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Memooamu 31eKmMpPOHHOI MUKPOCKORUU U ZDAHYIOMEMPULECKO20 AHANU3A UCCTIE008AHO
6IUAHUE XUMUUECKOU NPeObICMOPUL NOJYYEHUA NPEKYPCcopa, MOHOKIUHHOU MOOUpuKayuu
a-Bi;0s3, na mopgonozuueckue ocobennocmu cunmesupyemozo u3 Hezo aHmMuUOGAKMEPUATbHOZO
J1eKapCcmeeHHO020 npenapama 0CHO8H020 cyKuunama sucmyma. Ilokazano, umo ocHo6Holi cyKyu-
nam eucmyma cocmasa C-Hy(COOBiO); uenecoobpazno noayuams 63aumooericmeuem oKcuoa
sucmyma a-BiOs ¢ pacmeopom anmapnoii Kuciomel npu MOJAAPHOM OMHOUWLEHUNU CYKUUHAM-
uonoe Kk eucmymy, pasuom 0,6-1,0, u memnepamype npouecca 60-80 °C. Cocmas npodyxkmog oca-
HCOCHUAL NOOMEEPIHCOEH OAHHBLIMU PEHMZEHOPA306020 U XUMUUECKO20 aHAnu308. B kauecmee
RpeKypcopos 8 CuHme3e 0CHOBHO20 CYKYUHAMA 6UCMYMA UCHOTb306ATIUCH 00PA3UbI OKCUOO08 GUC-
Myma paznuiHsIX MOpghoa02uiil, Omaudaouuecs XuMuieckoii npedvicmopueii ux cunmesa. /lna
noLyueHuUss MOHOKIUHHOU MOOupukayuu oxcuoa eucmyma a-BiOs ucnonvzosanuce memoowt, oc-
HOBAHHBIE HA OKUCAUMENbHOM MEPMOSIU3Ee OKCOZUOPOKCOHUMPAMA 6GUCMYMA COCMAGA
[BisO4(OH)4](NO3)s"H20, ocnosnozo oxcanama BiOHC>Os u ocnoenozo kapoonama eucmyma
(BiO)2COs, a maxace wyenounoui oopavomrxe meepoozo [BisOs(OH)4](NOs)s:H20 unu mexuonozu-
yecKkozo pacmeopa eucmyma 6 azomnoi kuciome. Co2nacnHo 0anHbvlM INEKMPOHHOU MUKPOCKO-
nuu, oopazuvt o-Bi,0s, nonyuennvie ¢ pezynomame OKUCIUMENbHO20 MEPMONU3A, NPEOCMAG-
AA10M o001l NceeooMopgho3l, COXpanauiue 00IUK U PA3mMePbl UCXOOHBIX COEOUHEHUTL, KOmOopble
enociedcmeun onpeoealom CpeOHull pamep azpezamos 4acmuy, 00pazyloujuxca 6 NopouIKax
OCHOGHO020 CYKUUHAmMA eUCMyma. Imo noomeepHcoaemca maxiice OAGHHIMU OUCHEPCUOHHOZ0
ananuza. Ha ocnosanuu 0anHbIX OUCNEPCUOHHO20 AHANU3A C UCHONb30BAHUEM «2eoOMempuye-
CK020» Memooa paccuuman CpeoHuil pamep 4acmuy/azpezamos, CmaHOapmHoe OmKiI0OHeHue u
cmenenb acumMmempuu Kpueoii pacnpeoeienusn 07 NOJIYYEHHBIX 00pA3U06 0CHOBHO20 CYKUU-
nama eucmyma. Iloxazano, umo naumeHbWUIl pazmep 4YacmMuy ROPOUIKA OCHOGHOZ0 CYKUYUHAMA
euCMyma coomeencmeyem oopasuy, Hoay4eHHOMYy HPU 00PAdOmKe ARMAPHOI KUCTIOMOIl OKCUOa
sucmyma a-Bi>0s, ocarxicoaemozo npu 0obasnenuu mexnonocuueckozo a30mMHOKUCI020 pacmeopa
8UCMYma 6 pacmeop 2UOPOKCUOA HAMPUA.
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BHCMYTa, METKOKPUCTAJUIMIECKHE TTOPOIIKH, IEKTPOHHAS MUKPOCKOIIHSA, TUCIIEPCUOHHBIN aHAIN3
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BY THE REACTION OF BISMUTH OXIDE WITH SUCCINIC ACID SOLUTION

E.V. Timakova, E.I. Bun’kova, L.I. Afonina, Yu.M. Yukhin

Evgeniya V. Timakova (ORCID 0000-0002-7015-9231)*, Ekaterina I. Bun’kova (ORCID 0000-0002-4081-7619),
Liubov I. Afonina (ORCID 0000-0002-5606-3022)

Department of Chemistry and Chemical Technology, Novosibirsk State Technical University, K. Marks ave., 20,
Novosibirsk, 630073, Russia

Institute of Solid State Chemistry and Mechanochemistry, Siberian Branch of the RAS, Kutatelagze st., 18,
Novosibirsk, 630128, Russia

E-mail: timakova@solid.nsc.ru *, catya.bunkova@yandex.ru, aflu@ngs.ru

Yuri M. Yukhin (ORCID 0000-0001-9261-0364)

Institute of Solid State Chemistry and Mechanochemistry, Siberian Branch of the RAS, Kutatelagze st., 18,
Novosibirsk, 630128, Russia
E-mail: yukhin@solid.nsc.ru

Using the methods of electron microscopy and grain size analysis the influence of the chem-
ical prehistory of obtaining the precursor, monoclinic modification of a-Bi.Os, on the morpholog-
ical features of the antibacterial drug, basic bismuth succinate, synthesized from it has been inves-
tigated. The basic bismuth succinate of the composition C.H1(COOBIO); is shown to obtain expe-
diently by the interaction of bismuth oxide a-Bi>Os; with a succinic acid solution at molar ratio of
succinate ions to bismuth equal to 0.6-1.0 and process temperature of 60-80 °C. The composition
of the precipitation products was confirmed by the data of X-ray phase and chemical analyses. Methods
based on the oxidative thermolysis of bismuth oxonitrate of composition [BisO4(OH)4](NO3)6-H0,
basic oxalate BiOHC,04 and basic bismuth carbonate (BiO).COs, as well as alkaline treatment of
solid [BisO4(OH)4](NO3)s-H>0 or technological bismuth solutions in nitric acid were used for ob-
taining the monoclinic modification of bismuth oxide with different morphology. According to elec-
tron microscopy data, the a-Bi>O3; samples after oxidative thermolysis are a pseudomorphosis re-
taining the appearance and size of the original compounds, which subsequently determine the av-
erage size of particle aggregates formed in basic bismuth succinate powders. This is also confirmed
by the data of the grain size analysis. The "‘geometric’ method was used to calculate the average
particle/aggregate size, standard deviation, and the degree of asymmetry of the distribution curve
for obtained samples of basic bismuth succinate. It is shown that a sample of the basic bismuth
succinate powder with the smallest particle size was obtained after treatment with succinic acid of
bismuth oxide a-Bi,Os, which had been preliminarily precipitated by adding a technological bis-
muth nitric acid solution to sodium hydroxide solution.

Key words: precursor, bismuth (I11) oxide, succinic acid, synthesis, basic bismuth succinate, fine-crys-
talline powders, electron microscopy, grain size analysis

BBEJIEHUE [IpU HapYILIEHUH MO3TOBOT0 KpOoBOOOpaIieHus 1 3a00-

JIEBAHUSIX CYCTaBOB. SIHTapHAast KMCIIOTA HCIIOb3YeTCs
Anrapras kucnora (HOOC-CH2-CHz-COOH) g gayectse akTiBHOrO MHrpefmeHTa Kak caMoCTOS-

ABIICTCA TPETHUM HJICHOM PAJia NBYXOCHOBHBIX TIPC-  pejpHo, TaK M B COYETAHUM C IPYTHMH BEIIECTBAMH, €€
JeTbHBIX KHUCJIOT M MPEACTABISIET COOON MPHUPOIHBIN TPOM3BOHBIMU HIIH CONISIMH — CyKIMHaTamH [2, 3].

MmeTtabomut nukiia Kpebea (1uxi1 TpukapOOHOBBIX KHC- KapGOKCHIaTsl BHCMYTd HAaXOMST IIHPOKOE
JI0T) — BaXKHeHero (hepMeHTaTUBHOTO MpoIIecca, 3a-

HUMAIOIIETo LEHTPaJbHOE MECTO B 0OLIel cucreme
oOMeHa BEIEeCTB U SHEPTHH B JKMBOM opranmsme [1].
bnaromaps 3ToMy SHTapHas KHCIIOTa IITUPOKO MpHMe-
HSETCS B MEAMIIMHE MPH JIEYEHUH aHEMHH, CEPIECIHO-
COCYIUCTBIX 3a00JI€BaHUi, BOCHATICHUN IIUTOBUIHON
JKene3bl, Kak MPOTHBOSANE IIPHU OTPABJICHUSX, a TAK)Ke

MPUMEHEHUE B MEIUIMHCKUX Leisix [4-8]. Tak, ocHOB-
Hasi BUCMYTOBAasl COJIb SIHTAPHOW KHCIIOTHI COCTaBa
C2H4(COOBIO), sBnsiercsi nekapcTBEHHOH cyOcTaH-
et npenapatoB «Biquinol» (Merck, I'epmanus) u
«Pholcones» (Cooper, @paniusi) 1 IpuMeHAETCS s
JICUEHUsI aHTUH, JTAPUHTUTOB U (hapUHTUTOB.
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Coenunenusi BUCMYTa Ul MEIUIMHBI TIONY-
4aroT OOBIYHO OCAXKAECHUEM U3 a30THOKUCIIBIX PACTBO-
poB [9, 10]. ConepxaHne HUTPAT-HOHOB B HHUX IOCTIE
OCaKAECHUA He NoJKHO npeBbimats 0,4%, Tak Kak mo-
CIIEJHHE B JKEIIyJOYHO-KHILIECYHOM TPAKTE MOTYT
TpaHC(hOPMHUPOBATHCS B HUTPUTHI, 00NaAIONINE KaH-
LIEPOTE€HHBIM JEHCTBUEM. B 3T0M CBS3U IPAKTUUECKUI
WHTEpeC TpeJCTaBIsAeT pa3paboTka crocoba momyde-
HUS OCHOBHOTO CYKIIMHAaTa BHCMYyTa B OTCYTCTBHE
HUTPAT-MOHOB IO PEaKUUM B3aUMOJECHCTBHUS OKCHIA
BHUCMYTa C PaCTBOPOM SIHTAPHOM KUCIOTHI.

Ilockonbky mpeBpalieHne HEPacTBOPUMBIX
COEJIMHEHUH BUCMYTa B OpraHU3MeE SIBISIETCS TeTepo-
TeHHBIM MPOLIECCOM, KOTOPBIH TUMUTHPYETCA AU dy-
3UeH, TO Uil YBEIUYEHHUsI €€ CKOPOCTH HEO0OXO0AUMO
U3MeNIbYeHUE YacTHLl TBepAoro pearenrta. Kak cnen-
CTBHE, HauOONbIICH TEepParneBTHUYECKOW aKTHBHOCTBHIO
OyayT 00Ja1aTh MEIKOKPUCTAJUTHYECKHE CYOCTaHIINU
coenuHeHmit BucMyTa [11]. Mopdonorudeckue oco-
OCHHOCTH MOJIy4aeMbIX BUCMYTCOAEPKAIINX CyOCTaH-
Ui 11e1eco00pa3Ho PeryInpoBaTh MPH HCIIOIb30Ba-
HUHM TBEPIBIX IPEKYpCOPOB, MMEIOLIMX Pa3IUIHYIO
XUMHUYECKYIO TPEABICTOPHIO.

[Topomky MOHOKJIMHHOW MOIUDHUKAIINU
a-Bi;03 00bIYHO MOJYYAIOT B pe3yibTaTe Iepepa-
OOTKH a30THOKHCJIOTO pacTBopa BucMyTa [12] mmm
TIPU OKUCIIUTEIIEHOM TEPMOJIN3€E OCAKIAEMBIX U3 HETO
B Pe3yJIbTaTe THAPOJIUTUYECKON MepepabdoTKH OKCO-
HuTpatoB BucmyTa [13, 14]. IIpu Tepmonuse a30THO-
KHUCTIBIX COJIEW IMPOUCXOAUT BBIIEJICHHE B Ta30BYIO
(hazy BpeHBIX OKCHJIOB a30Ta, IIO3TOMY OCOOBIN WHTE-
pec B KauecTBE NPEKypCOPOB MPEACTABISIOT KapOo-
HaThl U OKCaJlaThl METAJIJIOB, B pe3yJbTaTe TepMHUe-
CKOT'O Pa3yioK€HUs] KOTOPBIX BBIIEISIOTCS OKCUIBI YT-
Jjepoja U BOJa, a TaKkXKe 00pazyroTcs MEITKOKPUCTAN-
JIMYECKUE OPOIIKH OKCHIOB MeTaiioB [15-17].

B nHacrosmeii pabote ¢ npuUBJIEYUEHUEM METO-
JIOB 3JIEKTPOHHONW MHKPOCKONHMH W JHUCIIEPCHOHHOTO
aHalM3a JAETaJbHO O0CYXKJaeTcsl BIMSHHE XUMHYE-
ckoil mpeapictopun 0-Bi:O3 Ha Mopdonoruyeckue
ocobeHHOCTH JekapcTBeHHOH cyOctanuun CaHa(CO-
OBi0),, mony4aemoii B cucreme «o-BiOz — pactBop
SHTAPHOMN KHCIIOTBD) C LENbI0 BBIOOpA YCIOBUN CHH-
T€3a MEITKOKPUCTAIIINYECKOTO OCHOBHOI'O CYKI[HATa
BucmyTa (II), HEeoOXomumoro s MEIMIIMHCKHX
MPUMEHEHHH.

METOAUKA SKCITEPUMEHTA

B pabore mcnonp3oBanyu MHHEpalIbHbIE KHC-
JOTHI, COJHM M IIEJOYH KBATU(PHUKAINN «X.4.» WIH
«oc.4.». cXoaHbIH pacTBOp BUCMYTa B a30THOW KHC-
nore (450 1/ Bi) TOTOBMIIM U3 METAITMYECKOTO BHC-
MyTa Mapku Bu 0 cormacHo [18].
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[l moy4eHus: OCHOBHOI'O CYKLMHAaTa BHC-
MyTa HaBECKy SHTApHOW KHMCIOTHI Maccoil 1,5-2,5 r
pactBopsi B 50 M1 AUCTHINTMPOBaHHOM Bonbl. K mo-
JTy9eHHOMY pacTBopy mpu Temieparype 60-80 °C
nmobasistn 5 T a-Bi,O3 1 cMech iepeMeninBay B Te-
yeHue 3 4.

YcnoBus monyuenus 0opasnos o-BizOs, nme-
IOIIUX PAa3IYHYI0 XUMHUYECKYIO TPEABICTOpPHIO (00-
pasusl 1-5), npeacrasneHsl B Taba. 1. B kauecTse 00-
pasua 6 UCroab30BaIH KOMMEPUYECKUH OKCHJ BUCMYTa
a-Bi,0s, Varistor grade, (HEK, I'epmarnus).

ITpexypcopsl 11st ToTydeHust 00pasioB a-BixOs
MyTeM TEPMHYECKOIO PAa3IOKEHUs] TOTOBIJIN CIIENYIO-
oM 00paszoM. ['mapar rekcaHuTpaT TeTparuapOKCO-TeT-
paokco-rekcasrucmyTa (I11) [BisOs(OH)4](NO3)s H20 (na-
Jiee OKCOTHIPOKCOHUTpPAT BHCMYTA) MONYydYAId MPH
pa3baBIeHUN UCXOHOTO PACTBOPA BUCMYTA B a30THOM
KHUCIIOTE AUCTUUIMPOBAHHON BOAOH, HArpeTod 10
60 °C, B cootHomeHuu 1:10. OxcokapOoHAT BHC-
myTa (Bi0),CO3 nomyuanu no6aBIeHUEM HCXOIHOTO
A30THOKHUCJIOT0 pacTBOpa BUCMyTa K 2,5 M pactBopy
kapOoHaTta ammouus ipu pH = 9 u remmnieparype (22 +
2) °C unu o0paTHBIM MOPSIIKOM J00aBIICHUsI peareH-
ToB. OcHOBHOW Okcamar BucmyTa BiOHC;04 momy-
Yajy 00aBJICHUEM a30THOKHCIIOTO PacTBOPa BUCMYTa
B PAacTBOP ILABEJIEBOH KHUCIOTHI TIPU MOJISIPHOM OTHO-
LIEHUH OKCaJIaT-WOHOB K BUCMYTY paBHOMY 1,0 U TeM-
nepatype 40 °C. [lonydeHHble 0caaKu OTPHUILTPOBHI-
BaJly, NPOMBIBAJIM JUCTUJUIMPOBAHHOM BOJOW U Cy-
LIMJIH Ha BO3/yXe.

®Da30BbIii cocTaB 00pa3LOB HCCIEIOBATH Me-
TOJIOM peHTreHOBCcKo# audpakuuu (POA) va nudpax-
tomeTpe (Bruker D8 Advance, ['epmanusi) ¢ ucnosb-
soBanuem usnydenus Cu-Kao (A = 1,5418 A). [Jaunsie
PEHTICHOBCKON AUPPAKUUN COOUPATINCh B PEXKUME
CKaHUPOBAHMs CO CKOPOCTBIO cKanuposanus 0,5°-MuH" B
nuranasone 4° <20 < 70°. ®a3oBblii aHATH3 TPOBOIMIN
¢ ucnons3oBanreM 0a3nl gaHHex ICDD PDF-4 (2011).
MHuKkpocTpyKTypy 00pa3inoB n3ydaid METOAOM CKaHH-
pyromeit anekTporHON MuUKpockonuu (COM) ckaHu-
PYIOIIUM 3JIEKTPOHHBIM MHKpockorioM Hitachi TM
1000 (Hitachi Ltd., Anonus). ['panynomerpuueckuit
aHaJIN3 MIOPOIIKOB BHITIOJHSUIN C HCIIOJIH30BaHUEM J1a-
3epHOT0 aHAJIM3aTopa pa3mepa JyacTui Mukpocaiizep
201A (OOO "BA HUncranst", Poccus).

XuMHYecKoe OTpeeieHHe MaKpOKOJIHYECTB
Bi(IIl) B pacTBOpax MpoOBOAMIA METOJOM THTPOBAHUS
pactBopoM KomiuiekcoHa III, ucmonb3ys B KauecTBe
WHAUKATOpa KCUJIEHOJIOBBI OpaHXeBBIH. MUKpOKO-
muectBa Bi(Ill) ompenensinu ¢dorokoiopumerpuye-
CKH ¢ noauaoM kanus. CoznepxaHue yriepoaa 1 BoJo-
pola B MOJyYEHHBIX 00pa3uax onpeAessuii Moaudu-
LUPOBAHHBIM MeTo/IoM IIperis ¢ rpaBUMETpUYECKUM
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OKOHYaHHWeM aHann3a. KoHIeHTpaIiio HUTpaT-HOHOB
onpeAeI s (POTOKOIOPUMETPUICCKIM METOJIOM C Ca-
yuriiaToM Hatpus [19] mocne nmpenBapuTeabHON 00-
paboTku TBepAbIX BemecTB 2 M pactBopom NaOH mpu
HarpeBaHUM.

Tabnuua 1
YcnoBust noay4enust 06pasuos a-Bi2O3 ¢ paznuunoii
XHMHYECKOH nmpeabicTopueit
Table 1. Conditions for obtaining a-Bi-O3 samples with
different chemical prehistory

O6pazen o-B1205
YCIIOBUSI TOJY4EHHUSI
1 TepMOHI/IS [BieO4(OH)4](NO3)6‘H20
4 4 mpu 600 °C
5 Tepmonus (Bi0)2CO3
4 4 pu 400 °C
3 Tepmonuz BiOHC,04
4 4 pu 400 °C
4 Hlenovnas oOpadboTKa
[BisO4(OH)4](NO3)s-H20
5 [lenounas mepepaboTKa TEXHOIOTHIECKOTO
A30THOKHUCIIOTO PACTBOPa BUCMYTa
6 [IpomsinieHHBIH 00paser, Varistor grade
(HEK, I'epmanus)

PE3VIJIbTATBI U X OBCYXJIEHUE

ITo nanubiM PDA coenuHeHus, UCHOJb3Yye-
MBbI€ JUISl TIOJTYUYEHHUS! OKCHJIa BUCMYTa OKHCIIUTENb-
HBIM TEPMOJIM30M, COOTBETCTBYIOT COCTaBaM:
[BisO4(OH)4](NO3)s-H.O [10], (BiO).COs; (ICDD
000-41-1488) u BIOHC;04 (ICDD 010-77-6175).
[IpoayKThl WX OKHUCIUTENBHOTO TEPMOJIH3a, MIETI0Y-
Hoit 06paboTku [BisOs(OH)4](NO3)s-H2O 1 azotHo-
KHCJIOTO PacTBOpa SBJISAIOTCS MOHOKIMHHON MoIu(u-
Karueit okcuaa Bucmyta o-BioOs; (ICDD 040-03-2034)
(puc. 1, 1). OcraTo4yHoe colep)aHue HUTPAT-HOHOB B
obpasiax a-Bi>Os B mac. %: 0,30 (1), 0,04 (2), 0,05 (3),
0,14 (4) m 0,04 (5).
JlekapcTBEHHYIO CyOCTAHIMIO OCHOBHOTO CyK-
[HATa BUCMYTa IMOJIydaau oOpaboTKoi oOpa3iuoB o-
Bi,0; ¢ pa3znuyHONl XMMHUYECKOM MPEABICTOpHEH pac-
TBOpPaMH STHTAPHOI KHCIIOTHI COTIIACHO PEaKIUH:
BiZOS + C2H4(COOH)2(p_p) —
— C2H4(COOBi0)2| + H20. Q)
CornacHo npanHbpiM POA, nudpakrorpamMmsr
NPOIYKTOB, MOJyYEHHBIX C UCTIONB30BaHUEM OKCHUIOB
BUCMyTa (00pa3ubl 1-5), HOEHTUYHBI U HE COAepXKaT
TUQPaKIUOHHBIX MAKCHMYMOB HCXOJIHBIX BEIIECTB —
0-Bi203; u saraproit kuciorer (ICDD 000-31-1899)
(puc. 1, 1-3). JlaHHBIE XUMHUYECKOTO aHAIM3a TOATBEP-
XKIAI0T, 4To MpoaykTsl nMeroT coctaB C2Ha(COOBIO)..
Tak, oOpa3enr OCHOBHOTO CyKIIMHATa BUCMYTa, IOJY-
YEHHOTO M3 o0pasna 5, cogepxut (Mac. %): Bi — 72,9
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(pacu. 73,85); C— 8,30 (8,48); H- 0,65 (0,71). Conep-
KaHWe HHUTPAT-HOHOB BO BceX 00Opaslax OCHOBHOTO
CyKIMHaTa BucMyTa He npesbimaet 0,02%.

20 30 40 20
Puc. 1. PertreHorpamMmel 06pasiios a-Bi2Os, moaydyeHHoro npu
IIEIOYHOH 00paboTKe a30THOKHUCIIOro pacTBopa BucMyTa (1), u
kBanmudukanun Varistor grade (HEK, T'epmanus) (4), sHtapHOi

KHCJOTHI (2), OCHOBHBIX CYKIIMHATOB BUCMYTA (3, 5), CHHTE3HpO-
BaHHBIX U3 HAX
Fig. 1. X-ray patterns of a-Bi2Os samples obtained by alkaline
treatment of bismuth nitrate solution (1) and Varistor grade (HEK,
Germany) (4), succinic acid (2), basic bismuth succinates (3, 5)
synthesized from them

Janupie PDOA moxaszamu, 4To mocie obpa-
OOTKH PacTBOPOM STHTAPHOW KHCIOTBI MPOMBIILICH-
HOTO OOpasia okcuma BUcMyTa (oOpazer] 6) oOpasy-
€TCSl CMeCh OCHOBHOTO CYKIIMHATa BHCMYTa U OKCO-
kapbonata BucmyTta (Bi0).COs (puc. 1, 5), koTopsrii B
JAHHBIX YCIIOBHSIX HE B3aMMOJEWCTBYET C SHTapHON
kucnotoil. IlpucyrcTBre mocieHero moATBEPKACHO
TaKKe B UCXOJHOM o0pasiie 6 (puc. 1, 4), 4o MOXKeT
ObITh pe3yibpTaToM Xxemocopounu CO,. Takum obpa-
30M, TIPH HEMOCPEACTBEHHOM HCIIONB30BAHUN TIPO-
MBIILJICHHBIX 00pa3iioB Bi;O3 B mpou3BOICTBE JIeKap-
CTBEHHBIX CYOCTaHIIMH BUCMYTOBBIX COJIeH HE0OXO-
MO IpeAyCMaTpUBaTh CTAAMIO UX IPEABAPUTEIbHON
TEPMHUYECKOW 0OPaOOTKH Ha BO3IyXe NPH TEeMIIEpa-
Type 400-500 °C ¢ 1ennro pa3ioxKeHus MPUMeCcH OKCO-
kapOOHaTa BUCMYTa.

Anamus UK u KP criekTpoB 0CHOBHOTO CyKITH-
HaTa BHCMYTa, IIOJIyYeHHOTO U3 o0pasina 5, B cpaBHe-
HUH CO CIIEKTPaMH STHTAPHOW KUCIIOTHI TO3BOIHII Clie-
JIaTh BBIBOJ O XapakTepe XMMUYECKHUX CBS3EH U MoJie-
KYJISIDHOH CTPYKType HCCleayeMoro coequaenus. He-
KOTOPBIC 3HAUCHHS BOJTHOBBIX YHCEI XapaKTePUCTHYE-
ckux nosioc konebanuit B UK u KP cnextpax ocHoB-
HOTO CYyKLIMHATa BUCMYTa U UX OTHECEHUE MPUBEACHBI
B Tabu. 2 [20, 21]. Habmogaemas B UK u KP criekrpax
SIHTApPHOM KHUCJIOTHI cuiibHas monioca npu 1700 el
oOycioBieHHass BaJeHTHbBIMU KoneOaHusM v(C=0)
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KapOOHMIIBHOM TPYIIIEI [22], OTCYTCTBYET B CIIEKTPax
UCCIIEyeMOM COJIM, YTO YKa3bIBaeT Ha KOOPAUHALIUIO
JOBKIBl JIEIPOTOHUPOBAHHBIX OCTATKOB SIHTAPHOU
KHUCIOThI KaTuOHaMu BucMyTa. [losienenue B UK u KP
CIEKTPax OCHOBHOTO CYKITMHATa BHCMYyTa MHTEHCHB-
HBIX XapaKTEPUCTHUECKUX IOJIOC BAJICHTHBIX ACHM-
METPUUHBIX Vis(COO7), cummerpuunbix vs(COO") n
nedopmarroHHbIX 6(COO™) koaebanmii KapOOKCHIIAT-
HMOHOB, a TaK)Ke€ BAJEHTHBLIX KojieOanwii cs3u Bi—O
MOJTBEPXKIAIOT 3TO.

Tabnuua 2
XapakTepuctuieckue mojaocel kojaeoanuii B UK n KP
CIIEKTPaxX OCHOBHOI'0O CYKIIMHATA BUCMYTa
Table 2. Characteristic vibrational bands in the IR and
Raman spectra of basic bismuth succinate

UK (cm?) KP (cmY) OTHecenue mosoc
2055 sosg | ve(CHoLv(CH)
1550 1555 vas(COO)
1400 1445 vs(COO)
1425 1430 5(CHy)

1215 1310 Vas(C*C)
928 951 v{(C—C)
817 _ 3(C-0)
660 _ 5(CO0")
525 590 v(Bi—O)

JlaHHBIE 3JIEKTPOHHOM MHKPOCKONHHU TO3BO-
JUIM TPOCIEIUTh CYLIECTBEHHOE BIMSHHE XUMHYE-
CKOM TIPEIIICTOPUH MOJTYyUSHHUS PEKypcopoB a-BirO3
Ha MOP(]OJIOTHIO CHHTE3UPOBAHHBIX 00PA3IOB CYKIIH-
Harta BuCMyTa. [lokaszaHo, uyTo 06pasiusl a-BiOs, mo-
Jy4EeHHBIE OKHCIUTEIBHBIM TEPMOIM30M COEANHEHUN
[BisO4(OH)4](NO3)s-H20, (BiO),CO3 u BiOHC;0s4,
NPECTABISIOT co00i TIceBIOMOP(O3bI — MOPHUCTHIC
KOMITaKTHbIE 00pa30BaHMs, COCTOSAIIME W3 YACTHII
NPOJIYKTa MPEBPAILEHHUS U COXPAHSIOIINE FE€OMETPH-
YecKHe pasMepsl U YOPMBI HCXOIHBIX YACTHLL ITPEILLIe-
CTBEHHUKOB [23, 24].

Ha puc. 2 npuBeseHbl 3JIEKTPOHHBIE MUKPO-
(dhotorpaduu 00pa3oB OKCHIa BUCMYTa (/151 TprMepa
BBIOpaHbl HauboJee XxapakrepHble oOpasusl 1 u 5), a
TaK)X€ OCHOBHBIX CYKIIMHATOB, MOJYYEHHBIX W3 HUX
npu 00paboTKe pacTBOpPaMH SIHTAPHOW KHUCIOTHI. Tak,
oOpaszery 1 (puc. 2a), MoydeHHBIA TEPMHYECKUM pa3-
JIOKCHUEM TIPU BBICOKOH TeMIlepaType COeJINHEHHS
[BisO4(OH)4](NOs)e-H20, mpencrasnsier coboii orias-
JICHHBIE IPU3MATHYECKOTO BU/IA arperartsl ¢ pa3MepoM
B 0a3zucHou miockoctd 10-30 MM, a o Toimuae 10-
20 mxm. OH XOpOIIO COXpaHWI OOJIMK U pasMephl
CPOCTKOB KOPOTKOITPH3MATHUYECKHX KPUCTAIIIOB HC-
XOJHOTO COCTUHEHUSL.
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Puc. 2. Mukpodororpaduu o6pa3uos a-Bi2Os, momydeHHsIx TEp-
MoutzoM [BisOs(OH)4](NO3)s-H20 (@) u menouHoii 06paboTkoit
A30THOKHCIIOTO PacTBOPa BUCMYTa (8), U 00pPa3I0B OCHOBHOTO
CYKIIMHATA BUCMYTa, CHHTE3UPOBAHHBIX U3 HUX (0, 2)

Fig. 2. Micrographs of a-Bi2O3 samples obtained by thermolysis
of [BisO4(OH)4](NO3)s-H20 (a) and alkaline treatment of bismuth
nitrate solution (), and samples of basic bismuth succinate syn-
thesized from them (6, 2)

IIpn 00paboTKe NAHHOTO OKCHIA SHTAPHOU
KHCIIOTOM TOJy4aeMble YacTHIBI OCHOBHOT'O CYKIHU-
HaTa BUCMYTa (pUC. 2, 6) TaK)Ke COXPaHSIOT IpU3Ma-
TUYECKUH OOJHMK MCXOAHBIX KPUCTAJIOB, HEMHOIO
YBEIMYUBASCH B pa3Mepax 3a cueT 00pa3oBaHUs Ha UX
MOBEPXHOCTH C(EPUIECKUX YACTHI[ KOHEYHOTO MPO-
OyKTa pa3MepoM a0 6-8 MkMm. OOpaboTKa TEXHOJIOTH-
YECKOT0 PAacTBOpPA BHCMYTa B a30THOW KHUCIIOTE pac-
TBOPOM T'MAPOKCHA HATPHUS COTPOBOKAAETCS 00pa3o-
BaHHUEM MEJKOKPUCTAUTMYECKOTO IOPOIIKA OKCHIA
BHCMyTa (00paselr 5), mpeaCTaBIIAIONIEro co0oi arpe-
TMPOBaHHBIE UTOIbYAThIE KPUCTAIIBI JTTUHOM 10 10 MKM
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u TommuHO# 1-1,5 Mxwm (puc. 2, g). CxogHyto Mopdo-
noruto umeer ooOpasen 4. Ux oOpaboTka sSHTapHOU
KHCJIOTON TPUBOJHUT K OOPa30BaHMIO arperatoB pas-
MepoM oT 5 110 20 MKM, KOTOpPEIE B CBOIO OYepeab CO-
CTOAT U3 chepuueckux 0Opa3oBaHUil pasMepoM 1-3 MKM,
MOCTPOCHHBIX U3 TOHKUX HUTOJIbYATBIX YACTHUI] JUTMHOU
1-2 mxm u Tommmuo# 0,1-0,2 MM (puc. 2, 2).

JIyis TIOpPOIIKOB OCHOBHOTO CYKIIMHATAa BHC-
MyTa OBLI MPOBEJICH aHATU3 UX IPaHYJIOMETPHUECKOTO
COCTaBa, Pe3yJIbTaThl KOTOPOTO MPECTABICHBI B TA0M. 3.

Tabnuua 3
Pe3y.]1]>TaT]>I AUCIIEPCUOHHOI'0 aHAJTU3a 06p23HOB ocC-
HOBHOI'0 CYKIIHHATa BUCMYTa
Table 3. Results of grain size analysis for samples of
basic bismuth succinate

N Dy | D[ o sk
MKM
1 4072 3414 | 206 | 041
2 19.6 1701 | 178 | 017
3 536 546 | 2,03 0,13
4 10,8 861 | 261 | 059
5 6,11 483 | 267 | 042
6 13,0 11,28 | 197 | -0,067

Jis cuntesupoBanHbix o0pasnoB CoHa(CO-
OBiO), mpuBeAeHB pacCUUTaHHBIE «TEOMETpHUe-
CKUM» METOJIOM [25] 3HaueHUs CpEeIHErO pa3Mepa Jya-
crui/arperatoB (Di), BeJIMYUHBI UX CTAHIAPTHBIX OT-
KJIOHEHHH (C), CTENIEHN aCUMMETPHH PAaCHpEeAeICHUs
gactull (SK) u 3HaueHus pasmepa 50 macc. % ua-
crur/arperatoB (Dsp). [lonyueHHble 3HaYeHUs CTaH-
JapTHOTO OTKJIOHEHHS G HaxoIITCs B JAMana3oHax
1,62-2,00 mxMm (06pasusl 2, 6) u 2,00-4,00 Mxm (00-
pasipl 1, 3-5), 9To yKa3pIBaeT COOTBETCTBEHHO Ha yMe-
PEHHOE U ILIUPOKOE PacCHpeieIeHHue YacTull 10 pa3me-
pam [25]. OnieHKa CHMMETPUYHOCTH KPUBBIX pacrpe-
JIeJICHUsI 110 BelTm4nHe crereHd acummerpui (|SK | < 0,5)
MOKa3bIBaeT, YTO NPAKTHYECKH IJIsi BCeX 00pas3ioB
acCUMMETpHUSl HE3HAUYMTENIbHA. AHAIU3 IOJyYeHHBIX
PE3YyIbTAaTOB CBUIETENbCTBYET, YTO paclpelesieHHe
YacTHI] TI0 pa3MepaM B UCCIIEAYEMbIX 00pa3iax GJIm3Ko
K HOPMaJBHOMY. JTO IMO3BOJISIET MPEAIOIIOKHUTE, YTO
MPOLIECCHI OCAKICHHUS OKCOHHWTpPATa, OKCOKapOOHATa,
OCHOBHOT'O OKcajlaTa ¥ OKCH/Ia BUCMYTa, a Takxke o0pa-
30BaHUE OCAJKOB OCHOBHOT'O CyKIIMHATa BUCMYTa IIPO-
UCXOJIUT B YCIOBHSIX, OJM3KUX K PAaBHOBECHBIM, U CO-
MPOBOKAAETCS MPOLIECCAMH PEKPUCTATUTU3ALIMHL.

PesynpTarthl AMCIEPCHOHHOTO aHAW3a I0-
POIIKOB OCHOBHOTO CYKIIMHATA BUCMYTa XOPOIIIO CO-

JUTEPATYPA

1. Benit P., Letouze E., Rak M., Aubry L., Burnichon N.,
Favier J., Gimenez-Roqueplo A., Rustin P. Unsuspected
task for an old team: succinate, fumarate and other Krebs cy-
cle acids in metabolic remodeling. Biochim. et Biophys. Acta
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TNIACYIOTCSI C NaHHBIMH DJICKTPOHHOW MHUKPOCKOITHH.
Camplii 6ompmoi pasmep gactul (34,14 MkM) y oc-
HOBHOTO CYKIIMHATa BHCMYTA, MOJIYYEHHOTO W3 OK-
cuia BucmyTa (oOpaser 1) mocne TepMHYECKOTO pa3-
JIO)KEHHSI OKCOTHAPOKCOHHUTpATa BUCMYTa (puc. 2, 0).
Hanmenpmmii pazmep dactur (4,83 MKM) COOTBET-
CTByeT 00pa3ily OCHOBHOI'O CyKIIMHAaTa BUCMYTa, TO-
nmyuyeHHOMY 13 Bi2Os3 (00paserr 5) B pe3yibTaTe menod-
HOM 00pabOTKH TEXHOIOTHYECKOTO BHUCMYTCOJIEpIKa-
LIETO a30THOKUCIIOro pacTtBopa (puc. 2, 2). OTMeTHM,
YTO HCIOJNB30BaHHE B KauecTBE MPEKypcopa OKCHIA
BHUCMYTa, MOJYYCHHOTO IPH TEPMOJHN3E OCHOBHOTO
okcaiiata (o0Opaserr 3), MO3BOJIICT CHHTE3UPOBATh MEJI-
KOKPHCTAITNYECKUE TIOPOIIKU CYOCTAHIINI ¢ HAMMEHB-
LIMM OTKJIOHEHHEM Pa3MEepOB YacTHI] OT CPETHETO 3Ha-
yeHusi. OJJHAKO B 9TOM Cllydae TPEeOYIOTCS JOMOTHU-
TEJIbHBIC MaTEPHUANBHBIC 3aTPaThl HA MPEIBAPUTEIIH-
Hoe nosrydenue BiOHC204.

BBIBO/JbI

Taxum 06pa30M, HUCCJICAOBAHMA, BBIITOJIHECH-
HBIC C HUCIIOJIB30BAaHHUEM METOI0B SHCKTpOHHOﬁ MHK-
POCKOIIMHU U OUCIICPCUOHHOI'0 aHalin3a, CBHUACTCIIb-
CTBYIOT, YTO MOP(OJIOTHS U pa3Mep YaCTHII TIOPOIIKOB
OCHOBHOI'O CyYKIIMHAaTa BUCMYTa CYILIECTBEHHO 3aBUCAT
OT XUMHYECKOH MPEABICTOPUH 00pa3IIoB MPEKYPCOPOB
a-Bi,0s. TTokazano, 4TO MEIKOKPUCTAIUTHYECKHN T10-
POIIIOK OCHOBHOT'O CYKITMHATa BHCMYTa MOXET OBITh
CHUHTE3UPOBAH U3 OKCHJId BUCMYTA, IOJTYYCHHOTO OCa-
KACHHUEM M3 Aa30THOKHUCIOIO pacTBOpa MMECJIOYHBIM
TUJIPOJIU30M, C MOCIEAYIOUIMM €r0 B3aUMOACHCTBUEM
C pacTBOpOM HHTapHOﬁ KHCJIOTHI. MeTO,I[LI QJICKTPOH-
HOH MHUKPOCKOIINU U JUCHIEPCUOHHOT'O aHaIn3a 1ejie-
co00pa3HO UCIMONB30BaTh Ui MOP(HOIOTHUECKOro
KOHTPOJIA COGIH/IHGHI/Iﬁ BUCMYTAQ, UCIIOJIB3YEMBIX B Ka-
YecTBe JICKAPCTBEHHBIX CyOCTaHIIHIA.

Aemopul  3aaenarom 00 OMCYMCMBUU KOH-
@auxma unmepecos, mpedyoue2o pacKkpuimus 8 OaH-
HOU cmambve.
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