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Hacrosmuii craniapT pacnpocTPaHsETCss HA CKPHITOKPHCTAJJIHYE-
CKuH Tpa(HT W KpUCTaJIHYeCKH# TrpaduT, MOJYYeHHBIH NPH pa3jenb-
HOM HJIH COBMECTHOM OOOralleHHH NPUPOAHHX DYA, rpadHTcomepxa-
IIHX OTXOAOB METaJIyprHYyecKoro W APYTHX NPOHU3BOACTB, H YCTaHaB«
JIHBAaeT CHEeKTPaNbHHI MeTOJA onpefeNeHHs KPEMHHS, MelH, HHKeld,
CBHHIA, KOOANbTa H MBIIIbIKA.

CyuHocTe MeTOAA 3akqiouaeTcs B CKHULAHHH NpoOH rpadura B
cMecH ¢ OyQepHbiM TOPOIIKOM B KaHale YFOJBLHOTO 3JNeKTpoaa, o-
TorpaHpOBAaHHK CIEKTPa H3AyueHHS Ha (OTONNACTHHKY M KOJIHYes
CTBEHHOM OMNpeNeNeHHY KDeMHHA, MeAH, HHKeJsis, CBHHLA, Ko6albTa
H MbIIbSAKA 10 HHTEHCHBHOCTH HX CHEKTPaJbHHIX JHHHH.

CnexTpasibHbil aHA/H3 NPOBOJUTCA C NPHMEHEHHEM TrepMaHusl B
KayuecTBe 3JIEMEHTa CPaBHEHHA.

1. OBILHE TPEBOBAHHUA
O6umue TpeGosanus K Merony aHamusza—mno I'OCT 17818.0.

2, ATIIAPATYPA, MATEPHAJBI U PEAKTHBbI

Cnektporpad xBapuesmii cpeameit ancnepenu tuna HCII-30 co
CTAHAAPTHON TPEXJHH30BOH CHCTeMOH OCBELUIeHHS ILIeJH HJIH aHAJ0-
THYHBIH.

Hcetounnk mnutanus ayru mnocrosHHoro Toka 250 B, 25 A, Tuna
¥YI'3-4 wau aHaMOrHYHBIH,

Cnexrponpoekrop Tuna CIII1-2 uau aHasoruyHui.

MuxpodoroMerp tuna UDO-460 uiu aHaNIOrHYHBIN.

Cekynnomep mo F'OCT 5072,

Hsnanne odunuansuoe flepeneuatka BOcnpemena
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DuekTpoleyb CONPOTHBJIEHHS KaMepHas, ofecreuHBaiollas HarpeB
Ao 1100°C.

LIka¢p cywuJbHHE ¢ TepMOperyaaTopoM, obGecleuHBAWOUHA Ha-
tpeB xo 110°C,

Jlamna undpakpacHas.

Crynka araroBasl, XaJlelOHOBas HJH SLIMOBaf C BHYTPEHHHM
auamerpoM 60—100 mMm.

DOTONNACTHHKY [Js TPOMBILIIEHHBIX U HAYYHBIX HeJefl CHeKTpo-
rpaguyeckue, Tuo 1.

S/1eKTPoABl yroJbHble cnekrpaaphpie Mapku C-2 mian C-3, zuamer-
poM 6 mM, mauHoft 60 MM.

Mopowok rpaduroenit Mapku OCY-7—4.

Crnupr stusnosuil pektuduroBannsii no TOCT 18300.

Harpu#t ¢ropuctsii, oc. u.

T'epmauusi (IV) oKcha ais CHEKTPasbHOTO aHajH3a.

Menu (II) okcng, oc. 4.

Kpemuusa (IV) okcuz, oc. u.

KoGaasra (11, I1I) okcha.

Huxens okcuz, oc. 4.

CBHHLIA OKCHJ, OC. Y.

AJIIOMHHHS OKCHJ.

Kenesa (III) oxcugz, oc. u.

Marnus oxkcua no 'OCT 4526, oc. u.

Kaabuus oxcun no FOCT 8677.

MuibsiKa OKcHA, Oc. 4.

Meton (mapa-merunamunodenoncyandpar) no I'OCT 25664,

unpoxunon no F'OCT 19627.

Harpuii ceproxucasiii no FOCT 195.

Hartpuit yraexucaeit 6essoguetit no 'OCT 83.

Kang#t 6pomuctait no FOCT 4160.

Harpuii cepHoBatHcTOKHCABH (runocyiabdut) no I'OCT 244.

Ammonn# xnopucteit no FOCT 3773.

3. MOATOTOBKA K AHAJIM3Y

3.1. MoAroToBKa YroJMbHHIX 9JEKTPOAOB

ANIEeKTPOAB [AJs aHAJK3a TOTOBAT H3 YroJbHHX cTepxkued. Pop-
Ma H Pa3Mephi 3JIEKTPOJOB YKa3aHH Ha YepTexe.

3.2. Tloaroroska pacTBopoB

3.2.1. IparoToBAeHHe NPOABHTENS

IlposiBuTeanr roToBstr H3 paBHHX o0GwveMoB pactsopos I u II,
HMEIOIIHX CJAeAYIOLIHHA COCTaB:

pactBop I.

MeTosn —2 T,

THAPOXHHOH — 10 T,

HATPHH CePHOBATHCTOKHCABIH 6e3BofHBIA —52 T,
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Saextponrm pas BOAA AMCTHJINpOBAHHAasg — 1 am3,
CNEeXTPAJLHOro aHanu3a
HaBeckn pacrBopsiior B BOAe, AOBOAST 06-
eM pacTBOpa BOAOH Jo 1 AM?, mepeMelwnBamT M,
f €CJIH HY2XKHO, HIBTDYIOT;

pactBop II:

HaTpuit yraekdcastit 6e3soansniil — 16 r,

Kanui 6pomucTaii —2 T,

BOAA QUCTHAJNHpOBaHHAA — 1 amS.

HaBecku pacTBOpSIOT B BOAE, AOBOASAT 06be
eM pacTBopa Bomoi mo 1 M3 mnepemeuwruBaoT
H, €CJH HYXHO, GHJbTPYIOT.

! 322 IlpurotoBieHne bukcaxa

Harpuit ceproBaTHCcTORNHCANH — 250 T,
26 aMMOHu# XJopHCTHIi — 50 T,

BOJA AHCTH/IHPOBaHHAs — 1 am3.

Hagecku pacTBOpSIIOT B BOAE, JOBOUAT 06D«
eM pacTBopa Bogolt mo 1 aM®, mepeMewINBAIOT
H, eclM HY:KHO, QHAbBTpYyIOT. B3BemmnBanne ¢o-
TOPEAKTHBOB NPOH3BOIASAT C IOTPELIHOCTBIO HE
6oaee 0,1 1.

3.3. Mpurorosaenne GydepHoii cmecu

Bygepuas cmecp cocront us 87,9% yroas-
Horo mopouwika, 12% dTopucroro HaTpus H
0,1% oxcuna repmanus (IV). Bydepnas cmech
nepeMellNBaeTCs B araToBoll CTYNKe B TeueHHe

60

6‘0,

21

&

: 4 y npu n06aBJEHHH 3THJOBOTO CHHPTA H3 pac-
< yeTa TBEPAOro K XBAKOMYy no Macce 1:2.
|26 Jna npoBepkn uucToTHl OydepHo#i cmecn

dororpadupyIoT ee CIEKTP B YCJAOBHSAX aHA/IH3A
{cM. pasn. 4). Ha cnekrporpaMme JAOJXKHBl OTCYTCTBOBATh aHAJHTH-
YecKMe JMHUH OnpelefsieMhX 3JeMeHTOB.

3.4. Tpurorosienne o6pa3noB CPaBHEHHA

3.4.1. OKcuanl onpefensieMbiXx MeTaJqJOB MpelBapHTeNbHO TPOKa-
auBawT npu 1000—1100°C B Teuenue 8 u.

3.4.2. Tlepuiii o6pa3sen cpaBHeHHsI FOTOBST NepeMelINBAHMEM B
CTYIIKE OKCHJOB 3JIEMEHTOB C rpaQUTOBHIM NOPOIIKOM B TeueHHe 4 4
upu xo6aBieHu® ITHAOBOTG CHHDPTA H3 paciera TBEPAOro K XKHAKO-
My mo macce 1:2. [lepBmit oGpasen cpaBHeHHSI JOJIXKEH COAEPKaTh
npeAnoJaraeMbie MaKCHMAaJIbHBIE MACCOBHIE JOJH OKCHAOB 3JIEMEHTOB,
BXOAAIHX B cocTaB npobni: Si0;—10%; Fe03—2%; Al,O; —2%;
CuO — 10/0; Nian'— ]0/0; PO —1 %; C0203_10/0.

Bropoit o6pasen cpaBHeHusi roToBsT pas3baBjenHeM nepsoro oG-
pasua cpaBHenusl rpaduTOM B AeCATh pa3. MaccoBrle JOJH OKCHIOB
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onpejenseMuXx snemenToB: SiQy— 1,09 CuO—0,1%; NixO3 —0,1%;
PbO——O,l%; C0203—0,1%.

Tperu#t o6pasen CpaBHEHWs roToBaT pasbapienweM BTOpoOro o6-
pasua cpabueHusl rpaHTOM B TpH pasa. MaccoBble N0JH OKCHIOB
olpelensieMbIX 3aeMedToB: SiQy — (0,3333%; CuO — 0,03339%; NiO; —
0,0333%; PbO — 0,0333%; Co,0;3 — 0,0333%.

UetBepThll, OATHI, WECTOH, cebMOH W BOcbMON 06pasunl cpas-
HeHns rotoBAT pasbaBiaeHHeM rpaduTOM NpeABIAYIEro B TPH pasa.

IlpuroroBnennsie oGpasunl CpaBHEHHsl CMeIUMBAaOT ¢ OydepHoit
CMeChl0 B COOTHOMIEHHH 2:1 mo Macce,

3.4.3. lna onpelesieHHsT MBILIBAKA OOPA3Nb! CPABHEHHS TI'OTOBAT
OTAEJbHO NepeMellHBaHHeM okcHia Mmbumubska (111) c ocHopoli, B Ka-
gecTBe KOTOPOH CJAYXKHT HCKYCCTBEHHO NPUIOTORJEHHAS CMECh, COCTOSA-
mas u3 869% rpadurosoro nopoika, 10% oxcnaa xpemuus, 1% ox-
cujga aJioMHHHS, 1Y% okcuaa xenesa, 1% okcupa kaawuus, 1% oxcu-
A3 MarHus.

3.4.4. TlepBuii o6pasel cpaBHEHHsI TOTOBAT NepeMEIIHBAHUEM B
CTyMKe OKCHAA MHIIbSKA € OCHOBOH, NpPUroToBieHHOH no m 3.4.3.
IlepBuiii o6pasen cpaBHeHHs jonxked comepxarte 0,132Y% okcuna
MBILTbSAKA,

Bropo#i o6pa3sern cpaBHeHHst roToBaT pa3baBJaeHHeM NepBOro o6-
pasua OCHOBOH B AECHTH pas.

Tperu#i obGpasel; cpaBHeHHs TOTOBAT pa3baBiaeHneM BTOporo o0-
pasua OCHOBOW B ABa pasa.

YerBepThill, NATHIH, lIecTol, ceapbMoli 00pasubl cpaBHEHHA IOTO-
BAT nyTeM paszfaBaeHUf npeAbayliero ofpasua OCHOBOI B jABa pasa.

[Tepememunaior obpa3ubl cpaBHeHHs B TeueHue 4 u npu nob6as-
JIeHHU 3THMAOBOTO COHPTa H3 pacueTa TBEPJAOr0 K XHAKOMY IO Mac-
ce 1:2.

[IpuroroBieHHnie oGpasupl cpaBHeHHA pasbaBasalT GydepHoi
cMelhio B cooTHowenun 2 : 1 nmo Macce.

Bce onepauuu no B3BeIIHBaHHIO H MepPeMelIHBaHHIO OKCHAA MBIIIbS-
Ka BHIOJHAIOT B OOKCAax W3 OPraHHYecKoro cTeksaa.

4. NPOBEJEHUE AHAJIH3A

4.1, Hapecky npobui rpadurta cmemuBanT ¢ 6ydepoM B COOTHOIIE-
aun 2 :1 (0,2600 r npo6u u 0,1300 r 6ydepa). IlepememinBanne npo-
H3BOAAT B aratoBofl crymke ¢ po6apaendeM 5—10 cm® astusororo
CIHpTa B TeYyeHHe 15 MHH, a 3aTeM MNOJACYIIHBAIOT CMech noj uubppa-
KpacHOH JlaMnoil wiau B cywHabHOM 1wkady npu 105—110°C B Tewe-
Hue 10 mMun.

4.2, Cmeceto rpadura ¢ Gybdepom, a Takke Kaxjoro obpasua
cpaBrenusi ¢ OydepoM HANOJHAIT NO TPH 3JEKTPOAa — ABALLATH-
KPaTHWM IIOrPYXEeHHeM HX B CMecH MNOCTylaTeJbHo-BpallaTelbHhIM
ABUXKEHHEM.
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4.3. DueKTpoA cO cMecblo rpadura ¢ 6ydepoM YKpemJasioT B HHXK-
HeM 3axHMe [ITAaTHBA, a KOHYcooOpasHBIR 37eKTpoJ— B BepXHeM
saxume. PaccrodnHe MeXAy 9/7eKTPOJAAMH BO BPeMSl CHEeMKH 2,5—
3 MM. Cuna toka ayru 10 A. Bpems sxcnosuuun 40 c. Ha cpennem
KOHJEeHCOpe YCTAaHABJHBAIOT NOPAMOYTOJbHYIO AHadparMmy BLICOTOM
2 mm, [Iupuna mwenaun cnekrporpada 0,015-—0,020 mm. Ulupuna mean
cnekTporpaga moxker OHITE HECKOJbKO H3MEHEHAa B COOTBETCTBHH C
HCMOAL3YeMBIM TpubOOpPOM.

4.4. Kaxaylo cmech rpadura ¢ 6ydepoMm H obpasusl cpaBHEHHA
¢ GydepoM cKHraloT 1o TpH pasa Ha OAHOH NJIacTHHKe.

4.5, ©®oronnacTuHKy o6paGaTHIBAlOT B CTPOrOo MOCTOSIHHBIX YCJO<
BUAX:

TeMIepatypa npossutes — 20—22 °C;

BpeMsl INPOSIBJEHHS — COrJIaCHO YKA3aHHOMY Ha ynakoBke ¢oTo-
MJIACTHHOK;

BpeMs 3akpenyenus — 10 mim.

IMpoMeisator GoTONAACTHHKY B NPOTOUHOH BOAE B TeueHnue 15 mum,
ONOJACKUBAIOT AUCTHIJIHPOBAHHOU BOAOH M CyLIAT.

4.6. Ilocne o06paboTKH (QOTOMIACTHHKH (DOTOMETPHDPYIOT JHHHH,
ykasaHuble B Ta0j. 1. AHajHTHYeCKHe JIMHHH HAXOAAT 1O aTjacy
CHEKTPANBHEIX JHHHH C MOMOIIbIO CIIEKTPONPOEKTOpA.

Ta6auna 1
launa BONHBI aHANWTHYECKON JNHHMH, HM
MaccoBas zoas
OMPEnenREMOro SjaeMeHTa

onpeAeNieMoro SJaeMenTa 3JleMeHTa CpaBHEeHUSA B rpadure
Si 251,611 Ge 259,254 Ot 0,0003 xo 0,01
Si 252,851 Ge 259,254 » 0,001 » 01
Si 251,921 Ge 259,254 > 0,0} » 1,0
Cu 324,754 Ge 303.906 » 0,0001 » 0,01
Cu 282,437 Ge 270,963 » 0,01 > 10
Ni 305,082 Ge 303,906 > 0,0003 » 0,01
Ni 299,259 Ge 308,906 » 0,003 » 0,1
Pb 283,307 Ge 207,963 » 0,0003 » 001
Co 242,493 Ge 241,737 » 0,0003 » 0,01
Co 308,678 Ge 303,906 » 0,003 » 0,1
As 234,984 Ge 241,737 » 0003 » 0,1
As 286,045 Ge 270,963 » 003 » 01

5. OBPABOTKA PE3YJIBTATOB
5.1. Passocth nowepHeHuit (AS) JHHHM OnNpefeNsieMOro SAEMENTA
¥ JHHHH CPaPHEHMS BHIMHCJAIOT N0 opmyne
AS:Sonp—SGCI

rae S,n, — NovYepHEeHHe JIHHHH ONPEReNSEMOro 3j1eMeHTa;
Sce — NOWEPReHHE JIHHHH CDaBHeHHA (repMaHus),



C. 6 TOCT 17818.15—9(

5.2, Cpeaniolo pasHocTs nouepHenuif (AS,,) Tpex cnexTpoB BHI-
WHCJIAIOT TIO dopMyJie

AStp=ASI+A St % ’
3
rae AS;, AS:, AS; —pasHoC1H INOUe€DPHEHHH TpeX CHEeKTPOB, COOTBET-
CTBEHHO.

5.3. I'papyrpoBouHnie rpaduku CTPosAT AJds Bcex o0pasiuoB cpas-
HeHUsl, DKCTPanoJdUHsa 3a npefesnl o6pasloB CPABHEHHS He JONyC-
Kaercsi. I'pafynpoBouHbie rpadHKH cTposST B KoopauHaTtax AS—IgC,
rae C — maccoBasi 10Js OKCHJa ONpeleJisieMOro sJjeMeHTa B o6pas-

nax cpaBHenHs, %.

5.4. MaccoBhie J0OJMH OKCHJAOB ONpeAessieMbiX 3JEMEHTOB B TWpO-
1[eHTAX ONpejessIOT N0 rPaJyHpPOBOYHEIM rpadHKam.

5.5, MaccoBble H0JMH ONpefelsieMHX 3JeMeHToB (X,;) B IpOLeH-
Tax BBIMUCAAIT MO GopMyae

X9n=

Cen-Ag;
MOK

rae C — MaccoBasi oM OKCHJIA ONpeflesIieMOro 3jeMeHTa, Hai-
AeHHad MO rpafynposouHoMy rpaduky, %;
n — KOJIMYeCTBO aTOMOB ONpeJesiieMOro 3JeMeHTa B MoJeKyJe
OKCHJIA;
A, — aTOMHas Macca onpejessieMoro 3JeMeHTa;
M, — MOJIeKyIipHas Macca OKCHAa ONpeJesieMoro 3JeMeHTa.
5.6. JlonycKaeMbie PaCXOXIEHHs MEXAY pesyJbTaTaMH ABYX na-
paJiiie/bHEIX ONpejeseHHH He NOJKHBHI NpeBHINATh 3HaYeHHH, YKa3aH-
HHX B Taba. 2.

)

Tabanna 2
Maccoulluw&g!&lfp%enuloro Honycxaemoe pacxoxaeasne, %
Or 0,0003 a0 0,001 BxJuou. 0,0002
» 0,001 » 0,01 » 0,001
» 0,01 » 0,1 » 0,007
» 0,1 » 05 > 0,05
» 05 » 10 » L
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