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Annoranusa. B

IlaHHOI\/'I CTaTbC TMPEACTABJICHLI

HUCCIICAOBAaHHUA II0 pa3pa60TKe TCXHOJIOTUN

KOMIUJIEKCHOH TiepepaboTKu 0O00XKKEHHOIO MOJUOICHOBOIO MPOMIPOAYKTa. M3ydeHBl XHMUYECKUH U
MUHEPaJOTHUECKHH COCTaBbl HCCIIEAYEMOr0 MaTepHaia, MPOLECChl CONOBOTO BBIIIETAYUBAHUA, COPOLMH
MOJHOICHA U PEHUSL, a TAK)KE MCIIOJIb30BAHUE COBPEMEHHBIX CKAaHUPYIOIIUX AJIEKTPOHHBIX MUKPOCKOIIOB IS
aHanu3a. Pa3paborana meronuka ABYXCTaJAWHHOTO BBILICTAYUBAHUS, IPU KOTOPOH MOIHOIEH CENEKTHBHO
MEPEeXOAUT B MPOLYKTUBHBII pacTBOp, a IMPHMECH OCTAlOTCS B HepacTBopuMoM ocazake. Co3maHbl
na0opaTopHbIC U MOTYIPOMBILUICHHbIE YCTAHOBKU AJISI TPOBEACHHSI SKCIIEPUMEHTOB.

KnroueBble cioBa: MonuOaeH, nepepa0bOTKa, BhIIIETaYMBAaHMUE, COPOLUS, PEHUM, 3IEKTPOHHAS

MHKPOCKOIIYA, TPOMBIINIJICHHBIEC OTXO/IbI.

BBenenue. B MHUpE 110
YCOBEPIICHCTBOBAHUIO TEXHOJOTHH H3BIICUCHUS
PEIKHUX METaJUIOB M3 KOHIIGHTPATOB BEAETCS PsiA
HCCIIEIOBATENbCKUX ~ PaboT 1O  CIEeXyIOLINM
MPUOPUTETHBIM HATPABICHUSIM, B TOM YHCIE
HAYYHO-TIPOM3BOJCTBeHHOM 00beauneHnu (HITO)
MO0 TIPOM3BOJCTBY PEAKHX METAJUIOB M TBEPIBIX
cmaBoB ([IPM u TC) (OeBmmii  Y3KTXKM)
nepepadaThiBacTCsl AMMHUAYHBIM BbIIIETaYMBAHUEM
000 KEHHBIN M€eIHO—MOJINOIEHOBBII
MPOMIIPOAYKT ¢ conepxkanuem 25,0-30,0 %
momubnena u g0 5,0% wmemu. DuiabTpanuen
BBIJICJICHHBI  JKEJe30—MEOHbI  O0CaoK  M3-3a
3HAYNUTENIFHOTO COJCpP)KaHUSI B HEM MOJIMOJCHA
(6omnee 8,0%), momBepraeTcs K MHOTOKPaTHOMY
MOBTOPHOMY BBINIETIAYMBAHUIO. Tak ke B pacTBOp
MOIYTHO MEPEXOANUT OKHCIICHHAs YacTh MEIH BHJE
aMMOHHEBO-MOJIHOICHO—METHBIX KOMILJICKCOB.
ITony4yeHHbIN pacTBOP TONOJHUTENBHO OYHUILACTCS
OT Meau, OCaKICHHEM cJaabo PpacTBOPUMBIX
Cynb(pUIOB MEAM C NPHUMEHEHHEM arpecCHUBHBIX

XUMHYECKUX  peareHToB. M3  OYMIIEHHBIX
PacTBOPOB  OCAXJAKOT COJH  TETPaMoynOaatT
ammonus  (mamee  TMA), U3  KOTOpOro

MPOKAJTMBAaHUEM MOTyYalOT OKCHJ MOJIHOACHA.

TexHonoruss MHOTOCTaIMHAs, TPYyAOEMKast
pasmeneHue  TBEpABIX M OKMAKHX (a3,
TEXHOJIOTHYECKHE MPOIECCH COMPOBOXKIAIOTCS C
00JIBIIMMH aMMHAYHO—BO3AYITHBIMH BBIOpOCaMH,
OTHOCHUTEIBHO HHU3KOE CYMMapHOE W3BICUCHHE
MonuOAeHa W3~ NPOMIIPOAYKTa,  KayecTBO
nmommydaemMoro TMA He obecriednBaeT BBITyCKa
TOBAapHOW TMPOAYKIMH C BBICOKOW J00aBIICHHOMH
CTOUMOCTBIO.

Oo0bexT uccJe10BaHus U ux
xapakTtepucTukud.  OmpeneneHsl  00BEKTaMH
UCCIIEIOBaHUS:  OOOMOKEHHBIH — MOJHMOAIEHOBBIH
MPOMIIPOAYKT, KApOOHATHBIE PACTBOPHI MONIHUOIATa
HaTpHs, TBEpJIbIe OTXO/IBI COJIOBOTO
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BBIILIETIAUMBAHUSA, H3Y4YEHbl W aHAJIU3HPOBAHBI
MUHEepao-nieTporpapuuecKuer iuecKme, u
XMMUYECKUE COCTABBI UCCIEAYyEMBIX MaTEpUaJIOB,

WOHHOE COCTOSIHHE€ MONHOJ€Ha W  JOpyTux
KOMITIOHECHTOB B BOJIHBIX paCTBOan.

W3BecTHO, 4To 000OKEHHBIN
MOJINOCHOBEIH NPOMIOPOAYKT HIIN TakK
Ha3bIBa€MbIH OTapoK oOpasyercs rmocJje
OKHUCJINTCIIBHOT'O 06>1<1/1ra, TaK WM MHAYC Ka4YCCTBO
orapka, MOCTYIAIOLIUE Ha COJIOBOE

BBILIENIAYMBAHNE, CHJIBHO TIOBJIMSIET Ha IEPEBOA
MosnOieHa B pacTBop, CJIeI0BATENBHO,
3¢ (eKkTHBHOE TMPOBENEHHE TMpolecca CopOIuu
MonuOaeHa u3 pactBopa. Mcxoas w3 3TOro
[IepBOHAYAIIEHO U3yYEHBI XUMHUYECKHE,
MHUHEPAJIOTHYECKHE COCTAaBBl OrapKa, IOCJIE HYEero
HCCIIEOBAH MPOLECC COMOBOTO BBILIEIAYNBAHUS U
copObumy MonMOAEeHA W PEHUS U3 NMPOTYyKTHBHBIX
pacTBOpoB. XHUMHUYECKHE M MHUHEpPaJIOrHYecKue
aHanubI3 po0 ObuIM BBIONMHEHH B LleHTpansHON
aHaMTH4ecKor nadopatopun AO «ATManbIKCKUN
I'MK» u xumudeckoit madopatopun HITO «Penkxnx
METAJUIOB u TBEPABIX CILJIaBOB» AO
«Anmansikckuit [MK».

HccneqyeMplit mepBeIii 00BEKT HAXOAUTCS B
TBEPIOM  COCTOSIHUM, a  BTOpPOM  OOBEKT
MPOAYKTHBHBIN pacTtBop, MO3TOMY JUTSE
OTIpe/IeTIeHNEe MHHEPAJIOTHYECKOr0 COCTaBa H
pasMepHBIX  XapaKTCPUCTUK TBEPABIX  YaCTHII
MIPOBEJIEHO HAa CKAaHUPYIOIEM 3JIEKTPOHHOM
MuKpockore. JKuakoe pacTBOPH aHAJTM3UPOBAHBI
XUMUYCCKUMHU criocobamMu OTIpe/IeTICHHS
3JIEMEHTOB.

g ompeneneHust 3I€MEHTHOIO COCTaBa M
CTPYKTYPBl HCCIEAYEMBIX TMPO0 000XOKEHHOTO
MOJHOZECHOBOIO IPOMIPOAYKTA U KeKa II0Cie

BBHIIENIAYMBAHUA U3YYWIM Ha CKaHUPYIOLIEM
3EKTPOHHOM MHUKpPOCKOIIE JSM-IT200.
KomnakTHbIi pacTpoBBIi 3JIEKTPOHHBIN
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mukpockonn  JSM-IT200 mo3uuuoHUpyeTcss B
KadecTBe OIO/PKETHOW HAMONbHOH MOJENH B
nuHelike POM ¢ Bonb(ppaMOBBIMU KaTOIaMu. DTOT
npubop NPUHAJICKAT K TOMY K€ CEMEHCTBY
MHoropyHknroHamsHEIX POM InTouchScopes, uto
U HacTonbHas Moxens JCM-7000 (NeoScope
4eTBEPTOrO MTOKOJICHUS), u
BBICOKOTIPOU3BOUTEIbHBIN aHATUTUYECKU I
PaCTPOBBIH 3JEKTPOHHBINA MUKpockon JSM-1T500.

Cucrema yIpaBiIeHUS JSM-I1T200,
pabotarormias Ha [1K ¢ 64-6utHoit Bepcuu Windows
10, mpocTa 1 UHTYUTUBHO NOHsATHA. OHA TIO3BOJISIET
YOPaBIATh MHKPOCKOTIOM HYETHIPEMS CIIOCOOaMHU:
MPU TIOMOIIH KJIABUATYPHl M MBILIH; IPU TTOMOIIH
KOHconu orepatopa POM; ucnonb3ys ceHCOpHBIN
24- 10MOBBI MOHUTOP; TUCTAHIIMOHHO, ¢ iPad mo
cetr Wi-Fi. [locneanuii crmoco0 Xopoli npu padoTe
C BpEAHBIMU JJISl 37I0POBbsI Omeparopa odpasiaMu
WJIH JIJISL ICCIIETIOBAHUN B «UHCTHIX TIOMEIICHUSIX,
rIe  JUIMTENIbHOE  HaXOXJCHHWE  IepcoHaia
HeKOMGOPTHO U HexenaTessHO [1]. Bee dyHKImm
YOpaBIeHUsT MHKPOCKOIIOM aBTOMAaTH3HPOBAHBI:
BaKyyMHPOBaHHWE, BBIBEJICHHE KaToJa B pabouuit
pexuM, QOKycHpOBKa M300pa)KeHUs, YCTpaHEHHUE
acTUTMaTH3Ma, KOPPEKTHPOBKAa  SPKOCTH U
KOHTpacTa 4 T.II.

Puc.1. Ckanupyommii 3J1eKTPOHHbI
mukpockon JEOL IT200

DONeMeHTHBI aHaJ3 B TMPOCBEYHBAIOIIEM
3JIEKTPOHHOM MHUKPOCKOIE MOKET ITPOU3BOIUTHCS

c MTOMOIIBIO SHEProIUCTIEPCHOHHON
cnekrpockormu DJIC (EDS), nmubo ¢ momoribro
CIEKTPOCKONUU  XapaKTEPUCTUYECKUX  TOTEPh
sHepruu anekTpoHoB CXIID (EELS).

OJIC aHanmu3 MOXET OBITh BBIIOJHEH KakK C
MTOMOIIBI0 CKaHUPYIOIIETO AJEKTPOHHOTO
MHUKPOCKOIIA, TaK M ITOMOIIBI0 MPOCBEYMBAIOIIECTO
aNeKTpoHHOTO MuKpockoma. B JJIC ananuse,
OCYIIECTBIISIFOIIErocss ¢ momomipio COM, mydok
3JIEKTPOHOB BBICOKOW SHEPruu IHagaer Ha 00beM
oOpa3sma [2]. Takoe B3auMOJICHCTBHE MOXKET JICTKO
YXyAUIUTh NPOCTpaHCTBEHHOe pazpemenue DJ(C
aHaJIM3a [IPU BBICOKUX YCKOPSIOIINX HAIPSDKEHUSIX
anekTponHoro mydka. DJIC Ha ocHoBe [IOM 1o
CBOEH cyTH 00J1agaeT JyqIINM IPOCTPAHCTBEHHBIM
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paszpemenuem ana OJ[C aHann3a, MOTOMYy 4YTO
00beM B3aWMOACHCTBHS OTPAaHUYCH TOJIIHMHON
oOpa3ia, uccnexyemoro B [I9M, kak moka3aHo Ha
pHUCYHKeE 2.

McTo4HMK

Kpucrtann
Puc.2. CpaBHeHue 00beMa B3auMoieiicTBUS B
TOHKOM oOpa3sue 1Jst [I9M u B 00beMHOM
oopasue B COM.

XapaKkTepucTHIECKOe PEHTTCHOBCKOE
U3JIy4eHUE, TEHEPUPYEeMOE OJHHM DIIEMEHTOM,
JETKO  TOIJIONIAeTCS  JPYTHM  DJIEMEHTOM,
MPUCYTCTBYIOIIUM B TOM € OOBbeMe BEIIECTBA.
OtanoHHBI 00pa3en; ¢ M3BECTHBIM COCTaBOM
HEOOXOUM JUTS MOJHOIEHHOTO KOJIMYECTBEHHOTO
aHamm3a. Hcnonb3oBanne COBpPEMEHHBIX
JETEKTOPOB MO3BOJISET (UKCHpPOBaTH u
KOJIMYECTBEHHO aHAIM3UPOBATh 3JIEMEHTHI 10 Oopa
(puc.2.).

OnexkTpoHHas MUKpockomnus. CKaHUPYIOLIHHA
anekTpoHHbli  Mukpockon (SEM-EDX) wmapku
Zeiss EVO MA 10/AztecEnergyAdvanced X-Act,
npousBojctea Zeiss SMT LTD/OxfordInstruments
(Benmuko6puTanus). [TpuHimn paboThl MUKPOCKOTIA
OCHOBAH Ha B3aUMOJICHCTBHHU 3JIEKTPOHHOTO ITyYKa
C TOBEPXHOCTBIO OOBEKTAa. OIJIEKTPOHHBIA JIyd
HETPEPHIBHO CKAHUPYET TOT YYaCTOK MOBEPXHOCTH
o0BeKTa, W300pakeHue KOTOporo ¢GopMupyercs
MUKpockoroM. [Ipy  3ToM  Kaxkpmas  Touka
MOBEPXHOCTH O0BEKTa, B TPAHUIAX TIONS 3PEHUS
MHKPOCKOIIOB, OTOOpa)kaeTcs COOTBETCTBYIOLICH
TOukoi Ha ¢dopmupyemMoM wu3o0paxenun. Ilpu
B3aMOJICHCTBHN  3JIEKTPOHHOTO Tyda c
MIOBEPXHOCTHIO 00BeKTa eIMHOBPEMEHHO
BO3HHMKAET Cpa3y HECKOJIBKO OTBETHBIX CHUTHAJIOB
[3]. B 3aBUCHMOCTH OT TOro, Kakod JETEKTOp
CHUT'HaJa B JaHHBIH MOMEHT BKJIFOYEH, MHUKPOCKOIIBI
¢opMHPYIOT TO WIM  HMHOE  KOHKPETHOE
nzo0paxkenne. MUKPOCKON  HM3MEpSeT  UIMHY
NPOEKIMH  TEOMETPHYECKHX  pAcCTOSHWH  Ha
TOPU30HTAIBHYIO IUIOCKOCTh, T.€. PAacCTOSHHE
MEX]y COOTBETCTBYIOLIMMH TOYKAMH Ha TNIOCKOH 1
TOPH30HTAJIBHO OPUEHTUPOBAHHOW TMOBEPXHOCTH
0o0bekTa. MHMKPOCKON YKOMIUIEKTOBaH TPeMs
JETEKTOPaMH, MO3BOJISTIOLIMMHU MOJy4aTh
3JIEKTPOHHO-MUKPOCKOIIMYECKUE  HM300pasKeHHUS:
ZIBa JIETEKTOPAa BTOPUYHBIX JJIEKTPOHOB, KOTOPHIE
OTIMYAIOTCA JpYyr OT Jpyra TIeoMEeTPHYECKHM
pacmoyio)KeHneM  BHYTpH  pabodero  oObema
KOJIOHHBI ~MHKPOCKOITIa, a TaKXe JIEeTEKTOp
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OTPaXKEHHBIX AJICKTPOHOB. MUKPOCKON OCHAIICH
TBYMS BCIIOMOTaTeIIbHBIMH TeleKaMepaMu
WH(PAKPACHOTO Arana3oHa, KOTOPbIE TIO3BOJISIOT B
pCeaIbHOM BPEMEHHU U C YBEIMYSHHEM OKoJI0 1,5 pa3
KOHTPOJIMPOBaTh IEpEeMeNIeHNe W  TOBOPOTHI
00BeKTa TOHHOMETPHYECKIM nepKaTeneM
Mperaparos. [Tpudop OCHAIIICH SHEPro-
JUCTIepCHOHHBIM  criekTpomerpoM  (DJC)  ms
MHKpPOAHAIN3a XHMHIECKHUX DJIEMCHTOB.

Mertoauka wuccjaenoBanusi. OO00XIKEHHBIN
HEKOH/IMIIMOHHBI  MPOMIPOAYKT XUMHUYECKOTO
cocrasa (B %): Mo-33,98, Cu-2,48, Si0,-21.05, Fe-
8,73, WOs-neo6. P-0,012, As-0,015, Re-0,011,
MoS;- 0,63, Au-29,4 r/t, Ag-69,3r/T, cremeHnb
okucienusn-97,2%, xkpymHocts 91,0 % He Gomnee 6
MMm.c conepxkanuem 30,0+-36,0% monubneHa u 1o
6,0 % menu monBepraercs K JBYX CTaIuRHOMY
MIPOTUBOTOYHOMY COJIOBOMY BBIIICIIAYMBAHUIO TIPH
KoHIeHTparu  comel  120,0-130,0 1/m, B
temneparype 80,0+85,0 °C, npo1omKUTEIbHOCTHIO
2,0-2,5 gaca kaxmoit craguu. [Ipu aToM oxumaercs
CEJICKTUBHEIN epexo MOJINOCHA B
MIPOJAYKTUBHBIN MIETOYHOW PACTBOP, a OCHOBHBIC
MIPUMECH ME/Ib, )KEJIe30, AIFOMUHUHI U 0JIarOpOIHbIC
METaJIJIbl OCTAIOTCA B TBEPJOM HEPACTBOPUMOM
ocagke (KeKe), 0CaZioK OTHeNseTcs (pribTparuei.
TBepplii 0CaioK ABISCTCS BTOPUYHBIM CHIPEM TSI
W3BJICYCHUS MEIH, LIBETHBIX U OJIArOPOHBIX
MeTasuioB [4].

OKCIIePUMEHTHI o COpPOIIMOHHOMY
M3BJICUCHUIO MOJIMOJIEHA M PEHHUS M3 PAcTBOPOB
BBIIIECIIAYMBAHUS O0O0XOIKEHHOTO MOJUOICHOBOTO
MPOMITPOAYTa  TPOBENEHBI HA  yYKPYIHEHHO
Ja0OpaTOPHBIX  COPOIMOHHBIX  KOJIOHHAX  Ha
HOHOOOMeHHBIX cMonax Puoralite A-100 (Mo) u
Puoralite A-170 (Re) B cratudueckoM U
TUHAMHYECKOM pexumax. [lpu  BbIMONHEHUH
OMBITOB TMPHUHATHl TEXHOJIOTUYCCKHE IapaMeTphI:
00BEM HWCXOMHOTO PACTBOpPA, KOHIICHTpAIHA
MOJIMOJICHA W PEHUs Ha TPOCKOKe (cOpoce),

o0beMHasE  €MKOCTh  CMOJIBI,
MouOIeHa M peHUs B JecopOaTax.
OOGOCHOBaHBI TPOBOJAMMEBIE HCCIEIOBAHUS
o TJIyOOKOW OYMCTKE aMMHAUYHBIX MOJIMOJATHBIX
pPacTBOPOB OT MOHOB HATPHUS M APYTUX HATPUEBBIX
coleil, pereHepammio COAsl M3 KapOOHATHBIX
pPacTBOpPOB, MOJTyYEHHIO oy (haOpUKaToB,
COJlepKallluX MEIb, JKEIe30 U OJaropoJHbIC
METaJIBI, 1o YTHIN3AIIN COpPOCHBIX
MIPOMBIIIIEHHBIX CTOKOB. Onpenenena
MOCJICOBATCIILHOCTh  BBITIOJHEHHUS  KaXKIIOTO
MIPOBOANMOTO JKCIIEPUMEHTA. Coznansl
71ab0paTOPHBIE M MTOTYIPOMEBIIIITICHHBIE YCTAHOBKU
IJI1 IPOBEACHUS OIIBITOB U HUCHIBITAaHUH.
BriBoabI. - OrnpeneneHsl 0o0BEeKTAMU
WCCIIEIOBAHUSA:  OOOXOKEHHBIH  MOJMOICHOBBII
MIPOMITPOAYKT, KapOOHATHBIC PACTBOPHI MOJIHO1aTa
HaTpu-d, TBEPAbIC OTXObI COJ0BOI'O
BEIIIICTIaYNBaHUS,
- Jlns ompeneicHUs SIEMEHHOTO COCTaBa H

KOHICHTpanus

CTPYKTYpBl ~ HCCIENyeMBIX Mpo0  IOJIb30BaH
KOMITaKTHBIN pacTpoBbIit 3JIEKTPOHHBIE
mukpockoner  JSM-IT200, JSM-IT500
CKaHUPYIOIINHA 3JeKTPOHHBIN Mukpockon (SEM-
EDX);

- Pagpaborana MeTogMka  JBYXCTaJUHHOTO

COJIOBOTO BBILIETIAYMBAHUS orapka. llpm sSToM
OKUAETCs CEJICKTUBHBIM IEpPexo] MOJUOJcHA B
MPOAYKTUBHBIA PaCTBOP, a IPUMECH MEJIb, JKEJIe30,
ATIOMHHUNA M OJIarOPOJHBIC METAJUTBI OCTAIOTCS B
TBEPJIOM HEPaCTBOPUMOM ocajke (keke). M3 keka

MONMYTHO  W3BIIEKAEeTCS  JKele3o, Meabp W
07aropoTHBIC METaJLIBL;
- VYcraHoBieHO , 4TO M3  pacTBOPOB

BBITIEIAYNBAHAS M3BJIECKACTCS MOJTUOICH W PCHUM
COpPOIIMOHHBIM ~ CIIOCOOOM Ha HOHOOOMEHHBIX
cmonax Puoralite A-100 (Mo) u Puoralite A-170, u3
MaTOYHBIX PACTBOPOB COPOLIMU yTHUIIM3UPYETCS
HATpHUEBas CEUTPA B BU/IC TOTOBOM MPOIYKIIUH;

- Co3pnanbl 1a00OpaTOpHBIC U MOJTYTIPOMBIIIJICHHBIC
YCTaHOBKH JIJISl IPOBE/ICHUSI OTIBITOB M UCTIHITAHHIA.
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