M3BECTUA

TOMCKOTO OPIEHA TPYAOBOI'O KPACHOI'O 3HAMEHH
MOJUTEXHHUYECKOIO HMHCTUTYTA um. C. M. KUPGBA

Tom 164 1967

ONPENEJEHUE MUKPONMPHMECEN Cu B MATEPHAIJIAX,
OPUMEHAEMDBIX B IMPOU3BOACTBE JIOMHUHO®OPOB

Cooﬁmeﬂue 1. Onpenesense Mealu B TPEXOKHCH CYpPbMbE
H B JeMMHePaJM30BaHHO# BoAe™)

.

JI. T. BAJIEIIKAS, M. C. 3AXAPOB, X. A. JIEJIDUYK, B. M. IUUYTHHA 4,

(pencraBnena HayuHo-MeTojuYeckuM ceMuHapoMm XTO)

B ripoH3BoACTBE HEKOTODPHIX JIOMHHO(DOPOBR WCHOAB3YIOTCS
4HCTHIE TPEXOKKHCh CYPbMBI U JI€MHHEpAJAH30BaHHAs

' mpHMeced MeJH B HHX He JAOJIKHO mpeBbiwarh 10-6— 1075 9.

BBICOKO-
Conepxanue
Omnpene-

BOJA.

Je€Hne TaKHX KOJHYECTB ME€IH B NOCAEAHeE BpeMsa C yCneXoM Npou3BO-

JUTCS METOJIOM aMaJelaMHOHN
B’ nanHo#l pab6ore M HPUBOAATCH DPe3yJ bTaTHI
aMaJbTaMHO- 110151 POTPauuecKuX

00TKe

noagaporpaguu ¢ Hakonaewumem |1, 2].

HccJeA0BasHi 1O paspa-
MEeTOAMK OIpeJeieHHus

10-6—10-° 9% MenW B yKa3aHHBLIX MaTepHaJax.
Ilns onpenenenuss Menn B TPEXOKUCH CYPbMbl METOAOM aMajibTaMHO
noJsiporpaduy ¢ HakonJeHHeM H3OBITOK CypbMbl HEOGXOAUMO YAAJSATh, -

Ta6auna 1

NMposepka noteps Cu B xone anaausa Sb;0,

OT MeIH Mbl OCTAHOBUJHUCH Ha
N | Temnmepary-| p | Haiite- | % ompe- otronke B suiae SbhCls.
mn, |PAERNIPH e Cu | MO [ AEEE BuinapuBaHue  CypbMHI
Baii MKz L " IPOBOJHIOCHE HAMH C YHCTOI
KOHLEHTPHPOBAHHON COJAHOM
1 0,2 019 95 KHCA0TOH., UYHCTYIO COMSHYIO
2 240° 0,2 0,2 100 KHCJAOTY, TOJyuaeMylo mepe-
3oL B 02 g 0de s O, K Kak eo
'y
* 0.2 0,2 100 KOHLIEHTPALIHsA [Ooc/e NeperoH-
5 0,2 0,2 100 KM jgocTHraer Jumb 6N u B
6 0,2 0,19 95 Hefi  MPOUCXOAUT THAPOIU3
7 ' CyppMbl. MmBl  HCNOJL3OBAMH
0 YHCTYIO CONAHYIO KHCJOTY, 10~
s 260, 0.2 0.17 8 JYUEHHYIO  H30MHECTHUYECKHM
9 270 0.2 | 0,19 95 METOLOM. |
10 0.2 0,18 90 K ocratky nocje yaase-
11 0,2 0,17 85 Hust Sb go6aBasiics 3JEKTPO-
12 0,2 0,2 100 JIUT, U TOJYYEeHHbIH pacTBOp
noJastporpadupoBacs.

M3 pasauyHbIX HCObITaH-
HBIX HAMH CMOCOBOB OTHesNe-
HHS OCHOBHOH MacChl CYpbMBI

HaMu BbisICHEHa ONTH-

MaJjbHasg TeMmIepaTypa BbilapHBaHHA. Has IIPOBCPKH OTCYTCTBHSA YJCTyuH-
BaHUA MHKPOKOJAHYECTB MeAH C XJOPHAOM CYPbMLI ofipeAesieHHOe €€ KOJH-

*) [emusepains3oBaHHad BOAa — 3TO uMCTaf BOAa,
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gecTBO jobaBasdnock K HaBecke SbyOs; mepen ee pacTBopeHHeM, a B napad-
JenbHylo npo0y sra no6aBka JefafJach HEHOCPeACTBEHHO B 3JEKTPOJH3ep.
B kauecTBe X0/10CTOrO aHaiu3a B 3TOM cjayuae Obl1 aHanu3 HaBeckn Sb,O;
6e3 no6aBky MenH. Pe3yabTaThl 3THX HCCAEN0BAHUII MpeACTaBJeHb B T2l |,
YcaoBust onblTOB: BpeMs ajekTpuausa 10 mux, paguyc KaneJabHCro pTyTHOrO
aaektpona 0,04 cm, 06beM pacTBOpa 2 MA, KOHUEHTpauua meau 1.10 —7—M,
YyBCTBUTEAbHOCTb Npubopa 8.10 — a/mm.

Ha taba. | BugHoO, yTo npH TeMmnepaTtypax Beie 250°C HabGawgaetcs
pas6pblaraBalue pacTsopa M nortepu npumecu. [TosTtomy B panbHe#lueM BbI-
napuBalyie CypbMbl nposoauaock npu 250°C. B okucu cypbMbl MOTYT NPHCYT-
CTBOBATb BHCMYT W CBHEell, Y KOTOPbIX aHOJAHble 3ybOUbl Jemxar OJH3KG
K aHoAHOMYy 3yOlly Meau, MocJAefHHe B ONpefleNeHHbIX KOHLEHTPaUusax
MOTYT NoMeuiaTh nojasiporpadupoBaHuio Mead. B ¢BA3M ¢ 3TUM HaMmu GblaO
H3yYeHO aMaJjbraMHO-NOJAporpaduueckoe NoBejeHHe MeXH, BUCMYTa, CBHU-
1la ¥ CypbMbl B psjJe 3JeKTpoauToB. PesyabTarhl uccileJOBaHUN NpeAcTaBs-
JieHbl B Ta0JI. 2.

Ta6auna 2

floTeHunan NUKOB AHOAHBIX ANEMEHTOB B HEKOTOPHX 3JIEKTPOJHTAX

: - [MoTenuyanbl MHKOB GHOAHBIX 3Y6IOB |
nJ:f: DaexTpoaut " (Hac.'K. 3.)
o Cu Pb | Bi | Sb
1 0,1 Naneratr ammonua—+0,1 N Bun-
HAS K-TA . . v v won v e e 0,0 —0,4 +0,03 —
2 0.1 N sunaas x-1a-+0,1 NNH, OH+
+0.1 Nrappar K. . . .. ... .| —0,3 —0,4 —0,15 —
3 06 MKNO; . ... .. . ... 40,05 — -+0,05 —_
4 0l MK, CO3 . . .. ......| —0,15 — - —_
5 0l MH,SO, .. ........| +0.05 — +0,05 —
6 | 0.1 MNaSO, ..... ... .| 40,1 — +0.1 —
7 | 0,2 M NH,OH}0,1 N rtaprpatr K| —0,3 -0,5 -0,16 —
8 | 2MNH,OH ..........| —0.45 —0,6 | —0,2 —
9 0,25 M NH, raprpaTr. . . ... .| 40,05 —-0,4 — -

M3 tabn. 2 BHAHO, 4TO AydYmIuMH (OHAMH AJIA NoJAporpacdupoBaHHA Menu
sapasiioresa 0,25 M NH, raptpar 1 0,2 MNH,OH 4- 0,1 MK rtaprpart: na nep-
BOM (poHe BUCMYT H CypbMa cOBCeM He AAIT aHOAHBIX 3yOLOB, a MOTEHLHaJ
nHKa aHOLHOro 3y6Ila CBUHIIA JIEKHT AaJEKo OT NHKa aHOAHOro 3ybua MenH.

Kak usBectHo [3], ray6uHa aHonHoro 3ybOlla 3aBHCHT OT MNOTEHUHAJA
ajektposansa. Hasd mocTu:keHus Haubosibiled YYyBCTBHTENLHOCTH METONHKH
aHaJM3a HeoOXOAMMO HaKOMJeHHe BeLleCTBa B Kalljie NPOBOJUTDL MPH TaKOM
foTeHIKAaJe, IPH KOTOPOM MOJy4aercs aHOAHBIH 3ybel HauboJblued Tay6u-
#bl. C 37Ol 1eblo HaMH M3VYeHa 3aBHCHMOCTb IMTYOWHBI aHOAHOro 3yblla me-
I1 OT MOoTeHIHaJa 3JeKkTpoausa B pactBopax 0,2 M NH,OH + 0,1 M K Tap-
tpar u 0,25 M NH, Taptpar. Pe3y/abraThl HCC/IeJ0BAaHUA [PEACTaBJEHBl Ha
puc. 1 u 2. '

[pu paspaGoTKe METOLHKH ONpele/eHHst MEIH B OKHCH CYPbMBbI B Kaue-
cTBe oHa Asa noJsiporpadHpoBanKsa MO BLILIEYKa3aHHbIM COOOpaKeHUsAM
HaMH 6pa BeiGpan pactBop 0.25 M NH, taprpar.

MpenBapuTebHble aHAAH3Bl 3aBOACKOK Npo6H  Sb,O; moxasanu, 4To
B TOCJAeAHEH COLEePKHTCH 3HAUHUTEJbHOE KOJHYECTBO CBHHLUA ' MOPAJKA
10-3-— 10—% %), KOTOpHIi NMPH HENpPaBUILHOM BLIOOPE MOTEHUHAAA 3ACKT-
poaH3a Mewaer onpejedenuio MeAu. [1o 3THM COOOpaKeHHSIM MOTEHUHAJ
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3JEKTPOJAH3a B TIOCAEAYIOUMX HCCAe0BaHuAX Obisl BeIOpaH paBHBIM—(,4 6
(nac. x. ».) [lpu sToM moTeHUuaJe AOCTUraercss AHPOY3HOHHBIA TOK Me-
JIM, CBHHEL{ e BbLAeJSeTCA Ha

8 3JEKTPOAE B HE3HAYHTEJbHOM

;’/KV“'\ KOJIHUeCTBe.

Kanubpopounniit rpaduk
IO MeAl B UYHCTOM pacTBOpe
0,25 M NH, raprpar u 8 ana-
JH3ipyeMOM HMeeT BHI Npf-
v Mol (puc. 3), cJaexOBaTeNbHO,

- onpefe/leHHe  TPUMECH  Meau
MOXHO MNPOH3BOMUTH METOA0M

S

oBaBoK.
2 Ha ocHoBanuu nposenenubix
HCClIe JOBaHU npennaraercst

Inybune anodneeo syfua, mke
" &

cledylollasi METOAMKA onpenee-
Eua Menu B SbO3. Heob6xonumblie
pPEaKTHBBI: YHCTasi COJIAHAS KHC-
« 0 05 1 . 15 nora, noayuenHas usonuecTHuec-
~Won (nac k.3 KHM METOJOM; UHCTHIl PacTBop

) ( ) 0.25 M NH,; raprpara. 3dror

Puc. 1. 3aBUCUMOCTh TAYGHHBI AHOZHOTO 3Y6- PacTBOp NOJy4Yaercs CMelleHHeM
la MeIM M CBHHUA OT [OTeHUWana 34eKTpo-  PACCUHTAHHBIX KOJHYECTB TPHUIAH-
au3a Ha doue 0,25 M NH, raprpar: KpuBas CTHJJIATA, aMMHAaKa, OYHILEeHHO-

l—ana Mmend, KpuBas 2—nnda cBuHOa. ¥cio- IO H3OMHECTHYECKHM METOLOM,
BHS OnbiTOB: 1. C:|,5' 10_6 Z-UOH/’./l, V=2M/l; 1 BHHHOU KHCAOTHL

-8 . —6
S=1.10"° ajmsu; =10 mun. 2. 9’8_—_ 4.10 Aunaams. 0,2 2 OKuCH cypb-
2-uon|a; V'_‘TS ";”;Mfl;l'm alus; Mbl IOMeHIaeTc B IpeaBapH-

= ) TEJbHO NPOBEPEHHBIN HAa YHCTO-

Ty') KBapueBbIll CTAaKaHUYHK M pacTBOpstetcss B 1,5 M4 4MCTOH KOHLEHTPHPO-
BAaHHOH cO/IAHOM KucJOTH. [lonyuennwiit pactsop npu 250°C Beinapupaertcs,
no6asasercs eite 1 ma HCl u prinapusanue nosropsercs. Ilocsie Buinapusa-
HHSl B cTakaH4uK 3ajuBaercs 2 ma 0,25 M NH, raprpara (don), B Teuenne
10 mun npu —0,4 6 (mac. K. 5.) NPOBOAHTCA JEKTPOJH3 NPH OIHO-
BPEMEHHOM TNpPONYCKaHWM Yepe3 PacTBOP OUMILEHHOrO OT KHMCJAOPOAa a30Ta
M nossiporpadupoBatHe B 06/1aCTH noTeHnuanos — 0,4 < 0,05 ¢ (mac. K.2.).
Ilpu notenunane — 0,25 6 NPOH3BOAMTCA OCTAHOBKA HOTEHIHOMETPHUECKOTO
G6apaGaHa Ha BpeMsl, HEOGXOAMMOE AJs NOJHOrO PACTBOPEHMS HAKOMHBLIe-
roca B Kanje cBuHua. [locie pactBopeHus cBHHLA noasporpacdupoBaHue

npojosxKaercs, coaepkaHue MeJU B OKHCH CypbMbl OLEHHBAeTCss MeTOAOM
no6aBoK.

Ilo paspaGoTanHofi MeToAMKe HaMH ObLMIH NPOBedEHLl aHaJH3bl OJHOTC
¥3 00pasloB OKUCH CyPbMbl. Pe3yapTaTh aHa/uM30B 1 HX cTaTHCTHYecKas o6-
paboTKa npHBe1eHbl B TabJ. 3.

UyBCTBUTENbHOCTb METOJIHKH, OUEHEHHAs TMO TPeXKpaTHO# JHCTIepCHH
npu paspaboTaHHbIX YCJAQBUAX, cocraBisteT 11076 %. B cayyae meo6xomu-
MOCTH, [TOBLIMIEHHs YYBCTBUTENbHOCTH METOJIMKH ONpPelNeJeHUs] MeoH HYKHO
YBEJIHUNTL HABECKY OKHUCH CYyDbMbl MJIH YBEJHUHTb BPeMS 3JIEKTPOJAHU3A.

Ilas onpenesnenua Mefn B AeMHHePaJH30BaHHOR BOJe HaAMW Npeatara-
€TCsl JIBa BapuaHTa MeroiHKH. B kauectBe (oHA B 3TOH METOAHMKE HCIOJb-
soBajca 0,25 M NH, taptpar. Ilo nepsoMy BapuaHTy IOTOBHTCA DPacTBOP

1) Ukcrora cTakaHYMKOB MPOBEPSIETC METOJAOM dAMAaNLraMHOA NoAaporpadHH C HAKOM-
nenueM. Jlnst MpoBepKH B OTMBLITLIE CTakaHYMK 3aauBaerca ¢on (0,25 M NH, raprpar),
NIPOBOAKTCA 3JEKTPOAM3 K noasporpadrpoBanne. Eonpn Ha aHOAHOH noJasiporpaMme He Imo-
nydaercd 3yGLOB, TO CTAKAHYHK ABJAETCH YHCTHIM.
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025 M NH, taprpaT Ha TPHAHCTHIJIATE H Ha AeMHHEpAJIM30BAHHON BOJE.
Jlna ananusa B OJMH CTakaHukK 3aAuBaercsa 2 mA (PoHA, NPUTOTOBNEHHOrO
Ha TPMAHCTHAJATE (XOJ0CTOH OMNbIT), @ B ApPyrue CTAKaHUHKH 3a/HBAETCHE

S

[=r]
=1

a
/ 1
e \

15 2
~ P an. (nac. k3)

)
<

laytuna anodnozo syfua,mia

?
S
.

Puc. 2. 3aBucumocTs mvéﬁﬂbr aHo;HOro 3y6ua MeAH u
csuHua Ha ¢one 02 M NH,OH 401 N K Taprpar:

KkpuBast 1 — nas Medd, KpuBas 2 — 1Al CBMHIA. VcaoBus
omsitos: 1. C=3-10~9 2-uonla;, V=2 un, S=1-10"8 a/mm;

=7 Mun. 2. C=4.10"° e-uonla, V=2 Ma; S=1 ~10"’8a/.uM.

pacTBOp, MPHTOTOBJEHHMI HA AeMUHepanu3oBaHHOK Bode. ITocae atoro Bee
pACTBOpH NONRPOrpacHpyOTCs. DICKTPONH3 NPOBOAKTCA B TeueHHe 10 mu-
#vT. Bo BpeMsl 3/1eKTPOJIH3a NPOU3BOAMTCA NPOJAYBKA PacTBOPOB a30TOM.

Conepmaﬂne MeJAH B jJeMHHepaJdanso-

BaHHON BOJE OLEHWBAETCsd MeTONOM .
po6aBoK. UyBCTBHTEJIBHOCTH METOLH- /
KH, OlleHeHHasl Mo TPeXKpaTHCH [uc-
NepCHH C HCKYCCTBEHHBIMM A00aBKaMH s 6. 2/
‘Me[IH, NMpH pa3pabOTaHHBIX YCJAOBHAX § -
cocrasdser 4.10-7%. s

Ilo BTOpDOMY BapHaHTy METOAMKH §,-, | A )
10 m2 nemuHepasH30BaHHOH BOLLI 3a- g “ &/‘
JHBaeTcsi B KBAapUEBbil CTakaHUMK, §
u npu 120°C Bojga BHITApHBAETCA S
B BLIMapuTeabHoll Kamepe [4]. Bo us-. T &
Gexanne pasaOKeHHs CONell MedH BO 3 / ‘, 5
Bce npoObl, Nepei BhNAapuBaHMEM, ‘
BKJIOYas H XOJOCTyio, jobaBasercd
o Kamjie XMMHUYECKM UHCTAasl cepHas o 02 03 .
KHCJ0Ta KoHUueHTpauuu 1 :4. Beinapu- Fowueumpauus Cu. §/mn

BaHHE TIPOBOJUTCA A0 BJAXKHOTO OC-

3 P 7
tatka. K octaTky sanmpaercs 2 ma | MG 3. KaauGposounsi

rpaduk Menu.
1 B uyerom pacrtrope 0,25 M NH, Ttapr-

pactsopa 0,25 M NH, Taprpar, cra- pas 2 s anaansupyemowm pacteope. Ycio-
KaHUHK BCTaBJSIETCs] B 3JEKTPOIM3ED, pus ommros: S=1,5-1078 afai =7 mun;
B TeueHHe 10 MHHYT npoBoauTCA 0=—0,5 6 (nac. K. 3.).

9JIEKTPOIH3 (OZHOBPEMEHHO C 3JEKT-

POJIH30M OCYILeCTB/IACTCA NPOLYBKA pacTBopa a3oToM) H moJjsiporpaduposa-
une. [lapannensno nposoaurca xosmocroi onbit, ComepkaHHe Meau OULEHH-

‘BaeTrcs MeTOoJA0M N00aBOK.

Jsisi npoBepKH OTCYTCTBHS NMOTEPb MUKPOKOJHYECTB MEH BO BpeMs aHa-
JM3a onpejieleHHOe KOJHYeCTBO ee 1006aBAA/NIOCh K JE€MHHEPaJu30BaHHOM
BOjJle nepej BhinapHBaHHeM, a B NapajJieJbHyl0 npoly sTa Ao0aBka Aena-
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L

J1ach HEMOCPeACTBEHHO B 3jeKTposaunsep. Pe3yabTarTel 3THX HCC/NeI0BaHMH
nmokasaJiu, 4To noaHora onpeaenenuss Gu cocrapaser 90—1009%. Takasn Tou-
HOCTb OfipeneJseHus ABJAACTCA BIOJHE YIOBJAECTBOPUTENbHOH TipH onpeaeneunu
MHKDOKOJIHUECTB BeLLecTB.

TaGaun a 3

PesyanTaThl avasnn3a ofpa3ua OKHCH CYPbMBbI HAZ COREpIKAHHE
MEIH H UX CTATHCTHYecKas o6padoTka

No X-105
oo cozepxanne Cu B SbyOy .
o X—X (X—Xp
1 5,7 —0,3 0,09 Cpennas apudpmMerdyecKas:
2 5,4 0 0,0 86,5 _5
3 4,0 1,4 1,96 16
4 6,0 —0,6 0.36 Cpennsas KpagpaTuyHas omubxa oT-
5 6,0 —0.,6 0,36 AEAbHOTO HM3ME ECHUS:
11,87
6 5,0 0,4 0,16 o 18 _oa
7 4,0 1,4 1,96 16
8 6,0 —0,6 0,36 HaunGonee Bo3MoxkHas omuoka:
9 6,0 -—0,6 0,36 A=3=0,83=2,4
10 6.5 1,1 1,21
11 7,0 1,6 2,56 ‘Cpernnss kBagpaTuyHan ouruOka cpea-
12 5.0 0,4 0.16 HEro apmbmemqecgc;o.
13 5,0 0 0,16 8q = Vcn; - V'lﬁ—' =02
14 6,0 06 | 0,31
4,4 1,0 ‘

15 - = 0 = (5,4 ,2) 105 9,

85 1, 187 Xyer = (5,4:£0,2) 105 &

Ilo paspaGorannof MeTonanKe Obl BBINOJHEH Psif aHAJTH30B JeMHHEpa-
JH30BaHHOH BOAL. Mean B Bofe He Obl10 O0OHapyxKeHO. UyBCTBHTENbHOCTD
METOAHKH, OlleHEHHAsA N0 TPEXKPATHOH IHCIEPCHH ¢ HCKYCCTBEHPBIMH JoGas-
KaM¥ MelH, Mpu pa3paboTaHHbIX YCJaoBHsIX cocTtasaset 4.10 =7 %.

B 3akniouenne BoipaxkaeM 6aaroaapHocts npodeccopy A. I'. CTpOMGep-
ry 3a BHUMaHHe K paéore

L}
BriBoan

1. PaspaGoraHa amanbramuo-nojsporpadbHuyeckas METOAHKa onpenene-
HUST MHKPOKOHLEHTPaLUKH MedH B TPEXOKHCH CYPbMBL.

2. PaspaGoraHa MeToaHKa onpefeseHHsT MHKDPOKOHIEHTpalHil MexH
U B JleMHHEpaJH30BaHHOH Boxe. B pesy/ibraTe mMpoBeieHHBIX HCC/IeA0BAHUIM
npejJsiaraetcss MeTolHKa onpeneaenuss Mean B SbyOs ¢ yysCTBUTENBHOCTBIO
1.10 % % u B nemuHepanuW30BaHHON BOAE ¢ UYBCTBHTENbHOCTbIO 4.10 ~7%
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