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CHUHTE3 U ®M3UKO-XUMHUYECKHAE AHAJIN3bI ME/Ib-KAJIIIAA COJAEPKAIIETO
OTAJTONMAHNHOBOI'O IMI'MEHTA

Annomayusn: B osmom cnyuae @manoyuanunosvii nuemenm Obll CUHME3UPOBAH C UCNOLb30BAHUEM
pmananzuopuoa moueunvi, memaniuyeckon conu Cu'-Ca" 6 xauecmee ocnosvr peaxyuu. Huowe npusedenvi
omoeibHble Memoobl NOLYyHeHUs nuemenma. B mpoyecce cummeza ucnoivb3o8anuch 08a pasHbIX Memood.
MUKDOBOTIHOBYLIL U 8bICOKOMEMNEPAmYpHblll Hacpes. Tlo pesynomaman ucciedo8anuti Ol 8bIOPAH 8MOPOLL CHOCOD
NONYYeHUs. NUSMEHma - Memoo CUHMe3d NPU 8blCOKUX MEMNEpamypax.

Knrwouesvle cnosa: ¢manoyuanun, ecemepoapomamuieckue COCOUHEHUs, DIeKMPOHHOM CKAHUPYIOWEM
mukpockone UK-cnekmpa, mepmozpagumempuieckuti anamu3s, oughgepenyuanbHo-mepmudeckul aHaius.

BBe}IeHHe IIMT'MCHTOB, HGO6XO,Z[I/IMO HaWTH o pacumpuTb

Ha CeFOZ[HﬂHIHI/Iﬁ JACHb HAYYHOC 000CHOBaHME obacTi NPUMCHCHUSA HOBOI'O cocTaBa
pemieHusT psiia 3amad Mo yIy4IICHHIO CBOWCTB H (TaTONNaHMHOBBIX MTUTMEHTOB, CIIOCOOHBIX
3((eKTHBHOMY HCIIONF30BAaHUIO THTMEHTOB Ha [[eJICHATIPABICHHO M3MCHATh aHTHKOPPO3HOHHEIE,
OCHOBE q)TaJ'IOL[I/IaHI/IHOB B MHpPE, B TOM YHCIE!: CTAaTHUYCCKUC )51 JUHAMHUYECCKHEC TTPOYHOCTHBIC
YIOPOIIEHWE IMpolecca CHHTE3a (PTATOIMMAHUHOBBIX CBOKCTBA.
MUTMEHTOB W pa3paboTka Oe30MacHbIX METOJIOB; B srom cnywae ¢ranonuaHUHOBBIA MUTMEHT
CO31aHHUC HOBBIX TUIIOB (I)TaJ'IOI_[I/IaHI/IHOBBIX 6I)IJ'I CI/IHTe3I/Ip0BaH C HUCIIOJIB30BAHUCM
IIUIMCHTOB, paCTBOpI/lMI)IX B BOIAC U paCTBOpI/lTeHﬂX; q)TaﬂaHFl/II[pI/IIla MOYCBHUHBI, MeTaﬂHH‘leCKOﬁ coJin
YBEJINYUTH BBIPaOOTKY (bTanonMaHMHOBBIX Cu'-Ca" B kauecTBe oOCHOBEI peakiuu. Huke
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MMPUBCACHBI OTACIIBHBIC METOAbI MOJIyuCHUA I/ICCHCHOBaHI/Iﬁ 6])1.]'[ BLIGpaH BTOpOI;'I CHOCO6
ourMesra. B nponecce CUHTE3a NCIIO0JIb30BaJIMCh ABaA MOJIYUCHHUS MUTMCHTA - MCTOJ CMHTE3a IPU BBICOKUX
Ppa3HbIX Meroaa: MI/IKpOBOHHOBBIﬁ nu TeMIICpaTypax.

BBICOKOTEMIIEpaTypHbId HarpeB. llo pesynbTaram

Tabauna 1. Maccosoe cootHomienue CuCl u CaClz, nosryyennoe a1s Cu-CaPc, n BiusiHMe TeMIepaTypbl Ha
BBIXO/] MUTMEHTA

Ne CuCl:CaCl: T, °C ®,% Ne CuCl:CaCl: T, °C ,%
1 200 66,3 10 200 69,5
2 111 205 | 844 | 11 128 225 87,8
3 250 73,3 12 250 77,1
4 200 67,5 13 200 75,6
5 11,2 225 85,7 14 143 225 89,6
6 250 74,1 15 250 78,3
7 200 68,1 16 200 73,2
8 1:1,8 225 86,4 17 1:5 225 89,6
9 250 75,4 18 250 78
4K MOy YeHHBIX pe3yaBTaTOB 65110 temneparype 225°C Brixon cocrasun 89,6%. Crano
OOHapy»XeHO, YTO IPH COOTHOLIEHHH HCXOIHBIX SCHO, YTO 3TH PE3YJIbTATHI ABIIAIOTCS ONTHMAIBHBIMU
peareHToB Ui cuHTe3a nurMmeHTa Cu-CaPc 1:4,3 u yenoBusimu utst curresa Cu-CaPc.[1]
90 -
Ngs -
& ——1,1:1
280 - —m-1:1,2
= 1
i 1:1,8
375
= 1:2,6
=70
S . —%—1:4,3
2 65 - .
& 65 —0—1:5
60 T T T 1
180 200 220 240 260
Temneparypa, C

Puc. 1. I'paduueckoe npeacrasienne Maccoporo ornomeHusi CuCl n CaClz, nonyuyennoro aas Cu-CaPc u
BJIMSIHUE TEMIIEPATyPhbI HA BBIX0OJ MUTMEHTOB.

Menp-kanpuuii  copepxammid  QraronuaHuH,
MOJYYEHHBIH METOJOM HarpeBaHMs, ObUI TOJydYeH

pacTBOpEeHHEM

NMUTMEHTOB B 4

Pa3INIHBIX

KOHIICHTPALUSIX CepHOH KUCIOTHL: 1) 60%, 2) 70%, 3)
80%, .4) 90% wu TOJNydeHHBIC NUTMEHTHI OBUIH
WCIIBITaHbI IPU Pa3INYHBIX TeMIieparypax.[1]
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Ta6auua 2. UccinenoBanue MeJHO-KAIbLIMEBOr0 GTAaJOUMAHUHOBOIO MMITMEHTA, CHHTE3UPOBAHHOIO
METO/I0M HArpeBaHHUsI MPH Pa3JHYHBbIX TeMIepaTypax.

Ne | TlurmeHTsl, MOTYYEHHBIE TS Hauanshas Koneunas Ha6romaeMblie H3MEHEHHS
TECTHPOBAHUS temnepatypa °C temnepatypa °C

1 Cu-CaPc-60 180 210 O€IBIi OBIM

2 Cu-CaPc-70 200 210 OeIbIi IbIM

3 Cu-CaPc-80 250 250 He 651510 u3MeneHuii

4 Cu-CaPc-90 250 250 He 6p110 n3MeHeHui

BBIBO}I M3 3THUX PE3YJIbTATOB COCTOUT B TOM, UTO
coZiepKalMi  Melb-Kajdblui  (TaJolaHUHOBBIH
MUTMEHT, TOJIyYeHHBII METOIOM HAarpeBaHHs, Ia

Xopouiue pe3yJIbTaThl. Honst MeIb-KalbIHi
cozepkamero  (TaJOLMAHMHOBOTO IUTMEHTa B
Ipolecce  PacTBOPEHHS B CEPHOM  KHUCIOTE
JKeJaresibHa Kuciora ¢ konentpanueit (80-90) %.
Bropoii METOJ, CHHTE3a MeJb-
KaJIbIIMHACOICPKAIIETO (dTamONNaHMHOBOTO

MTUTMEHTA, TTOJTyYeHHOTO A1l 00pasiia, ObLI MOTydeH
IyTeM HarpeBaHMs. B HalIMX McciIefoBaHMAX MOCIE
CHHTE3a MBI paccMarpuBaeM [ - MOTU(PHUKAIHIO
HOJy4YEHHOTO MeIb-Kaubluid  (HTaJOLUaHUHOBOIO
MUTMEHTa, MOTOMY 4YTO CYyLIECTBYeT OoJblias
notpedHoCTh B [ -Moaudukanuu QraronnaHuHOB.
O}lHa N3 OYCBUAHBIX IPUYXH 3aKITHOYACTCA B TOM, YTO

Moaudukanms o - HecrabuibHa, a MoauduKanus 3 -
Oosee  ycroiunBa. DTaIONUAHWHOBBIA  MEIb-
KaJIbI[UEBEII MMATMEHT, OTOOpaHHBII JUISt
TecTUpoBaHus, Harpesanu 10 250 °C.

Ha ocHOBaHHMM SKCHEPUMEHTOB MBI YBH/ICIH,
YTO MPOIIECCHI CHHTE3a MEIb-KAIBIUI COepPKAIIETO
(TATONMAaHMHOBOTO  MMUTMEHTA  OCYIIECTBISIOTCS
IByMs pa3HBIMEH crocobamu. ComepKamiimii Menb-
KaJbIMiA (PTATOIMaHUHOBEIA MTUTMEHT, TTOTyYeHHBIN
UL aHanmW3a, I[oNydaau  crmocobom 2,  T.e.
HarpeBanueM. [Ipu ncciemoBaHuy mporecca CHHTE3a,
MBI TOJYYHMJIN WH(GOPMALHIO, IS ONpEeNeneHusi, K
Kako MOIU(UKAIIMA OTHOCHUTCS TIOJTYUYSHHBIA MEIhb-
KaJbIUH-y 1epKUBAIOIINNA (hTaoNMaHUHOBBIN
MMUTMEHT.
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Puc. 2.UK-cnekTp (pTaionuaHNHOBOI0 MUTMEHTA, CO/IEPIKAIEro Melb-KaabIuii

B mnurmente Meab-KalbIlMeBOE OOpa3OBaHHE
(TanonMaHMHOBBIX  KOJEL BUIHO B  00JacTH
norioieHus 752 cM-1, odpazoBanue uzounngoiaa CN
+ BHAHO B oOmactu mnoriomeHus 1165 cm-1,
MUPPOJIBHEIC KOJIBIA BUAHEI B 00JACTH MOTJIOIICHHS
1332 cMm-1, aToMBI a30Ta TUPPOIA BUAHEI B O0JIACTH
noriomenus 1419 cm-1, mosBiIseTcs H30MHAONI B

obnactu 1463 cMm-1 ¥ BUAHBI aTOMBI a30Ta B IIOJIE
norsouteHust -N = B obmnactu 1506 cum-1.
[Tony4eHnHas nepuBaTorpaMmMa npecTaBieHa Ha
pUCYHKE 3, KOTOPBIN COCTOUT U3 4 KpUBBIX. AHaNIN3
KpUBOM JMHAMHUYECKOTO TEPMOTPaBUMETPUUYECKOTO
ananmmza (AT A) (kpuBas 2) mOKa3bIBACT, YTO KPUBAst
JTT'A nMmeeT MecTo B OCHOBHOM B 2-X AHaIla30HAX
MHTEHCUBHBIX  TeMIEpaTyp  pazjioxeHus. 1-i
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pazaraeMsIit NPOMEKYTOYHBIH HPOAYKT pasnaraeMeIit MPOMEKYTOUHBIH TOPOIYKT
COOTBETCTBYeT Temmneparype 67-395°C, a 2-it cooTBeTcTBYeT Temmeparype 400-670°C.

700

— 10132 ('O)
— 7.47 (ng)

—— 0.0457 (mgimin)
— 205 @v)

Sample Temperature (°C)

0 2 4 6 8 10 12 14 16 18 20 22 24 26 28 a0 3‘2r3‘4‘

ime (miry

)ab 3 40 42 44 46 48 50 52 54 56 58 60 62 64 68 BB

Puc. 3. lepuBaTorpaMma ¢pTajonMaHMHOBOI0 MUTMEHTA, CO/lepsKallero Melb-KaabIuii
1 TemnepaTypHas kpuBas; 2 - KpuBass fMHaMH4ecKoro repMorpasumerpudeckoro anaamnsa (JIITT'A); 3-
IIpou3BeneHue KPUBOIi IMHAMUYECKOr0 TepMorpasumMerpudeckoro anaausa (JITT'TI); Kpusas 4-J1CK.

ITurment Cu-CaPc mnomyuanu B OTKPBITOM
TUTJIE, CHENaHHOM H3 TEPMOCTOMKOrO OKCHJa
IIOMHHUS ¥ TUIATHHBI YCTOHYMBOTO 10 TEMITEPATYPhI
1650 °C, u TeMnepaTypy NOCTENEHHO NOBbILaNy ¢ 20
°C u nanee. Korna temneparypa gocturaer 100 °C,
ocrarouHast Macca murMeHTa Cu-CaPc cocrasnsier 19
209 wMr, dro BEIpaKaeTCs KaK IPOIEHTHOE
cootnomrenre 20-19 209 = 0,791 mr 91 MxB * ¢ / mr.
Ymenbmenue maccel murmMenta Cu-CaPc mipu takoit
TemIeparype MIPOUCXOTUT n3-3a norepu
ajicopOMpoBaHHO  BOABL, aOCOpPOMpPOBaHHOH B
kommosuiuy. [locnenyromue HaOMOICHUS OBLIH
BhINIOJHEHB! 1pu Temrepatype 200 °C, m ObuIo
o0HapyXe€HO, YTO OCTaToYHasi Macca IUTMEHTa,
n3MepeHHas npu 20 Mr OT HadyaabHOM MAacchl,
m3MeHuiack 1o 17,609 mr. Ymenpmenue% 1mo macce

murmenra Cu-CaPc cocrasinsimo 11,95% ot oOmieit
100% wmaccet mpum 200 °C, a KOJIMYECTBO
norpebisieMo sHeprun cocrasisuio 4,09 MxB ¢ ¢ /
MI. B To ke BpeMsi yMEHBIIEHHE MacChl CBS3aHO C
cyOonmumarelt  GramMMumoB, HE BCTYNMAONMX B
peakmuro ¢ murmerToM Cu-CaPc. Io pesympratam
MIPUBEIEHHOTO BBIIIE aHaIW3a  IIOSIBIICHHE
cuHTe3npoBanHoro nurmenta Cu-CaPc mpomncxonut
B BHJE HEPETYJSIPHO PACIIOJIOKEHHBIX YacTHI, T.C.
amopHo. YeTKkoe J0Ka3aTeNbCTBO ITOTO BHEIIHETO
BHJIa Ha0JII01a7I0Ch Ha n300pakeHusx nurmMenrta Cu-
CaPc, mosyuyeHHBIX IOJ] PacTPOBBIM 3JIEKTPOHHBIM
Mukpockornom (COM) (puc. 4).

[MonpoOHbli aHaMM3 KPUBOH AMHAMHUYECKOTO
TepMOTpaBUMETpUYECKOro aHanusa u kpusoil DSK
IIpUBeieH B Tabmuie 3.

Tabauna 3. AHaJIN3 pe3yJIbTATOB MeIHO-KAJbIHEBOro ¢pragonuannaoBoro nurmediTa DTGA u kpuBoii

DSK
Ne Temmeparypa,’C IloTtepsnnas IloTtepsnnas KonuuectBo
Mmacca, Mr(20) Mmacca, % noTpebIIsieMOl SHEPruu
mukIopu(pV*s/mg)
1 50 19,603 0,397 1,45
2 100 19,209 0,791 291
3 200 17,609 2,391 4,09
4 300 15,406 4,594 5,08
5 400 13,596 6,404 6,93
6 500 10,696 9,304 8,07
7 600 8,996 11,04 4,70
8 700 6,436 13,654 4,32
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B PEIYIbTATE IOTUX ,I[epI/IBaTorpa(l)I/IquKI/IX SJICKTPOHHOT'O CKaHCpa 6I>IJ'II/I IMOJIYYCHBIL npu

HCCIICIOBAaHUN BHIHO, YTO OCHOBHAs MOTEPSI MACCHI
npoucxomuT B muamazoHe 150-675°C mpu BTOpOM
pa3noxxeHun ¢ morepeid maccel 13,654 wmr. IMocne
690°C HuKaKuX M3MEHEHMH He HAOII0aeTCs, M Macca
OCTaeTCsl HEU3MEHHOM.

Muxkpoananus XUMHYIECKHX JJIEMEHTOB
(TaNoONMAHMHOBBIX ~ MEAb-KAJBIMHA  ITMTMEHTOB
mpoBoawIIcs B camoM nipudope ICM u uccnenoBaics
Ha y4acTKax C YCKOpSIoIMM HarpspkenueM 20 k3B u
TokoM 1 HA. B JaHHOM HCCIIEIOBaHUM H300paKECHUS

yBenndeHusix B 200 u 700 pa3 ¢ yckopenueM 30 k3B,
a Taxoke mpu 0,66 1 1,653 MKM BUIUMOTO TIOJIS.
[Tomy4eHHble aHaAMM3bl IOKA3bIBAIOT, YTO HA
nzobpaxkennn  obpasma  nurmenta  Cu-CaPc,
yBenmaeHHoM B 200 1 700 pa3, OTCYTCTBYIOT OCTaTKH
HE  TPOPEarupoBaBIIMX  HCXOJHBIX  BEIIECTB.

Buemnuii Bun 9CM -nzobpaxenus nurmenta Cu-
CaPc oTiuyaercss OT BHEIIHETO BUAA JIPYTUX
IIUTMEHTOB.

EHT =10.00 kv
WD = 8.5mm

Signal A = SE1
Phata No. = 7438

Date 17 Jun 2020
Time :10:00:04

[

EHT = 10.00 kv
WD = 85 mm

Signal A = SE1
Photo No. = 7437

Date :17 Jun 2020
Time :9:58:58

Cu Cu
L I I B L I I LU I D B BN B BN

Puc 4. Meano-kanbumeBblil (PTAJOUMAHUHOBBIN NMTMEHT HA 3JIEKTPOHHOM CKAHMPYIOLIEM MHKPOCKOIe
(OCM) (yBesanuenHoe uzoopaxenue B 200 u 700 pa3) u JaHHbIE JIEMEHTHOT0 AHAJIU3A.

3TO MO3BOJIAET NOITYYUTh HH(POPMAIIHIO O TOM,
YTO peakiys MNpomnula 10 KOHIA, a Takxke o0
JJIEMEHTHOM COCTaBe BEIECTBa, O00pasyromerocs B
peakuuu mapaenpHo. [lokazaHo, dYTO pasmep
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