Journal of Siberian Federal University. Chemistry 2024 17(2): 227-237

EDN: IBBVIC
YK 542.65:66.093:661.887

Obtaining High Purity Basic Bismuth Carbonate
for Antiulcer Drug

Ekaterina S. Koledova** ",

Anastasia D. Tyumentseva® ¢ and Yuri M. Yukhin?®

“Institute of Solid State Chemistry and Mechanochemistry SB RAS
bNovosibirsk State Pedagogical University

“Novosibirsk State Technical University

Novosibirsk, Russian Federation

Received 14.09.2023, received in revised form 22.02.2024, accepted 07.05.2024
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containing nitric and lactic acid solutions after the addition of these solutions to ammonium carbonate
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IlosryyeHHne 0CHOBHOI0 KapOOHATAa BUCMYTA BbICOKOI YMCTOTHI

JJ151 MPOTHBOSI3BEHHOT0 JIEKAPCTBEHHOI0 Mpenapara
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AnHOTanus. Metogamu peHTreHo(pa30Boro, rpaHyJIOMEeTPUYECKOr0, aTOMHO-a0COPOIMOHHOTO
M XUMUYECKOT'0 aHAJIU30B, a TAKKE IEKTPOHHON MUKPOCKOIIUH HCCIIEIOBAHA THAPOIUTHICCKAS
nepepadoTKa METaUIMYECKOT0 BUCMYTa C MOJIy4YeHHEM OCHOBHOI'O KapOOHATa BHICOKOH YHCTOTHI.
IIpoBeneHo cpaBHEHHE CIIOCOOOB MOMYUYSHHSI OCHOBHOT'O KapOoHaTa BucMyTa coctaBa (Bi0),CO;
OCaKJICHUEM M3 BUCMYTCOJIEPIKAIIMX a30THO- U MOJIOYHOKHCIIBIX PACTBOPOB IPU JOOABICHUHU MX
K pacTBOopaM KapOOHAaTa aMMOHUSI, a TAKXKE ITyTEM B3aUMOJICHCTBUSI OCHOBHBIX HUTPATOB BUCMYTA
Pa3IMYHBIX COCTABOB C PACTBOPOM KapOoHaTa aMMoHUS. OTpeiesieHb! yCI0BHs 00pa30BaHUS OCHOBHOTO

kapOonata Bucmyta coctasa (BiO),CO; BEICOKOI YHCTOTHI.

KuaroueBble ci10Ba: 0CHOBHOM Kap6OHaT BHCMYTa, OKCUJ BUCMYTAa, a30THAA KUCJIOTA, MOJIOYHAA

KHCJIOTa, Kap60HaT aAMMOHMU A, OCAXKICHUC.

Citation: Konenosa E. C., Tromernnesa A. /1., FOxun 0. M. ITonyueHne ocHOBHOr0 KapOoHaTa BUCMYTa BHICOKOH YHCTOTHI JUIs
IIPOTHBOSI3BEHHOT 0 JIeKapcTBeHHOT0 npemnapara. J. Sib. Fed. Univ. Chem., 2024, 17(2), 227-237. EDN: IBBVJC

CoeMHeHNs BUCMYTA HIMPOKO UCIIOIB3YIOTCS B MEAUILIMHE TP M3TOTOBJICHUH AHTHCETITHIECKUX
IpernapaToB, a TAKXKe JEKaPCTBEHHBIX CPEICTB AJis OOPHObI € XKeTyI0UHO-KHILIEYHbIMU 3a00JIeBaHU-
samu [1, 2].

OcHoBotii kapooHat BucMyTa coctana (Bi0),CO; (cyOkapOoHaT BuCMyTa, OKCOKapOOHAT BUCMYTa,
KapOOHAT BUCMYTHJIA) UCTIONB3YeTCsl B KauecTBe (papMakoreifHoro mpenapara 3a pyoexom [2—4] mpu
JIeYeHNH 3a00IeBaHMH JKeNTyIKa U IBEHAIIATUIICPCTHON KUIIKH, TaCTPUTA THUIIA B, mpu4nHON KOTOpOro
siBisietcst Oakrepust Helicobacter pylori, a Takxe oTMedaeTcs [5], 4To 3TO caMoe pacipocTpaHEeHHOE
coeinHeHMe BUCMYyTa B papmakosnioruu. Kapoonat BucmyTa cocrtasa (Bi0),CO;:0.5H,0 npumensiercs
JUTSI JICYCHM ST BHEJICTOUHBIX (opM TyOepKyse3a u OosnesHel sxemyaka [6]. KapOoHats! kanuns, HaTpHs
Y aMMOHHUSI OCaXK/IAI0T U3 PACTBOPOB COJIEH BUCMYTa OeJble 0CaJKH, NPEACTaBIAIoINEe COO0H OCHOB-
HOIi kKapOoHat BucmyTa [7].

OOBIYHO COETMHEHUSI BUCMYTA MOJIYYaOT PACTBOPEHUEM METaJUTMUYECKOr0 BUCMYTa B a30THOM
KHCJIOTE, TIOCKOJIBKY OHa SIBJISICTCSI OJHUM U3 JIyUIINX PAaCTBOPHUTEIEH BUCMYTa U €ro cIljiaBoB. B ka-
YECTBE MCXOHOTO CHIPhS HCIOIB3YIOT BUCMYT Mapku Bul, cogepskamuii He meHee 98 % BucmyTa
u He 6onee 1,8 % cBuna, 0,12 % cepebdpa, 0,01 % mexn. OgHUM U3 TPeOOBAHUM, MTPEABABISIEMBIX
K JIEKaPCTBEHHBIM IIpernaparam, siBJIsSeTCsl BRICOKasi 4ucToTa. Tak, B 3apyOekHbIX (hapMaKkonesx K oc-

HOBHOMY Kap60HaTy BUCMYTa MIPEABABIIAIOT CJIICAYIONINEC TpC6OBaHI/IiI I10 YUCTOTE: XJIOPUJAbI — HE Ooiee
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0,05 %, miemovHbIC U MICJIOYHO3EMEIbHBIC MeTaJlIbl — He 0osiee 1,0 %, Hutparsl — He 6osee 0,4 %,
cepedpo — He 6omee 0,0025 %, mprmbsik — He 6onee 0,0005 %, mens — He Ooxree 0,005 %, cBuHeI —
He 6onee 0,002 % [3]. B Poccuu ocHOBHO# kapOoOHAT BUCMYTa IIPOU3BOIUTCS TOJIBKO KBAJTU(DHUKAIIH
«» (TY 6-09-02-217-77) ¢ conep>kxaHueM: OCHOBHOTO BellecTBa — He MeHee 99 %, HepacTBOPUMBIX
B a30THOI1 kuciore Bemects — 0,01 %, xmopunos — 0,2 %, cyiabsdharo — 0,1 %, HIETOIHBIX U IIETOYHO-
3eMeIBHBIX MeTaILIoB — 1,5 %, obmero azora — 0,1 %, sxxenesa — 0,02 %, cepedpa — 0,001 %. [Ipu sTOM
TEXHUYCCKHUMH YCIOBUSIMH HE HOPMHUPYETCS TaKe COACPKAHUE CBUHIA, a TAKKE OTMEUYACTCs, YTO IPO-
IYKT IPeTHA3HAYCH TOIBKO JIJIs1 TaOOPaTOPHOTO WITU MMPOU3BOACTBEHHOTO IIPUMEHEHU S, HE TIOIJICKUAT
UCIIOJIB30BAHUIO B chepe oOpaleHusI JICKapCTBEHHBIX CpencTB U He BKItoueH B [ PJIC PO.

B paboTe [8] mpeaiokeHbI ciocoObI MOTyYeHHsI OCHOBHOTO KapOOHATa BUCMYTa Iy TEM OCaK/Ie-
HUS U3 a30THOKHUCIIBIX PACTBOPOB B pe3yJIbTaTe A00ABJICHUS K HUM PacTBOPOB KapOOHATa aMMOHUS
WIH ITpH 00paTHOM Topsiike NoOaBieHus peareHToB 1pu pH > 7 u remneparype (22+2) °C. B o6onx
CIIydasix COBMECTHO C BUCMYTOM OCaXIAaFOTCSI U OCHOBHBIC IIPUMECHBIC METAJLIIbI — CBHHEII, Cepedpo
U Jp., BCIICACTBHE YeT0 HEOOXOIMMa IpeIBapUTeIbHAS OYHCTKA. [IpenioxeH BapuaHT IMONYUCHUS
OCHOBHOT'O KapOOHAaTa BUCMYyTa BBICOKOH YHCTOTHI MyTEM MPEABAPUTEIBHOIO OCAKICHHUS U3 a30T-
HOKHCIIBIX PacTBOPOB OCHOBHOTO HUTpaTa BucMyTa coctaBa BigO4(OH)4(NO;)s'H,O ¢ manpHeiimieit
00paboTKOM JAaHHOTO MPEKypCcopa PacTBOPOM KapOOHAaTa aMMOHHUS.

B HacTosImelt craTbe IpoBEICHO CPaBHEHHE CIIOCOOOB MONYYCHHSI OCHOBHOT'O KapOoHaTa BHUC-
MyTa OCaXJICHHEM U3 a30THO- U MOJOYHOKHCIIBIX PACTBOPOB, a TAKIKE 110 PEAKIIHH B3aUMOICHCTBHS
OKCOTHJIPOKCOHUTpATa BUCMYTa C PaCTBOPOM KapOOHATa aMMOHUS C LEIBIO MOTyYCHUSI OCHOBHOTO

KapOoHaTa BUCMYTa JJISl MEIUIUHBI.

MarepuaJibl U METObI

Pentrenodazossriii ananmu3 (POA) mponykToB peakmuu mpoBoauiu Ha nudpakromerpe Bruker
D8 Advance ¢ ucnonb3oBanreM Cug,-H3JIydeHHs B quana3oHe yrioB 4° < 20 < 70° ¢ marom 0,02°
Wnentudukanus ¢has3 mpoBOAHIACH C MCIIOIB30BAHUEM ITOPOIIKOBOH 0a3bl qaHHbIX PDF-4 (2011 1.)
[9]. Onpenenenne MakpOKOIUYECTB BUCMYTa B paCTBOpaxX M 0CaAKaxX MPOBOAUIN TUTPOBAHUEM KOM-
niekconoM (I11) ¢ ucnonp30BaHMEM B KadecTBE HHAMKATOPA KCHIICHOJIIOBOTO OPAaHKEBOr0, @ MUKPO-
KOJIMYECTBA BUCMYTa OMpeaessuii (POTOKOJIOPUMETPUYECKU B IpUcyTcTBUU nonuaa kanus [10]. Ko-
JMYECTBCHHBII aHaJIN3 Ha IIPUMECHBIE METAJIIBl OCYIECTBIISIIIM aTOMHO-a0COPOIIMOHHBIM METOJIOM
Ha cnekrpodoromerpe Varian AA 280FS (Acrpanus). CozpepikaHue HUTPAT-HOHOB B OCHOBHOM
KapOoOHaTe BUCMYTa ONpPEIEISIN T0Ce UX NEPeBoJa B pPAaCTBOP MyTEM IIpeIBAPUTEIBHONH 00paboT-
KM OCHOBHOTI'0 KapOoHaTa BUCMYyTa PaCTBOPOM I'MJIPOKCH/Ia HATPUS C KOHLEHTpAMEe! 3 MOJIb/J MpH
temneparype (70-90) °C. lnst onpeneseHus KOHIEHTPAIMH HUTPAT-HOHOB MCIIOIb30BAJIN KOJIOPHME-
TpUYECKHUI METON ¢ canunuiaroM Hatpus [11]. 3mepenue 3Hadenuii pH pacTBOpoB OCYIECTBIISIIN
pH-metpe OP-264/1 (BeHrpust) ¢ MOMOIIBIO CTEKJISTHHOTO MJIM OOHOBIISIEMOTO TBEPJOTO JIEKTPO/A.
VYaenbHy0 MOBEPXHOCTh U3Mepsin MetogoM BOT, mepes mpoBeneHUeM H3MEPEHUN 00pasIlbl MPO-
rpesanu B Toke Ar/He npu remnepatype 100 °C B reuenne 30 MuH. I'paHyIoMeTpUYeCKUH aHAIN3 TIO-
POIIKOBBIX MaTE€PHAJIOB IPOBOIUIIH C IIOMOIIIBIO JIA3€PHOTO aHAIN3aTOPa pa3MepoB YacTUI] MHUKpo-
caitzep 201A (OOO «BA Hucrant», Poccust), nepen nmpoBeneHreM aHalin3a o0pasisl MOABEPTalnuch
yIIBTpa3ByKoBoi 00padoTke (200W) B reuenue 30 cek. DNEKTPOHHO-MUKPOCKOITUYECKUE CHUMKH I10-

JyYalld C HCIOJIB30BAaHUEM CKaHHUPYIOMIEro deKTpoHHOTo MuKpockora Hitachi TM 1000 (SImonus).
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B pabore ncrnosb30Baii MUHEpaIbHbIE KUCIOTHI, COJH U OCHOBAHUSI KBAJIU(DUKALIUH «XU».

B kauecTBe TpPEKypcopoB HCIOIb30BAIM OCHOBHBIE HHTpaThl BHCMyTa COCTaBOB
BisO4(OH)4(NOs)s'H O (puc. 1, 1), [BigOs(OH)3](NOs)s3H,0 (puc. 1, 2) u [BigO7(OH),](NOs),2H,0
(puc. 1, 3). OcHOBHOM HUTpAT BUCMYTA MCIIOJIb30BaIN KBadu(uKkanun «varistor grade» gupmsr Vi-
tal Materials Co., LTD (Kwuraii), KOTOpBI# 10 pe3yibraTaM HallMX HMCCIIEIOBAHUN COOTBETCTBYET
COCTaBy TpHUTHApaTa OocHOBHOro HHUTpaTa BUcMYyTa [BisOs(OH);](NOs)s-3H,0. INomydyenne MoHoru-
JpaTta W JUrujapaTa OCHOBHbIX HUTpaToB BUcMyTa cocTtaBoB BigO4(OH)4(NO;)s'H,O (ypaBHenue 1)
n [BigO7(OH),](NO;),2H,0 (ypaBHeHHe 2) IPOBOAMIN IyTEM JOOABICHHS BUCMYTCO/AEPKAILETO
A30THOKHUCIIOr0 PacTBOpa K pacTBOPY KapOoHaTa aMMOHUs Tpu Temneparypax (60+3) u (22+2) °C,

3HaueHusx pH cmecu 1 1 8§ COOTBETCTBEHHO.

6B1(NO3)3 + 6(NH4)2CO3 + 3H20 —
— BigO4(OH)4(NO3)¢-H,0 + 6CO, 1 + 12NH,NO;. 1)

6BI(NO3)3 + 8(NH4)2CO3 + 3H20 —
— [BigO7(OH),](NO3),2H,0 + 8CO; 1 + 16NH,NO; ©)

Oxkcua BucmyTa ucnoib3obanu ¢pupmel HEK, T'epmanus (nanee — Bi)O; (1)), a Takxke TexHuye-
CKUH OKCHJ] BUCMYTa, II0JTyYeHHBI HAMH M3 METAJNINYECKOr0 BUCMYTa Mapku Bul. B pesynbrare ero
pacTBOpEHUs B a30THOW KUCIIOTE TI0JIyYalid pacTBOPBI, coaeprkaine 292,6 /1 BUCMYyTa, U3 KOTOPBIX
no0aBJICHUEM THIPOKCUIA HATPHUS C KOHICHTpanuel 5 Mois/m 1o 3Hadenus pH 12 ocaxknanu BiyOs
(I1). Ob6a okcuna, no ganHbiM POA, npencTaBisitoT co00 MOHOKJIMHHYIO Mogudukanuio o-Bi,0;
(puc. 1, 4).

Intensity
W

26, deg

Puc. 1. Judpakrorpammbl BigO4(OH)4(NO3)sH,0 (1); [BigOs(OH)3](NOs)s3H,0 (2); [BigO+(OH),](NOs),2H,0
(3); Bi203 (4); (Bi0),COs (5)

Flg 1. Diffraction patterns 0fB16O4(0H)4(NO3)6H20 (1), [B1605(OH)3](N03)5 3H20 (2), [B16O7(0H)2] (NO3)22H20
(3); Biy0; (4); (Bi0),CO;5 (5)

— 230 —



Journal of Siberian Federal University. Chemistry 2024 17(2): 227-237

DJIEKTPOHHO-MUKPOCKOITNYECKHE MCCIICIOBAHMSI II0KA3ali, YTO OCHOBHOW HUTPAT BUCMYTa CO-
craBa BigO4(OH)4(NO;)¢'H,O mpencraBnser co00i CPOCTKH KOPOTKOMPU3IMATHICCKUX KPUCTAIIIOB
C HauOOJIBIIIM Pa3MepPOM B 0a3HCHOM MJIOCKOCTH 1—5 MKM 1 TomuHON 1-3 MM (puc. 2a). Obdpaserr
[BisOs5(OH);](NO;)5:3H,0 mMopdonoruvecku mpeacTaBisetr co0oi yaTnHEHHBIC TI0CKOIPU3MATHIC-
CKHE KPHUCTAJUIBI ¢ pa3MepamMu B OasucHOU miiockocTH 10—20 MKM ¥ TOJNIMHON mOpsiaka 1-3 MKM
(puc. 26). OcHoBHOM HUTpaT BUcMyTa cocTtaBa [BisO7(OH),](NOs),2H,0O — arperatsl, cocrosmiue
M3 4acTHI[ pa3Mepamu okosio 1 MxM (puc. 26). Oxcug BucmyTta Bi,O; (1) mpeacrasisier co0oit yacTu-
1Bl OKPYTJIOH (OpMBI, pazMepoM 1-5 MkM (puc. 2¢2), Bi,O; (II) — uronpuareie kpuctauis AnnHOH 5—10
MKM | TOJIIIUHOMN He 00siee 2 MKM (puc. 20).

[TomyyeHne OCHOBHOTO KapOOHAaTa BUCMYTa ITyTeM OCAXKJCHHS W3 a30THOKHCIBIX PAcTBOPOB
(ypaBHeHUE 3) MPOBOAMIIH IPHU CICAYIOIIMX YCIOBUsIX (Ta0I. 1). A30THOKHCIIBINA BUCMYTCOACPIKALIUN
pacTBOp J00aBISIN IIPU IEPEMEIIHBAHIH K PACTBOPY KapOoHaTa aMMOHHS ¥ IIEPEMEITUBAIIA CMECh

B Teuenue 30 MuH.

i Ok

Puc. 2. Dnexrponnsie Mukpogororpaduu odpasmnos: BigO4(OH)4(NO;)sH,O (a); [BigOs(OH);](NOs)s:3H,0 (6);
[BisO7(OH),](NOs),2H,0 (8); Bi,O5 «varistor grade» (e);, BiyOs, mony4eHHOro ocakIeHUEM U3 30 THOKHUCIIOTO
pactBopa (0)

Fig. 2. Electron microphotographs of samples: BisO4(OH)4(NO;)s'H,O (a); [BisOs(OH);](NO;)s:3H,O (b);
[BigO7(OH),](NOs),2H,0 (c); Bi,0s, varistor grade (d);, Bi,O; obtained by precipitation from nitric acid solution (e)
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Tabnuna 1. YcinoBust npoBeaeHUs OCaKICHUS BUCMYTa U3 a30THOKHCIIBIX PACTBOPOB

Table 1. Conditions for bismuth precipitation from nitric acid solutions

Ne cunresa Cp-;;\e;i)l\-]l-ll-i;;CO% VBi:Al;Nm’ [l;i:’??;' T, MUH T, °C pH wmart. [};i];l:/a;'
1 2,5 36 454.575 30 (22+2) 8.8 0,0044
2 0,5 423 38.67 30 (22+2) 7.2 0,0021
0,5 441 37.1 30 (60+3) 8.7 0,0022
2Bi(NO;); + 3(NHy),CO; — (BiO),CO; + 6NH4NO; + 2CO, 1. 3)

[MonyyeHne OCHOBHOTO KapOoOHaTa BUCMYTa MyTEM OCAXKJCHHsS U3 MOJIOYHOKHCIIBIX PACTBOPOB
(ypaBHeHwus 4, 5) mpoBoxuiIy Npu cieayromux ycrnosusx. Hasecky 10 r okcnga Bucmyra Bi,O; pac-
MyJILHOBBIBAIN B 50 MJI pacTBOpa MOJOYHON KHCJIOTHI C KOHIIGHTPALKEH 2 MOJIB/I IIpH TeMIiepaTy-
pe (60£5) °C, nmony4eHHyI0 cMech MPHOABISUIN K PacTBOpPY KapOOHaTa aMMOHUS ¢ KOHICHTpanuei
2,5 Moab/n 1 nepeMentuBaiu B TeueHue 30 mun. ComepikaHue BUCMYTa B MAaTOUHHUKE COCTABJISIIO
0,0208 B crydae Bi,O; (1) u 0.017 r/n B cmyuae Bi,O5 (II).

Bi,0; + 6C sHs0; — 2Bi(C ;H;05); + 3H,0. @)

2Bi(C 3Hs03); + 3(NH,),CO; — (Bi0),CO; + 6NH,C ;H50; + 2CO, 1 )

[TonydyeHne OCHOBHOroO KapOoHaTa BUCMYTa 0 PEAKLUSIM B3aUMOJICHCTBHUSI OCHOBHBIX HH-
TPaTOB BUCMYTa C pacTBOPOM KapOoHaTa aMMOHHUs (ypaBHEHHs 6—8) MPOBOAMIIM MPH YCIOBUSAX,
MPUBEACHHBIX B Ta0u. 2. HaBecky OCHOBHOTO HUTpaTa BUCMYyTa 00pabaThiBaly P MEpEeMelIH-
BaHMM U Temneparype (22+2) °C pacTBopoM KapOOHAaTa aMMOHHUS ¢ KOHIIEHTpanuei 2.5 MoJb/a

B TeueHue 2 4.

BigO4(OH)4(NOs)sH,0 + 3(NH,),CO; —
s 3(Bi0),CO; + 6NH,;NO; + 3H,0. ©)

[BigOs(OH);3](NO3)s3H,0 + 3(NH4),CO3;—
—’3(810)2CO3+5NH4NO3+4H20 + NH4OH (7)

[B1607(OH)2](NO3)22H20 + 3(NH4)2CO3—>
—3(Bi0),COs+2NH;NOs+H,0 + 4NH,OH. (8)

Tabnuma 2. YenoBust 00pab0TKH OCHOBHBIX HUTPATOB BUCMYTa PacTBOPOM KapOOHATa aMMOHUS

Table 2. Conditions for the treatment of basic bismuth carbonates with ammonium carbonate solution

Ne cuHTE3a CocraB npekypcopa Mygpeckns T T, °C pH mar. [Bi] B Mat. p-pe, r/n
BigO4(OH)4(NO;)s-H,O 100 (45£5) 9.0 0,001
2 [BigOs(OH)5](NOs)s:3H,0 100 (22+2) 8.7 0,0008
3 [Bis07(OH),](NOs),2H,0 45 (60+3) 8.5 0,0015
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Bce nonydeHHble TPONyKThl OT(HHIBTPOBBIBAIH, TPOMBIBAIN JAUCTUILINPOBAHHON BOIOW MpH

temneparype (60+5) °C u cymmiin Ha BO3TyXe.

Pe3yiabTaThbl U 06cyiKACHHE

[To nanubiM POA nonydyeHHbie 00pa3ibl OCHOBHBIX KapOOHATOB BUCMYTA MICHTHUYHBI U MPE.-
CTaBJISIIOT c000i1 coennuenue cocrasa (BiO),CO; (puc. 1, 5). Pe3yasraTsl MopdoIornieckoro aHaiu-
3a MPOAYKTOB MPUBEACHHBI HAa pUC. 3 U B Tab1. 3. JlaHHbBIE 3MeKTPOHHONH MUKPOCKOIIUH TTOKA3aIH, YTO
BO BCEX HCCIeAyeMbIX 00pa3iax yacTHIIBI COOPaHbI B arperaThl.

Pe3ynbraThl 0 OCaXKACHUIO OCHOBHOI'O KapOOHATa BUCMYTa M3 a30THOKHUCIIOIO PacTBOpa MoKa-
3aJId, 9TO JUISl HOYUYEHHUS NPOAYKTa, YAOBIECTBOPSIOIIET0 TpeOOBaHUAM 3apyOeKHBIX (papMakoreit
1o cojiepkaHuio HUTpaT-uoHoB (He Bbime 0,4 %) [3], TpeOyercst AByKpaTHasi ero MpoOMBbIBKa JIUC-
THUJUINPOBAHHOH BOz0i. OCHOBHBIC KapOOHATHI BUCMYTA, MOJIy4€HHBIE IPYTHMHU CHOCO0aMHM, TAKKe
YIOBJIETBOPSIIOT TPEOOBAHMIO 11O COMCPIKAHUIO HUTPAT-HOHOB (Ta0I. 4).

[To nanHBIM paboTHI [8], ITyTeM Oca)kAEHUSI BUCMYTa U3 a30THOKHUCIIBIX PACTBOPOB MOXKHO IIOJTY-
YUTh OCHOBHOI KapOOHAT BUCMYTa C BBICOKOW yJIEJIbHON MOBEPXHOCTHIO, HO MPH 3TOM HEOOXOAMMO
HCIIOJIB30BaTh IPEIBAPUTEIHHO OUHUIIICHHBIE OT IIPUMECHBIX METAJIJIOB @30 THOKHUCIIBIE PACTBOPHI BHC-
myTa. [Tony4yeHHbIe HaM¥ IaHHBIE 110 BEJIMYMHE YEIbHOW MOBEPXHOCTH YACTHUI] 00pa31i0B OCHOBHOT'O
KapOoOHaTa BUCMYyTa CBHJICTEIBCTBYIOT O TOM (Ta0i. 5), YTO MPOAYKT, HOIYHYEHHBIH ITyTEM OCaXie-
HUSI U3 MOJIOYHOKHCIIBIX BUCMYTCOACPKAIIMX PACTBOPOB, MMEET HanOOJIbIICe 3HAUCHHUE YICIbHOM
TIOBEPXHOCTH, YTO TTO3BOJISET IPEATIOIAraTh BEICOKYIO TEPAEBTUYECKYIO aKTUBHOCTD IIPU HCIIOJb-
30BaHMU €ro B KauecTBe (papMaleBTHUECKOi CyOCTaHIINH.

HccnenoBaHust TpaHyJIOMETPUYECKOI0 COCTAaBa MOJYUYCHHBIX OCHOBHBIX KapOOHATOB BHCMYTa
nokasaJu (Tadi. 5), 4To IPOIYKT, HOIYUYESHHBIH 0CAXICHHEM M3 MOJIOYHOKHCIIBIX PACTBOPOB, CO/IEP-
JKUT YaCTHUIBI AHaMeTpoM He Ooiee 28,6 MkM B konuuecTBe 94,6 %, 4TO TOBOPUT O O0JIee MEIKOM
MPOAYKTE, B CBOIO OU€pe/lb, IS MPOAYKTa OCaXACHUS U3 a30THOKMCIBIX PACTBOPOB PE3YyJIbTaT CO-

craBiseT 89 %, a U1 NpoAYKTa peaKInuu BSaHMOHGﬁCTBHH MOHOTHAPATa OCHOBHOI'O HUTpATa BUC-

Tabnuua 3. Pe3ynbrarhl 2JIeKTPOHHONH MUKPOCKOIIUU 00pa31ioB OCHOBHOTO KapOoHaTa BUCMYTa

Table 3. Results of electron microscopic studies of basic bismuth carbonate samples

Pa3mep yactun
Ne poto dopma gacTuir
JUTAHA, MKM TOJIIIMHA, HE OoJiee, MKM

a ceprueckue 1-2 12

TUTACTUHYATHIC 1-5 0,2
B MJaCTUHYATHIC 5-10 0,2
T TUTACTUHYATHIC 0,5-3 0,2
b1 TIACTUHYATHIC 0,5-3 0,2
S IJIACTUHYATHIC 0,5-3 0,2
K chepuueckue 0,5-1 0,5-1

Ipumeuanue: (BiO),CO; monyueH: ocaxJAeHHEM H3 a30THO- (@, 6, 8) HJIM MOJIIOYHOKHCIOrO (J) pacTBopa; 00paboTKOI
npekypcopoB coctaBoB BigO4(OH)4(NO;)s'H,0 (2), [BigOs(OH);](NO;)s3H,0 (0), [BisO,(OH),](NO3),2H,0 (e) pactBopom
kapbonara ammonus. Konuentpauus pacrBopa kapbonara ammonust: 2,5 (a, e—arc), 0.5 (6, 6) monb/n. Temnepatypa: 22 (a, 6,
2—aic), 60 (6) °C.
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myTa coctaBa BigO4(OH)4(NO;)s'H,0O ¢ pactBopom kapbonara ammonust — 44,7 %. Jlanuble rpaHy-
JIOMETPHUYECKOI0 aHAJM3a COrNIACYIOTCS C JAHHBIMHU DIICKTPOHHOM MHKPOCKOIHUH, PEe3yJibTaTaMu

10 HACBITTHOM MJIOTHOCTH U YJEIbHONW OBEPXHOCTH MPOIYKTOB.

Puc. 3. Dnexrponnsie Mukpodotorpapun (BiO),COs;, moiaydeHHBIX: OCaXKAESHHEM M3 a30THO- (a, 6, 6) WiIH
MOJIOUHOKHCIIOTO (9/¢) pacTBOpa; 00padoTkoii mpexypcopos coctaBoB BigO4(OH)4(NO3)s'H,0 (e), [BigOs(OH)s]
(NO3)s:3H,0 (0), [BigO7(OH),J(NO5),2H,0 (e) pactBOopom KapOoHata aMMoHus. KoHIEHTpauus pacTBopa
kapOoHaTta aMmMoHust: 2,5 (a, e—arc), 0.5 (6, 6) monw/n. Temnepatypa: 22 (a, 6, 2—arc), 60 () °C

Fig. 3. Electron microscopic microphotographs of (BiO),CO; samples obtained by: precipitation from nitric (a,
b, ¢) or lactic acid solution (g); by treatment of precursors BisO4(OH)4(NO;)s-H,O (d), [BisOs(OH);](NOs)s:3H,O
(e), [BigO7,(OH),](NO;),2H,0 (f) with ammonium carbonate solution. Concentration of ammonium carbonate
solution: 2.5 (a, d—g), 0.5 (b, ¢) mol/L. Temperature: 22 (a, b, d—g), 60 (c) °C
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Tabnuua 4. Pe3ynbrarsl U3MKO-XMMHYECKOr0 aHaIM3a MOIYYeHHBIX 00pa3li0B OCHOBHOI'O KapOOHaTa BUCMYTa

Table 4. Results of physicochemical analysis of the obtained samples of basic bismuth carbonate

Ne o6pasia Hccnenyemsrit [NO; 1B 01'[p0}:[yKTe, Hacpinzas \ VYaenbHas ,
pactBop % IJIOTHOCTB, T/CM MOBEPXHOCTH, M%/T
Mar. p-p 241
a 1 mpoMmbIBKa 0.25 0,91 10,068
2 IpOMBIBKA 0.155
Mart. p-p 2.04
0 1 mpombIBKa 0.19 0,58 9,159
2 MpOMBIBKA 0.102
Mart. p-p 2.05
B 1 mpoMBbIBKa 0.175 0,33 9,779
2 MpOMBIBKA 0.101
r Mart. p-p 0.07 1,11 8,261
Mart. p-p 1.39
bit 1 npombIBKa 0.51 1,2 10,998
2 NpoOMBIBKa 0.065
e Mar. p-p 0.18 1,02 12,280
XK Mar. p-p 0.042 0,83 21,321

Ipumeuanue: (BiO),CO; monyueH: ocaxJeHHEM H3 a30THO- (@, 6, 8) MJIM MOJIOYHOKHCIOrO (2c) pacTBopa; 00paboTKOM
npekypcopoB coctaBoB BigO4(OH)4(NO;)¢'H,0 (2), [BigOs(OH);](NO;)s3H,0 (0), [BisO,(OH),](NO3),2H,0 (e) pactBopom
kapboHara amMonus. Konnentpanus pactBopa kapbonara ammonust: 2,5 (a, e—arc), 0.5 (6, 6) monb/n. Temnepatypa: 22 (a, 6,
2—anc), 60 (8) °C.

Tabnuma 5. 'panyIoMeTpHIeCKHi COCTaB OCHOBHBIX KAPOOHATOB BUCMYTa: pa3Mep 4acTUI] BYo- HOM COACPIKaHUH

Table 5. Granulometric composition of basic bismuth carbonate samples: particle size, percentage

Becosas nons uacrui, %
Pasmep gactuir, MKM
1 2 3
1,04 1 0,1 1,8
1,81 3,2 1,3 6,2
3,14 7.4 39 15,7
5,46 13,1 7,7 30,9
9,49 20,5 243 53,9
16,5 30,1 67 75,6
28,6 44,7 89 94,6
49,7 71,7 99,4 100
86,4 95,9 100 100
150 100 100 100

Ipumeuanue: (Bi0),CO; momyuen: obpaboTkoil mpekypcopa coctaBa BigO4(OH)s(NO;)s'H,O (1) pacrBopom kapboHara
aMMOHHSI, OCaXKICHHEM M3 a30THO- (2) UJIM MOJIOYHOKHCIIOTO (3) pacTBopa.
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C 1espio IPOBEPKH BIUSHUS CIIOCO0A MMOJYyYCHHS] OCHOBHOIO KapOOHATa BUCMYTa OCAXKICHUEM
€r0 U3 MOJIOYHOKHUCIIBIX PACTBOPOB HAa CTEIICHh OYHCTKH BUCMYTa OT OCHOBHBIX ITPHUMECHBIX METall-
JIOB HaMU ObUI MoydeH Texuudeckuii Bi,0; (1), comepxamuii (8 %): menu — 4,6:107, cepebpa —
2,982:107%, ceunna — 0,427. 3aTeM ObLJIO NPOBEAEHO PACTBOPEHME MOJYYEHHOIO OKCHIa BUCMYTa
B MOJIOYHOM KHCJIOTE ¢ KOHIIEHTPAIUEH 2 MOJIB/I ¢ AaIbHEHIIINM OCAKICHHEM IIEJICBOrO MPOAYKTa
J00aBJICHUEM ITOJIYYCHHOTO BUCMY TCOAEPIKAIIETO MOJIOYHOKHCIIOTO pACTBOPa K pacTBOPY KapOoHaTa
amMMouus. IToaydeH 0CHOBHOM KapOoOHAT BUCMYyTa, cofepxkamuii (B %): meau — 4,23-107, cepebpa —
2,115-107%, cunua — 0,37. Takum 06pa3oM, HOKA3aHO, YTO JAHHBIA ClIOCO6 He M03BOIIAET P HEKTHBHO
OYHIIATH MOJIYYAEMBbIH MPOMYKT OT MPUMECHBIX METAJIJIOB U JJISl €r0 MPUMEHEHHS HEOOXOIUMO HC-
ITOJTb30BaTh OKCUJ] BUCMYTa KBalTM(UKAIIMK HE HUKE «X9». [Ipr TpoBeIecHNH aHAIOTHYHOTO CHHTE3a
OCHOBHOT0 KapOonara BucmyTa u3 Bi,O; (I), mojgydeH OCHOBHOW KapOOHAT BHCMYTa, COAEPIKALIUI
(8 %): Mmeau — < 1,0-107, cepebpa — 1,79-1074, cBunua — 4,20-107.

3akaroueHne

[IpoBeneHHOE CpaBHEHHE CIOCOOOB TIONYYCHHS OCHOBHOTO KapOOHATa BHCMYyTa COCTaBa
(Bi0),CO; ocaxieHrEM U3 a30THO- U MOJIOYHOKHUCIIBIX PACTBOPOB, & TAKIKE M0 PEAKIIUU B3aUMOJICH-
CTBHS OCHOBHBIX HUTPATOB BUCMYTa C PaCTBOPOM KapOOHATa aMMOHHMsI TIOKA3ajio, 4To JJIs MOoIyde-
HUS TIPOJIyKTa BEICOKOM YHCTOTHI [0 COAEPIKAHHUIO TPUMECHBIX METAIIJIOB LEIeCO00Pa3HO MpeBapu-
TEJIBHO OCAXKIATh BUCMYT B BU/IC MOHOTHApaTa OCHOBHOTO HUTpara coctaBa BigO4(OH)4(NOs)sH,O
U TIPOBOJIUTH €ro 00paboTKy pacTBOpoM kapOoHaTa aMMoHusl. C 1IEJIbI0 MOMyUeHHs] OCHOBHOTO Kap-
OoHaTa BUCMYTa ¢ yIENbHON MOBEPXHOCTHIO nopsaaka 20 M2/T Heaecoo0pasHO PacTBOPATH OKCH ] BHC-
MyTa BBICOKON YHUCTOTBHI B PACTBOPE MOJIOYHOU KUCIOTHI M OCAX/IaTh M3 HEr0 OCHOBHOW KapOOHAT

BHCMYTa 100aBICHHEM PACTBOPa KapOOHATA AMMOHHSL.
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