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MEXTOCYJIZIAPCTBEHHU BN CTAHIATPT
CILNTIABBI MATHUEBBIE
Meronp onpeieiicHAs JAHTAHA TOCT
Magnesium alloys. 3240.9-76

Methods for determination of lanthanum

MKC 77.120.20
OKCTY 1709

Jlara seenenna 01.01.78

HacroAimii CTaHmapr yCTaHaBIMBAaET IIAMEHHO-(GOTOMETPHUECKHIA METO/, ONPEACICHHUS JIAHTAHA (TP
MAaccoBoii Ao aHTaHa ot 0,5 10 2 %) U HOTOMETPMYECKHIA METOJ, ONpeIe/ICH S JIAHTAHA (IIPH MacCOBOM
nmone nanTaHa ot 0,2 o 2 %).

1. OBIIIME TPEBOBAHUA
1.1. O61uume TpeGoBanmst Kk MmeTony aHaym3a — mo FOCT 3240.0.
2. INAMEHHO-®OTOMETPUYECKHWI METO/I OITPEJEJNEHUA COJTEPXKAHNA JIAHTAHA

2.1. CymHocTb MeToa

MeTon OCHOBaH Ha M3MEPEHUM HHTCHCUBHOCTH MOJIEKY/ISIPHBIX ITOJIOC MOHOOKHMCH JIAHTAHA ¢ KAHTAMH
npu 794 u 743 HM, BO30YXKIAIOIIHUXCS B AllETHIEHOBO-BO3NYIIHOM IUIAaMEHH. TalleHre u3ydeHHsI OKHCH
JIAHTAHA B MPUCYTCTBUY MATHHUS-LIMHKA TOAABISIIOT BBEICHUEM B AHATU3HPYEMEIC PACTBOPBI A30THOKHMCIIOTO
aMMOHHUS.

2.2. Anmapartypa, peaKTHBBI H PACTBOPbI

CriexTpohoTOMETp TIaAMEHHEIA.

Kucnora consinas mo 'OCT 3118, paz6asnennas 1:1.

AmmMonuit a3otHOKuCEL o TOCT 22867, pacTBOp, TOTOBAT CiaeayooummM oopasom: 600 r peakTuBa
PacTBOPSIOT IIPU HAPEBAHMH B IUCTWLTUPOBAHHOM BOJIE M Pa36aBiAioT Bomow 10 1 av>,

Marnwmii epBuyHEIii B uyiikax mo FT'OCT 804 B Bune CTPYXKH.

PactBop maraus 50 r/aM>: 50 r MmarHus pacteopsaioT B 800 cM? pacTBOpa COMSHOM KUCIIOTHL M pa36aB-
JISTIOT BOmo# 1o 1 a3,

CTaHaapTHEIA pacTBOP JaHTaHa: 2,345 r mpokanenHoi mpu 600 °C B TeueHMe 2 U ¥ OXJIAXICHHON B
3KCHUKATOPE XMMUYECKU YMCTOM OKHMCHU JIAHTaHA TIEPEHOCSAT B KOHMUECKYIO KO0y BMeCTUMOCThIO 400 cM® 1
pacTtBopsioT B 100 ¢cM3 pacTBOpa COMSHOM KHMCTOTHI, PacTBOP MEPEHOCST B MEPHYIO KOJIOY BMECTUMOCTHIO
1 mv3, pa36aBIOT BOLOH 10 METKH U MIEPEMELLMBAIOT.

1 cmM3 pacrBopa cogepxur 0,002 r 1aHTaHa.

Auerunen B 6ayuoHax mo F'OCT 5457.

2.1, 2.2. (M3menennasn penakuus, Msm. Ne 1),

2.3. IIpoBenenne aHAIH32

2.3.1. HaBecky cruiaBa Maccoi 1 r mepeHocsT B KOHHYECKYIO KO0y BMECTHMOCTHIO 100 cM3, pacTBo-
psioT B 15 ¢cM?  CONMAHOM KMCMOTHI, JOOABISIOT 15 ¢M3 pacTBOpa a30THOKHMCIIOTO AMMOHMS, MIEPEHOCAT B
MEPHYIO KOJIOY BMECTHMOCTBIO 50 cM>, pa36aBigioT Bomo# 10 METKH, TIIATEIBHO MEPEMEIMBAIOT, BBOAAT B
PACTIBUTHTENH TNTAMEHHOTO CITEKTPO(MOTOMETpA M 3aIMCHIBAIOT CIIEKTPATHHEIC TTOJIOCHI OKVMICH JIAHTaHa 743 HM
w794 uM. 3MepuB BBICOTY ITMKOB OKHCH JIAHTAHA, HAXOMAT COAEPXaHMe JIAHTaHA IO TpaduKy, MOCTPOSH-
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HOMY IO TPaXyMpOBOYHHEIM pacTBopaM. Hak/IoH rpaayMpOBOYHBIX rpadMKOB MEPHOIUYECKH (YEPE3 KAKIbIe
YETBIPE MPOOEI) MTPOBEPSIOT IO T'PaLyUPOBOYHEIM PaCTBOPaM.

2.3.2. B Tk MEpHEIX K06 BMeCTHMOCTEIO 100 cm® BBOAAT 1m0 40 ¢cM? pacTBOpa Maruus, mo 30 cm?
pacTBOpa a30THOKMCIOro ammoHus, 0; 5,0; 10,0; 15,0; 20,0 cM® cTaHmapTHOrO pacTBOpa JIAHTAHA, 4TO
cootBercTByeT (0 0,010; 0,020; 0,030; 0,040 r 1anTana. PacTBOpHI HOMMBAIOT A0 METKM BOMO¥, MEpeMElLIH-
BAaIOT, BBOIAT B KAIIWLISAP PACTIBUIUTES M PETHCTPUPYIOT HHTEHCUBHOCTD MOJIOC MOHOOKHCH JlaHTaHa. [lo
pe3yabTaTaM U3MEPEHMT CTPOSAT TPaLyHMpPOBOUHEI IrpachuK.

(A3menennan penakmus, M3m. Ne 1),

2.4. OopadoTKa pe3yabTaTOB

2.4.1. MaccoBy1o noiio JJaHTaHa (X) B MPOLIEHTAX BEIYUCIISTIOT TIO (hopMyie

_ m - 100
X ==——,

e m, — Macca JJaHTaHa, HalIeHHA4 110 TpagyMpOBOYHOMY IpaduKy, T;
m — Macca HaBeCKM ITpOOEHI, T.
(A3menennas penakmus, M3m. Ne 1).
2.4.2. AGCOMIOTHBIE JOITyCKAEMEBIE PACXOXKICHHUS PE3YIBTATOB MAPAJUIEIEHBIX OTPENCTICHUI HE TOKHBI
MPEBHIIATh 3HAYCHUH, YKa3aHHBIX B Ta0. 1.

Ta6numa 1 2.5. KoaTpoab TO9HOCTH H3MEpenmii
JI71s KOHTPOJIA TOYHOCTH U3MEPEHUI MAaCCOBOM
MaccosBad nons AGCONIOTHOE JOIyCKaeMoe HTaH 0.5 2% werr T ~
naHTana, % pacxoxaenue, % noiay gantadHa ot 0,5 1o 2 % ucnmone3ylor rocynap
Or 05 o 0.03 CTBEHHBIE CTAHAAPTHBIC OOpa3Lbl MATHUEBBIX CILJIA-
T ’ I[O ’ )

BOB, a TAKXXK€ OTPACJIEBhIe CTAHAAPTHBIC O0paslbl M

Ce. 1,0 » 20 0,06 ) p ap pasi

CTaHIAPTHEIC 00PAa3LIBI PEANPUSTHS MATHUEBEIX CILIA-
BOB, BeIMyIIeHHBIE B COOTBETCTBHM ¢ ['OCT 8.315. KOHTPO/Ib TOYHOCTH U3MEPEHMIT TIPOBOAAT B COOTBET-
creun ¢ TOCT 25086.
JlomycKkaeTcs MpoBOAUTHE KOHTPOJIb TOYHOCTH U3MEPEHUI MacCOBOIl JIOJIM JIAHTAHA METOIOM JOOABOK.
(BBenen ponoanuteanno, Mam. Ne 1),

3. ©OTOMETPUYECKHI METO/I OIIPEJAEIIEHASA COAEPXAHUA JIAHTAHA

3.1. CymHocTb METOZA

JlanTan o6pasyer ¢ apcenaso 111 kommiekcHoe coenuHenue pu pH 3,0—3,5, okpammeHHOe B MaJIMHO-
BO-KpacCHBIH LBET. IS yCTpaHEHHSI MEIIAIONIETO BIMSHUS XeIe3a, MCAU U OCTaTKOB AJIOMHHHUS BBOIST
THOMOYEBHHY H CYIb(HOCAUTHIIMIOBYIO KUCIOTY. JIJISl CBI3BIBAHUS IMPKOHHUS B KOMIUIEKC TODABIISIOT (PeHHU-
JIAPCOHOBYIO KHCIOTY. ONMTHYECKYIO IUIOTHOCTh H3MEPSIIOT Ha (POTOKOJIOPHMETPE HJIH CIICKTPOhOTOMETPE IpH
Aoy = 656 HM.

3.2. Ammapatypa, peaKTHBbI H PACTBOPbI

CnextpodoroMeTp THIA COJT-2 ninu CD-4A wu dportosnexkrpokoopumerp tTiia DHK-56.

Kucnota congnas mo T'OCT 3118, pas6asnennas 1:1 u 1 %-Hblit pacTBOp.

Marnwuii nepeuuHbiii B uywikax mo F'OCT 804 B Buae cTpyXKH.

PactBop Maruug 1 r/aM3: 1 © METAUIMYECKOTO0 MarHMs pacTBopsiioT B 60 cM? pacTBOpa CONSHOM
KMCJIOTHI M IOJIMBAIOT BOo# 10 1 am3.

HMHoukaTop neHTaMeTOKCHKpacHbii, 0,1 %-Hblil pacTBop; rotossar u xpausar mo F'OCT 4919.1.

Apcena3o 111, 0,04 %-nbli1 pacTBOp.

Tuomouesuna mo F'OCT 6344, 5 %-Hb1it pacTBOp.

Cynbdocamuinonas kucnota no F'OCT 4478, 20 %-Herit pacTBOp.

Kucnora maseneBasi, HaChILLIEHHBIH paCTBOP U 3 %-HBIl pacTBOP.

DeHUapCOHOBAs KMCIIOTA, 5 %-HBIil pacTBOp.

Hartpuii ykcycHokucbiit mo F'OCT 199, 50 %-ubiit pacTBOp.

CraHgapTHBIIi pacTBOp JIAHTAHA.

JlanTan xnpopucterii LaCl, - 7H,0, pacTop; roToBaT Cieyiommm o6pasom: 2,6738 r coim pacTBOpSIOT
B 40—50 ¢cM3 CONAHOM KMCIOTHI, pa30asiaeHHOM 1:1, mepeBogsaT B MEPHYIO KOO0y BMECTHMOCTBIO 1 aM3,
no6assior 100 cM? constHOM KHCOTHI, pa306aBicHHOM 1:1, OXJIAXIAIOT, JOBOLSIT OO METKH BOIOM M TILA-
TeJIbHO MePEMEIHBAIOT.
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TWTp pacTBOpa YCTAHABIMBAIOT BECOBBIM OKCAIATHHIM METOIOM CIIEAYIOIMM o0pasom: 10 ¢cM? pacTBopa
MOMEIAIOT B CTAKAH, BEITAPUBAIOT HA IUIMTE MOYTH JOCYXa, N00aBmaior 40 cM? 1 %-Horo pacTBopa COMSHO#M
KMCJIOTHI, JOBOASAT MOYTH [0 KMIEeHMs, MpubaBmsuor 30 ¢cM3 ropsyero pacTsBopa IABEAEBOi KHMCIOTHI,
TIIATEBHO MEPEMEIMBAIOT CTEKIISTHHOM MAJIOYKOM M PACTBOP C BHIMABIIMM OCAIKOM OCTABILIOT A0 CIEAYIO-
LIETO JHS. 3aTeM 0CanOK OT(MWIHTPOBIBAIOT Yepe3 QHIILTP «CHHSISL JICHTa» M IIPOMBIBAIOT 3 %-HBIM XOJOAHBIM
pacTBOpOM I11aBeIeBOil KUCHOThL. Ocanok ¢ GUasTpOM cymar, mpokaausaloT npu 950 °C B TeueHue 1 u,
OXJIAXIAIOT M B3BEIIMBAIOT 0camoK. KoadpuirneHT nepecueTa OKHMCIa JlaHTaHa Ha JanTaH 0,8529.

PactBop comepxwut 1 mr nanTana B 1 cm3,

3.3. IlpoBeaenne anamsa

3.3.1. HaBecky cruiaBa Maccoii 1 r (mpu MaccoBoii fojie antana mexee 1,5 %) u 0,5 r (pu conepXxauuu
saHTaHa 6osee 1,5 %) pacteopsior B 40 cM? pa36aBIE€HHOM COMSTHOM KMC/IOTHI IIPH HATPEBAHHUH.

IMosy4eHHBIH PACTBOP MEPEBOAAT B MEPHYIO KOJIOY BMECTMMOCTBIO 250 ¢M3, pa3s6aBisioT BOAOH 10
METKH M IepeMeluBatoT. Ecim HeoOXonMMo, 4acTh pacTBOpa OTQUILTPOBBIBAIOT, OTOMPAIOT AJTUKBOTHYIO
4acTh 1 cM® B MepHyI0 K00y BMeCTUMOCTBIO 100 cM3 u pasGasnsiior Bomoit 10 30—40 cm3. K pactsopy
npwiuBaoT 2,0 cM? pacTBOpPa THOMOYEBHMHBI, 3aT€M BLIIEPXHBAIOT PacTBOp 3—4 MUH U H00ABIIOT 5 cM3
PacTBOpa CyIbGhOCATMIMIOBOM KHCIOTH, S ¢M> pacTBOpa (PEHHUIIAPCOHOBOH KUCTIOTHI, TTOCIIE 3TOTO IPUGAB-
JIAI0T 5—6 Kamejab UHIUKATOPA H HEHTPAIHM3YIOT PaCTBOPOM YKCYCHOKHCJIOTO HATPHS OO MCYE3HOBEHMS
PO30BOiT OKpAaCcKHU. 3aTeM MpHIMBAIOT 5 cM> apceHaso 111, pa36asnsior BoJoil 1O METKH, IEPEMEIIHBAIOT U
M3MEPSIOT ONTHYECKYIO MUIOTHOCTb pacTBopa MpH A, = 655 HM (KpacHBIH CBETOQMIBTP) B KIOBETE C
TONMIMHOM ¢10sT 50 MM. B KadecTBe pacTBOpa CpaBHEHHS HCIIOJIB3YIOT PACTBOP KOHTPOJIBHOTO OIBITA.

ConepxaHue JaHTaHA ONMPEAESIIAIOT IO rPaTyMPOBOYHOMY IpadHKy.

3.3.2. ITocTpoeHue rpagyHpoBOYHOro rpadMKa

B cepuro MepHbIX K016 BMECTUMOCTBIO 250 cM? BBOmaT 0; 2,0; 4,0; 6,0; 8,0; 10,0; 12,0; 14,0; 16,0; 18,0
1 20,00 cM® cTaHmapTHOTO pacTBOpa IaHTaHa, yTo coortsercTyet 0; 0,002; 0,004; 0,006; 0,008; 0,010; 0,012;
0,014; 0,016; 0,018 u 0,020 r n1anTana, no6aeaAI0T Mo 30 cM? pacTBOpa COMAHON KMCIOTHI, JOAUBAIOT 10
METKHU BOIOM M IEPEMEIINBAIOT.

OT6UPAIOT AIMKBOTHBIE YacTH MO 1 ¢cM3 B MepHBIE KOO BMeCTUMOCTBIO Mo 100 cM3, pa36asidior
BOAOH MPUOAM3HTENBLHO 10 20—30 cM3, 106aBaMIoT 4 cM3 pacTBOpa MarHMsA M Jajiee aHAIU3 MPOBOIAT, KaK
yka3aHo B 1II. 3.3.1. ITo ImoTyYe HHBIM 3HAYEHUSIM OIITHYCCKHX TUVIOTHOCTEH CTPOST IPaXyHPOBOUHBII IpadHK.

(A3menennan pexakmus, A3m. Ne 1),

3.4. OopadoTKa pe3ynbraTon

3.4.1. Maccogylo noimo lanTaHa (X) B MPOLEHTaX BEIYUCTIOT IO hopMyie

m-V - 100

X = m -

b
Taoe m — Macca JJaHTaHa, HalIeHHAs 0 TPafyHpOBOYHOMY rpaduKy, T;
V — 00BEM UCXOTHOIO PAaCTBOPA, CM>;
¥, — o6BeM aTMKBOTHOI YaCTH pacTBOpa, CM>;
m, — Macca HaBECKM CIUIABa, T.
(A3menennas pexakmus, A3m. Ne 1),
3.4.2. AGCOJTIOTHBIC IOIYCKAEMBIC PACXOXACHHS PE3Y/IbTATOB MAPAJUIEIbHBIX ONPECTICHUI HE HOJDKHBI
TIPEBBIIIATH 3HAUCHUM, YKa3aHHBIX B TA0I. 2.

Ta6bnuuma 2

Maccosas monst nantana, % AGCONIOTHOE JOIyCKaeMoe pacxoxneHue, %
Or 0,2 mo 0,5 0,02
Ce. 0,5 » 0,9 0,03
» 0,9 » 2,0 0,05

3.5. KoHTpPOJIb TOYHOCTH H3MEPEHHIi
KOHTpOJIb TOUHOCTH U3MEPEHMIA TIPOBOMAT IO 1. 2.5.
(Beenen aonoanTeasno, Mzm. Ne 1).
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NHOOPMALIMOHHBIE JAHHBIE
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