCTMU

Mepes M3MepPeHUAMMN ramMma-CrneKTPOMETP rpagyvpyroT N0 3HEPruK C NMOMOLLbIO 3TalOHOB ramma-
n3nyyateneii komnnekta OCI. Mpu rpagyvpoBaHun Noa6upaeTcs Takoe YCuieHne CUrHanoB, NocTyna-
IOLLMX C feTeKTopa, Y4To6bl Ha OAWH KaHan aHanusaTopa npuxoaytoch 0,8—1 kaB.

Mpoby M3mepAloT NocnefosaTelbHO ¢ 06pa3uaMun CpaBHEHNS B OAWHAKOBbIX FEOMETPUYECKMX YCII0-
BUAIX.

OnpefeneHne nNpPOBOAAT MO OCHOBHbIM (HOTOMWMKAM B CMEKTPe: flaHTaHa — N0 NaHTaHy-140
(Ey = 487 k3B), uepna —no uepwio-141 (Ey= 144 k3B), Heoguma — no Heoammy-147 (Ey= 91 kaB),
camapuii — no camapuio-153 (Ey= 103 kaB).

OnpefeneHue nnowagn OCHOBHOTO (oTonuka B cnektpe S (£,). HMN/MWH NPOBOAAT C MOMOLLBIO
610Ka MaTeMaTMYECKMX OnepaLmin aHanmsaTopa uan rpauyecknmM nyTem nocne 3anucy cnekTpa Ha byma-
re U BbIYMCAAOT MO hopmyne

roe . — VHTEHCMBHOCTb U3/ly4eHus B /-OM KaHane, uMn/mun;
/Jwla, AT — MHTEHCUBHOCTb UXTYYeHUs (MMHUMANbHAA) crpaBa W ciena oT MUK, HMN/MUH;

Bpems n3MepeHus naowaam 0CHOBHOIO (hoTONMKa Npobbl M 06pa3L0B CpaBHEHMS OMpeenseTca pe-
a/lbHbIM COfiepXXaHneM nprmeceli B M3MepsieMblX nNpobax u obpasuax cpaBHeHWs 1 coctaBnseT 5—I10 MuH.

5. OBPABOTKA PE3YJ/IbTATOB

5.1. MaccoByto A0/110 onpegensieMoli npumeck okucyu P33 (AO B npoLeHTax BbIYUCASOT Mo popmyne

X A SCo-m» )
SceT
roe Cu — maccoBas Jona OnpejenseMoli npumecy B obpasue cpaBHeHus. %;
/5, — macca obpasLa CpaBHEHWS, M;
T —Macca HaBeCcKW aHanvM3uMpyemoii Npobbl B pacyeTe Ha OKWUCb, M.
S —nnowaab OCHOBHOIO (POTOMMKA NPUMECK B CNEKTPE NPobbl, HMM;

Sn — nnowasib OCHOBHOTO (hOTONMKA NPUMeCKH B CnekTpe 06pasLa CpaBHeHWS, HMI.
3a pesynbTar aHanm3a NPUHUMAlOT CpefHeapuPMeTNUECKOe pe3y/bTaToB ABYX Napan/efibHbiX onpe-
[eNneHunii.
(N3meHeHHas pefakums, A3m. Ne 2).
5.2. PacxoxneHns pe3y/nbTaToB fjByX NapaiiefibHblX ONpeAeneHnid nnn pe3ynbTaTos fjByX aHaIN308 He
[OMKHbI NPEBbILLATb 3HaUYEHUI AOMYCKAEMbIX PACXOXAEHWI, YKa3aHHbIX B Tabn. 2

Tabnuua 2
MaccoHam nons okwucei Aonyckaemoe MaccoBas gons okucu fonyckaemoe
namraHa. uepum. Heoguma, % pacxoxpaeHue. % camapua, % pacxoxgeHue. %
110~3 4 +10-4 3+10~4 1,5-\0~n
1-10-1 2+UN>-3 1-10-* 4-10-4
5-10-5 2-10-3
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