YAK 669.85/.86:546.16.06:006.354 rpynna B59
rOCYRAPCTBEHHbBHW CTAHRAPT COKW3A CCpP
—

PEJLKO3EMEJbHBIE METAMNLI U UX OKMCH

Metop onpepeneHna Qropa rOCT
R thod of Jeiermination 23862.32-79
of fluorine

MocraHoBRiEHMEM I'ocyAap'crseHHoro komureta CCCP no crangapram or 19 okra6ps
4979 r. N2 3989 cpoKk AEeMCTBMA YCTAHOBNEH '
c 01.01, 1981 r.

Ao 01.01. 1986 r.

HecofniofeHne cTaHgapTa npecnefyercs nNo 3aKoHy

Hacrosimuit cTagAapT ycTaHaBINBaeT (HOTOMETPUUECKHI METOJ om-
penenenus gropa (ot 2,5.10~% go 1.10-1%) B peakoseMepHBIX Me-
TAJMJIaX 1 UX OKHCSHX.

Metos ocHOBaH Ha 06pa3oBaHUK OKDAIIEHHOrO KOMILIEKCHOrO coe-

* IHHeHHs (TOPHAMOHA C ANM3aPHHKOMILIEeKCOHaToM JaHTaHa. Onpene-
JIEHHIO TIpeJlIecTBYeT OTroHka (Topa B BuAe KPEMHe(pTOPHCTOBOLO-
POXHOH KUCJOTH IHPOTHAPOJIHIOM.

4. OBWME TPEBOBAHMS
1.1. O6umne Tpe6oBanus K MeToAy anaqusa—ino I'OCT 23862.0—79.
2. ATIMAPATYPA, PEAKTUBBI M PACTBOPbI

®orosnexrporonopumerp PIK-56 mau ananornuHbld MpUGOD.

MariuuTHgsa Meniajaka.

IMnuTka 3nexTpHUecKas.

YcTaHOBKA AJ/si MHPOrHAPONHM3a (Ueprexk) COCTOMT U3 TPyOUaTOH
saexTponeun conpotusiaenus CYOJI-0,25 - 1/12-M1. B neub BcTaBas-
eTcsl KBapleBas TpyOKa auamerpom 20—25 M, aimHOj 460—500 MM
C OTTAHYTOH MOJ MPSIMBIM YIJIOM OTBOAHOH TpyOkoii AnuHO# 260 MM
n nuaMerpom 12 mm. K BepxHell yacTu OTBOJHON TPYOKH TpuNasiHa
My(Ta A XoJoAuJbHHKa AauHoi 150 MM u mmamerpom 25 mm. Ko-
Hel OTBOJAHOH TpYOKH cHabxeH Gap6atepoM ¢ orBepctsimu 1 MM. Ilap,
HCIOb3YeMblH B IIpolecce MUPOTHApOJaH3a, ofpasyercs B mnapoobpa-
BoBaTesie, COEIMHSIONIEMCST ¢ KBapleBoH TPYOKOH MOCPEACTBOM De3H-
HOBO# NpPOOKH, H NOJAETCs B INeub ¢ MOMOINBIO ra3soo0pasHoro asora
WY KHcaopoAa u3 6ansoHa, mpeiBapHTeJbHO IPONYUIEHHOTO uepe3

Msgavne opuuManbHOe Mepeneuarka socnpellieHa
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OUHCTHTEJbHYIO CKJSHKY, 3allOJHEHHYI0O Ha /s 4acTb 1 H. pacTBOPOM
‘ekoro Hartpust. Harpesanue mapoo6pasoBaress (KOHHueckasi KoJa6a
BMeCTHMOCTbI0 750 MJ) HPOBOAMTCH Ha 3JeKTPHUIecKOil® MJIHTKE.

Jlofouku KBapuessle Aauuoil 70 MM W wHpuHOH 10 MM. mpexBapH-
TENbHO TpoxaseHHuie npu 950—1000°C B TOKe BOASHOrO napa B Te-
yenne 30—40 mMun.

Kprouox 3 KBapLeBOro ApOTa AHAMETpoM 5 MM M AnuHOi 500 MM.

Konbn mepHEIe.

IMunetku Ge3 genenus Ha 51 10 M. -

Banku nonustusiexosbie BMectuMocTbio 500 u 1000 ma.

Hununapel Mepubie. ‘

OunbTphl «Oeqasi» HIH «KpacHas» JIeHTa.

Dymara yHuBepcaJbHas HHBAHKATOPHAS.

Aszor razoo6pasusiii o 'OCT 9293—74 uau kucaopon rasoobpas-
ueiil o ['OCT 5583—78.

Kucnaora constwaa no F'OCT 3118—77, w.n.a., 12 1., 2 1. u 0,5 H. pa-
CTBODHI.

Kucnora yxcycuas no TOCT 61—75, neasnas, 4. 1. a.

Harpus rugpookuce no I'OCT 4328—77, x. 4, 1 1., 0,1 H. 1 0,02 H,
PacTBODHL

Harpuit ykcycnokucaniit no 'OCT 199—78, 4. x. a.

Aueron no I'OCT 2603—71, u. x. a.

Kpemuus gsyokuchk no FOCT 9428—73, u. 1. a.

Kobanbra 3akuch-okuck mo TOCT 4467—79.

Harpuit ¢propucreiii o F'OCT 4463—76, u. 1. a.

CraugapTHBIA pacTBOp dGropuaa (3amackoil), comepamuii 1 Mr/mMa
¢dTopa: HaBecKy (TOPHUCTOTO HATpUs Maccoir 2,21 r pacTBOpPAOT B BO-
e u JoBoAAT o0beM pacTBOpa B MepHo#i Konbe no 1000 ma Bojoit;
XpaHAT B NOJMITUJIEHOBON TOCYE.

Pa6ounit pactBop, comepxaumuit 5 Mxr/ma ¢ropa, rorossat pa3bas-
JIEHHEM 3allacHOro CTaHAapTHOro pacTBopa Bojaoir B 200 pas.

bydep amerarsniit (pH=4,5) : 100 r yKCyCHOKHCAOTO HaTpHs pa-«
CTBOPSIIOT B BoAe, A06aBasioT 50 MJl JeASTHOH YKCYCHOH KHCJAOTH H AO-
BOAAT 00beM BOLOH B MepHOI Koabe no 1000 mJ1.

AnnzapuHROMILIEKCON  (1,2-AUrHAPOKCHAHTDAXUHOH-3-MeTUIaMHH~
N, N-guyxcycnas kucsnora), 4. &. a., 0,002M pacrsop: 0,79 r anuzapus-
KOMIJIEKCOHA CYCHEeHINPYIOT B HeOOJbIIOM KOJHYECTBE BOJH B. CTaKas
He WIH KOHHMYECKOl K0J0e IIPH IOMELIMBAHHH C NOMOIIBI0 MarHATHOR
Memanky. J1o6aBasioT 0o KamisM MHHHEMAJbHO HEOGXOLHMOe KOJHYe-
creo 0,1 H. pacTBOpa THAPOOKHCH HATDPHS /S PACTBOPEHHS] PEaKTHBA.
IMocne pacTBOpeHus [OGABAAIOT IO KAWIAM 2 H. PACTBOP COJIAHON KHC-
aotet o pH~4—>5, GuIbTpyIOT B MepHYIO KOJAGY BMECTHMOCTBIO
1000 M1 1 noBOAST O6BEM pACTBOPA A0 METKH BOLOH.

Jlanran asorHokHcabH, u., 0,002 M pacTBop: HaBecKy a30THOKHCs
Joro saurana maccoit 0,866 r pacTBOpsIOT B HeGOJNBIIOM KOJHYECTBE

s
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BOJbI, IIEPEBOLSAT PACTBOP B MEPHYIO KOJIOY BMECTHMOCTEIO 1000 ma
H I0BOAAT 0GbeM PACTBOPA BOAOK 0 METKH.

BonHo-aneFoHOBEII PaCTBOp CMEIIAHHOrO peareHta: K b obbemam
apeToHa xobasjsAlT 1 o6bem aueratHoro 6ydepa, 2 obbema pacrBo-
pa aJH3apHHKOMILUIEKCOHa M 2 o6beMa pacTBOpa a30THOKHCJIOIO JaH-
Tana. Heobxoaumo crporo cobarofarth NOpAAOK NpHOaBAEHUS DEaKTH-
BOB; TOTOBAT B JAeHb ynoTpebJieHHs.

N

o{f-

{—Gannoy ¢ rasoM; 2—OYMCTHTEJbHBIE CKJASHKH: a—1 H. DPacTBOp Tuj-
POOKHCH  HaTPusl; G-—AHCTRANMPOBaHHAs{ BON2; J—3JEKTPORNHTKa; 4—papo-
oGpasosaTeb; 5—pr6qa-rasx 2JIEKTPONEYb CONPOTHBJACHUS;  6—J0L04YKa
KBapleBas; 7—IJaTHHA-NAaTHHOPOAHEBAsy TepMomapa; S-—xBapuesass TPyG-
Ka; 9—XONOANIBHUK; 10—orBoAHas TpyOKa; 11-—xonGa-npueMHHK;
12—uuanueoant™erp; I3—rpacdopMaTop HANDSKEHHS /sl PeryAupOBaHHS

TEeMOEpaTyphl NeUH

3. MOATOTOBKA K AHANU3Y

3.1. IoaroraBnruBawT YCTaHOBKY AJA NHPOrHAPOJIH3aA, NPOBEpss
-BH3YaJIbHO HCIIPABHOCTH 3JMEKTPONEYH, 3AeKTPONIHTKH, H30JAAUHH TOKO-,
BeJAyUIHX HPOBOAOB, HaJdHYHE 3a3eMJ/IeHHS; BKJIOYAIOT 3JEKTPOIJHT-
Ky [AJs HarpeBaHHs BOJBl B napooGpas3oBaTese AC KHIEHHS, BKJIOYA-
10T 3JIeKTPOINeyb, PEryJaupyIOT M0jZauy ras3a-HOCHTeNS, YCTaHOBHB. CKO-
pocts 1—2 myseippka B cekyHAy. Bap6ortep norpyxator B NPHEMHHK
(KBapueBbxﬁ HJTH TIOJTHSTHIEHOBHIH cTakaH BMectuMocTbio 100 mur), co-
mepxamuii 10 Mo 0,02 1. pacTBOpPA THAPOOKHUCH HATDHS: Ileup warpe-
BaioT no 400°C.

4. MPOBEJEHME AHAJNM3A

4.1. HaBecky Meraasa (TOHKOM3MeJbUeHHAs CTPYXKK2) HJH OKHCH
P32 maccoit 0,2—1,0 r (B 3aBHCUMOCTH OT cofepxaHHR (PTopa) cMe-
muBaT ¢ 0,5 r asyorucH xkpemHHa H 0,1 r okncu xobanapTa, IpelBa-
pHTeNbHO mpokajeHHoN npu 750—800°C, nepeHocsAT B KBapUEBYIO JO-
ROUKY, KOTOPYIO TOMEIIAIOT B KBApLEBY0 TPYOKY YCTAHOBKH NHPOTHA-
poJIH3a B CepefMHY IleYd, H TOTYAC K€ MPHCOeJHHSIOT mapooGpasoBa-
TeJb K NPUGOPY ANA NMHPOTHAPOJIH3A. BKJIIOYAIOT Ileyb, IOBHINAIOT
TeMuepatypy A0 1100°C u npoBOASAT NMUPOTHAPOJIH3 B TedeHue 20 MHH,
nocsie 4ero Ineyb OTK/AIOYAIOT M OTCOeAMHSIIOT NMPOOGKY mapoobpasoBa-
Teld oT npubopa.
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TlosiyueHHEi B IPHEMEUKE PAaCTBOP MOMEM{AICT B MEPHYIO KOJIGY
BMeCTHMOCTbI0 100 MJ, oT6HpalOT aJMKBOTHYIO yacTb pactsopa 10 Ma
B K06y BMECTHMOCTBIO 25 MJ, HefiTpanusyoT 0,5 H. pacTBOpoM CO-
JASHOH KHCJAOTH (N0 yHHBEpCanbHON HMHAUKATODHOH OyMmare) [0
pH~4—5, npubasisior 10 MJI BOZHO-aNETOHOBOIO pacTBopa CMellaH-
HOTO peareHTa ¥ jJaJjee MOCTYNAKOT, KaK OPH NOCTPOSHHH TIpajyHpo-
Bounoro rpaduxa. Maccy ¢pTopa B aqHKBOTE HaXOLST MO IPalyHPOBOY-
HOMY rpadnKy. ,

42, TloctpoeHue rpalyHpPOBOWUHOTO rpaguxa

B MepHple ko166 BMecTHMOCTBIO 25 Ma  BBogar 0,50; 1,00; 2,00;
3,00, 4,00 u 5,00 ma paGouero pacrBopa ¢ropuaa (comepiKamero
5 mxr/ma ¢ropa). Jobasasior 10 MJ BOAHO-aHETOHOBOTO pAacTBOpa
CMEIIAHHOrO =~ peareHTa, JOBOAAT 00bEM N0 METKH BOAOH M THIATeNb-
HO uepeMemuBaioT. ONTHYECKYI0 IJIOTHOCTb pacTBOpa H3MEpPHIOT ue-
pes 20 MHH Ha (POTO3JIEKTPOKONODHMETDE INIDH Amax =610 HM B KIO-
BeTe ¢ TOMNIHHOf morsomalnmiero cser cjos 10 mMm. [Tapannensno ro-
TOBAT HYJIEBOH PAacTBOp, X06aBIssA BCe PeaKTHBH, KpoMe pactBopa ¢ro-
puza. HyseBo#t pacTBOp CJAYKHT pacTBOPOM CPaBHEHHS.

[To monyyeHHBIM JAHHBIM CTPOST IpagyHpOBOUHHI rpadHk, HaHO-
C HA OCH OpJAHHAT 3HayeHHe ONTHYECKOH IIOTHOCTH DacTBOPa, a Ha
ocx abcuuce — Maccy Topa B MHAIUrpaMMaXx. .

5. OBPABOTKA PE3YNBTATOB

7 5.1. Maccosyio poao ¢ropa (X) B NPOUEHTAX BHUUCAAIOT IO dop-
MyJe T ‘

o mV
. X= Va-m-10 : L
rpe m, — macca ¢ropa, HalijeHHas IO rpajgyHpoOBOYHOMY rpadHKY,-
MT; R
V,— anukBOTHas "4acTb pacreBopa, B3fTas [JJf OUpeJesIeHHS,
MU, ,

m —Macca HaBeCKH aHaJIu3HpyeMo# NPOOH, r;
Vo — o6bem MepHOH KONCH], MA. ' _
3a pesysbTaT aHalM3a NPHHHEMAIOT CpefHee apHbMeTHIeCKOe ABYX
napanse/IbHEX ONpefeSeHdH, NPOBEJEeHHHX H3 OTJeJIbHHX HABECOK.
Pacxox/ieHus: pe3y/JbTaToB ABYX NAPa//IeNbHHX ONpeieNeHHd &
Pe3ynbTATOB ABYX aHAJH30B HE NOJIKHBI NPEBHIIIATL 3HAUEHHH AONY-
CKaeMbIX PACXOXKAEHHUH, YKA3aHHEX B Tabaume.

Maccosas Roam dropa, % JonycKaeMue Pacxoxaenus, %
2,5-10-3 2.10-%
5-10-2 2.10—-3
1.10~! 2.10-2




