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CHUHTE3 U AJICOPBIIMOHHBIE CBOMCTBA
HAHOCTPYKTYPUPOBAHHBIX INIOPOLIKOB Mg(OH), 1 MgO

AnHoTanus. OKCH]] MarHus HAXOJHUT IIHPOKOE IPUMEHEHHE B Ka4eCTBE aJJcCOPOCHTA, KaTalIu3aTopa, HACHTH(HHUKATOPA
3arpA3HAIOLIMX XUMUYECKUX U TOKCHYECKHX BEILIECTB, B IPOLEccax BOJO- M ra3004UCTKH. B HacTosmeld paboTe MeTogom
OCAXJACHUSA CUHTE3UPOBAHBI ME3OIIOPUCTBIC MMOPOIIKHU 'MAPOKCH A U OKCHU 1A MarHus, U3y4€Ha UX KPUCTAJIJINYECKas CTPYK-
Typa, MUKPOCTPYKTypa, IpaHyloOMeTpUYeckuil coctaB u ajacopOuuoHHble cBoicTBa. Ilomydennsie mopomku Mg(OH),
1 MgO TIpoIeMOHCTPHPOBAIH BEICOKHE 3HaUEHHs 061Iero o6sema nop — 0,737 u 1,038 cM>/r cOOTBETCTBEHHO, UTO OTKPHIBA-
eT MIMPOKHE BO3MOKHOCTH MX HCIIOJIB30BAHNS B KaUeCTBE HAHOPEAKTOPOB JJIsl CHHTE3a HAHOPa3MEePHBIX N30JIMPOBAHHBIX Ya-
CTHI] ¥ CO3JJaHMsI Ha X OCHOBE IIOJIMMApIIPYTHBIX KaTaJIH3aTOPOB.

KuroueBble c10Ba: OKCH/] MAarHHS, THAPOKCH MarHUs, METOZ OCaXKJICHH, pa3Mep YacTHII, a/ICOPOIIMOHHEIE CBOWCTBA,
ME30IIOPHUCTHIN MMOPOIIOK
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SYNTHESIS AND ADSORPTION PROPERTIES OF NANOSTRUCTURED POWDERS Mg(OH), AND MgO

Abstract. Magnesium oxide has found applications as adsorbent, catalyst and ideutifier of the contamination of chemi-
cals and toxic substances in the processes of water and gases purification. In this work, mesoporous magnesium hydroxide
and oxide were synthesized from water solutions by easy and cheap wet chemistry method. Crystal structure, particle size
distribution and adsorption properties of the synthesized powders were studied. Obtained powders of Mg(OH), and MgO
showed sufficiently high total pore volume — 0.737 and 1.038 cm?/g, respectively, which opens an opportunity to use them as
nanoreactors for the synthesis of isolated nanosized particles and multidirection catalysts.
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BBenenue. BricokomucriepcHBIN OKCHIT MAarHUs SIBJISICTCS TEXHOJOTHUYECKH 3HAYUMBIM MaTEpH-
aJIoM, TaK KaK UMECT OYCHb IMHUPOKUH KPYT MPUMEHEHHUS: UCTIOIb3YeTCsI ISl TETEPOTeHHOTO KaTaan3a
B OpraHuyYeckoM cuHTe3e [1—4], B mpon3BOACTBE JATYMKOB BIAKHOCTH U KHUCIBIX Ta30B, B IMPOIEccax
BOJIO- M Ta300YUCTKH OT KUCIBIX TIpUMecel [S, 6], 1S Ie3aKTUBAIIUU XUMHYECKOTO OPYKHUS U OOEBBIX
OTPABIISIFONINX BEIIECTB U HEHTpaIU3allii TOKCHYECKUX BEIOPOCOB [7, 8], B KauecTBe aHTUOAKTEPHAITb-
Horo areHTa [9] u np. CBOICTBA OKCUJIAa MATHUSI BO MHOTOM OIPEIEISIOTCS CBOMCTBAMH MPEKYPCOPOB,
UCIONB3YEMBIX JIJI €10 Noay4eHus, B Tom urciae Mg(OH),. B cBoro ouepens ruipoKCH I Maruus HaXOAUT
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HIMPOKOE TIPUMEHEHHUE KaK (DIOKYISHT JUIsl OYMCTKH CTOUYHBIX BOJ M HEHTpaIU3alui COPOCOBBIX KHC-
JIOT, a TAKXKE KaK KaTaau3aTop B opranuydeckoM cunrese [10, 11]. Kak antunupen Mg(OH), Beiurpeiba-
€T Yy aKTHUBHO HCIIOJIb3YEMOTr0 THAPOKCH A ATIOMMHHMSI Cpa3y MO HECKOJIIBKUM IOKa3aTessiM: 0oJiee BbI-
COKMH Irana3oH TemnoBod aectpykuun (330-370°C) no cpasrenuto ¢ Al(OH), (190-230°C), manoe
JIBIMOBBIAETICHHE (32 cueT 00pa30BaHUs XJIOPUAA MArHUs, KOTOPbII KaTaIu3UpPyeT MPOLECChl CIINBKU
MOJIMEHOBBIX LIETEH, YTO MOAaBIsAeT 00pa30BaHUE JIETYIUX apOMATHUECKUX YIJIEBOAOPOIOB), BO3MOX-
HOCTb CHIHIKEHHSI JO3UPOBKH TTpuMepHo oT 70 10 50 mac.%, uTo obecrneunBaeT cTabUIbHOCTD (PU3UKO-
MEXaHMYeCKHX CBOMCTB monumMepos [12]. CTeneHb NUCIEPCHOCTH, MUKPOCTPYKTYpa, TpaHyIOMETpH-
ueckulii cocras nopomkos Mg(OH), u MgO B 6omb110ii Mepe onpeaensoT 001acTb UM IIPUTOAHOCTD
€ro Mcnojib30Banus. B To xe Bpems npobiema 3(h(heKTHBHOTO KOHTPOJISl AUCIEPCHOCTH U CHHTE3a I10-
pomkoB Mg(OH), ¢ y3kum pacrnpeneneHueM 4acTull 10 pa3MepaM OCTAeTCs HEPEIIEHHOM, HECMOTPS Ha
BBICOKYIO aKTUBHOCTb MCCJIEJOBAHMI B 3TOM HaIlpaBICHUM.

Lesnb paboThl — Moy4eHUE HAHOCTPYKTYPHPOBAHHBIX MOPOIIKOB TMAPOKCHAA M OKCHJA MarHus,
a TaKXXe U3y4YeHHUE BIMSIHMS KOHKPETHBIX YCJIOBUN CHHTE3a HA AUCHEPCHOCTb, MUKPOCTPYKTYPY U (u-
3MKO-XMMHUYECKHME CBOWCTBA IOJYYEHHBIX MaTepuasioB. sl CHHTE3a BBICOKOAMCIEPCHBIX HOPOILKOB
Mg(OH), 1 MgO BeIOpan MeTO OCa)JICHUS U3 BOIHBIX M BOIHO-CIIMPTOBBIX PACTBOPOB, HE TPeOyIo-
LM UCTIONIB30BaHUS CJI0KHOI0 000pYOBaHUS, JaHHBINH METOJ] XapaKTEePU3yEeTCsl AOCTYIIHOCTBIO U I10-
3BOJISIET MOJTYYHUTh CTAOMIN3UPOBAHHBIC YACTHUIIBI C BEICOKMM BBIXOMIOM mpoaykTa [10, 11, 13].

MeTtoauka 3xcniepuMenTa. [lopomrku rujipokcuga MarHus TMOJYdYadd METOAO0M OCaKJIECHHA.
B mepBom cityuae (o6paser; 1) k 0,5 M BogHOMY pacTBOpY XJIOpHJia MarHusi, MPUTOTOBJICHHOMY
u3 MgCl,"6H,0 (4.1.a.), B 95KBUMOJIIPHOM COOTHOLIEHMM C HOCTOSHHOM CKOPOCTBIO OKOIO 1 Mi/c
U IIPH TIOCTOSIHHOM NepeMemnBanuu aooasnsuiun 0,5 M BogHsiil pactBop ocagutens NaOH (4.x1.a.).
Bo BTopom ciayuae nnst monydenusi oopasuos 11 u Il ucnons3zoBanu 2 M BogHbIe H BOJHO-CIIUPTO-
Bbie (mpu MaccoBoM otHomennu C,H;OH k H,O, paBnom 2 : 3) pacTBOphI XJI0pHJa Maruus COOTBET-
CTBEHHO. /{71 3THX 00pa3uoB OJHOMOMEHTHO I10/1aBajd BECh 3apaHee PACCUUTaHHBIM 00beM 2 M
BogHOTO (1715 o6pasma I1) m BogHO-crmupTOoBOTO pacTBopa (st odpasma I1l) ocagutens NaOH, mpu
9TOM Toka3zarenb pH cpembl ocakmenus coctaBisut 12. [lociae ocaskaeHUS MONYUYCHHBIH Telle00pa3HbIit
0CaJI0OK MHOI'OKPaTHO NPOMBIBAJIM JUCTHJIIMPOBAHHON BOIOW, (DMIIBTPOBAIM U CYLIMJIHA A0 IOCTOSH-
HOM Macchl pu Temmepatype 105 °C. Okcna MarHus MoJydalid OTXKUATOM oOpasma I mpu Temmepatype
550 °C B Teuenue 2 4. 3aTeM MOJIyYeHHBIE 00PA3IIbI TOIBEPT AN TIIATEIFHOMY IEpETHPAHUIO.

Unentudukannio oO6pa3noB MpoBOAMINA MPH MOMOIIN peHTreHohazoBoro aHaiuza (PDA) (penrt-
reHoBckuii audpaxkromerp Apon-3, Cu-K -usiydeHue), MUKPOCTPYKTYpPY HOPOILKOB UCCIIEN0BAIU IIPH
MOMOIIA CKaHUPYIOIIET0 AMEKTPOHHOr0 MUKpockona JSM-5610 LV (Snonust). Pasmeps! kpucTaainTo
(t;, HM), T. €. pa3Mepbl HEPBUYHBIX YACTHI, OUEHUBAJIHU [10 YIIUPEHUSAM PEHTI€HOBCKHX TM(PPAKIIHOHHBIX
MUKOB ¢ momolkio popmynsl Jebas—Illeppepa.

I'panynomerpuueckuil coctaB (paclpelelieHHe [0 pa3MepaM BTOPHUYHBIX YaCTHL) HOPOILKOB
OTIPENEIISITA TTPH TIOMOIIM CUCTEMBI JUTS HCCIIeOBaHMsI HaHOYacTUIT Malvern Zetasizer Nano ZS (Benuko-
Opuranus). VccnenoBanus rpaHylIoMETpUYecKoro cocrasa nopomkos Mg(OH), nposoannu, npeasapu-
TETBHO 00paboTaB MX CIIMPTOBEIC CYCIIEH3WH B YIBTPa3ByKOBOH BaHHE ¢ paboueit wactoroit 17 + 1,7 kIt
B Teuenue 30 MuH. Mukpodororpadguu THIPOKCHIa MATHUS TIOJIYYHJINA TIPU TIOMOIIY CKaHUPYIOIIETO
3JEKTPOHHOr0 MUKpockona JSM-5610 LV (Slmonus).

ACOpOIMOHHBIE CBOMCTBA 00pa3IOB OLIEHUBAIN 0OBEMHBIM METOJIOM Ha aHaJIM3aTOpe IJIOMIA TN
noBepxHocTu U nopuctoctu ASAP 2020 MP (Micromeritics, CLIIA) u3 u3orepm HU3KOTEMIIEpATy PHOM
(=196 °C) craTuveckoii Gunveckoil acopOIMU—aecopOnun a30Ta. YIEIbHYIO MOBEPXHOCTh OMpee-
JAIU OOHO- U MHOTOTOYEUYHBIM MeTonoM Bpynayspa—Ommera—Tennepa (4 o 1 Appp M%/r). YienbHbrit
o0BeM 1mop (Vsp des> cM>/T), cpenHuii TuamMeTp mop (Dsp Jes» HM) H PaCIIpEJICIIEHHE TIOP 110 pa3MepPaM B M-
HeWHo (hopme orpenernsiiin MeToroM bapperra—/[xortHep—XaneH b1, HCTIONB3Ys 1eCOPOIMOHHYO BETBb
M30TEPMBI C IPUMEHEHUEM MOJENN UMInHApudeckux nop. [lepen anannzom oOpasisl BakyyMUPOBaIH
B Teuenue 1 u npu Temneparype 100°C u ocraTounom nasnernu 133,3-107 ITa.

PesyasTaTel U ux odcy:kaenue. CormacHo pesynsratraM POA (puc. 1), oOpasupl mocie CyInIku
npu 105 °C mpencrtaisiii coO0H THAPOKCH]I MAarHUS C T€KCArOHAJIBHOW KPHUCTAJUIMYECKOH CTPYKTY-
poit Opycuta (mpocTtpaHcTBeHHass Tpynma P3ml). IlapameTpsl sneMeHTapHOM SYEWKH COCTaBHIIM:
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Puc. 1. PentrenoBckue qudpaxrorpammbsl 00pasios rugpokcuaa Maraus I (1), 11 (2), 111 (3) u okcnaa maruus (4)
Fig. 1. XRD diffractograms of magnesium hydroxide I (1) 11 (2), I1I (3) and magnesium oxide (4) samples

a=0,3143-0,3148 um u ¢ = 0,4770—0,4784 HM, 4TO XOPOILIO COITIACYETCS C IUTEPATypHBIMU TaHHBIMH [18].
[TapameTpsl 51€EMEHTAPHOM SYEHKH CHHTE3UPOBAHHBIX MOpomkoB Mg(OH), He3HAYMTENBHO U3MEHSIHNCh
B 3aBHCHMOCTH OT YCJIOBUI UX monryueHus (Tadum. 2). [locie omxura mpu temmeparype 550°C maTepuan
UACHTU(PUIIUPOBAJICS KAaK OKCHJI MAaTHHSI CO CTPYKTYpOH nepukiasa (puc. 1, tadm. 1).

Tabauya 1. 3HaYeHUsI MApPaAMeTPOB KPUCTAJLINYECKOI CTPYKTYPHI (4, ¢, V)
W pasMepbl IEPBUYHBIX YaCTHI (f;) THIPOKCHIA MATHUS

Table 1. Lattice parameters (a, ¢, V') and particle size (z;) of magnesium hydroxide primary particles

O6pasen a, HM ¢, HM V, um® t), HM
1 0,3143(1) 0,4770(2) 0,4081(2) 27
Mg(OH), II 0,3148(1) 0,4784(2) 0,4106(2) 20
111 0,3146(2) 0,4786(3) 0,4102(3) 16
MgO 0,4211(1) - 0,7468(3) 11

Tabnuya 2. Pa3mepbl npeodaagaiomeii Gpakmuu BTOPUYHBIX YacTHI (1,P"), yaeapHast noBepxXHOCTh (A gxr),

oonem (V, ;) 1 cpeanuii anamerp nop (D

Table 2. Size of predominant fraction of the secondary particles (¢,P"), specific surface (4,.,), volume Vip des)

and average pore diameter (Dsp des)
O6pasen £,P", HM Appr M2 Vip dess em?/r Dy o M
I 79 98 0,737 32
Mg(OH), 11 220 59 0,415 30
111 165 106 0,554 22
MgO 255 124 1,038 35

Kax BugHO M3 Tabn. 1, pa3Mepsl KPUCTAJUTUTOB THAPOKCHA MarHus B 3aBUCHMOCTH OT YCIIOBHMA
OCaXKJICHUS MEHSAIOTCS HE3HAYMTENbHO. /I OKkcuaa MarHus pasMepbl NMEPBUYHBIX YAaCTHIL f; YMEHb-
muauch nocie orxkura Mg(OH),, 94To MOKET OBITh CBA3aHO C BBIAEICHUEM Ia3000pa3HBIX IPOAYKTOB
peaxuuu.

Hsotepmbl ancopbunu—aecopbuun asora ans Mg(OH), (puc. 2, a) u MgO (puc. 2, 6) otHOCATCS
K YeTBEPTOMY THITY H30TE€pPM, IPHUCYIIEMY ME3OTIOPUCTHIM a/IcOpOeHTaM ¢ pazmepom mop 2 < D < 50 am.
B coorBercTBUM ¢ (QopMoOll meTers KamWIUISPHO-KOHJSHCAIIMOHHOTO THCTEpe3nuca Ha H30TepMax
B 00JIACTH MOIMMOIIEKYIJISIPHON aIcOpOIIHH, B 00pa3Iax MpUCYTCTBYIOT TTOPbI, SKBUBAJICHTHBIE U IIAIINH-
JPUYECKUM, U ILIEJICBUAHBIM Me301opaM ogHoBpeMeHHO. [lepBbie 00pa3oBaHbl, IO BCE BEPOSITHOCTH,
KOHCOJIMAUPOBAHHBIMU KPUCTAJIJIMTAMU B arjioMe€parThl, a BTOPbIC — BHYTPUATTIOMCPATHLIC — IIJIACTUH-
YaThIMH YaCTHI[AMH, YIIAKOBAHHBIMHU B CBOCOOPA3HBIC «ITAUKU» U «JICHTBD (pHC. 3).

Kpussle pacnpenenenus nop no pasmepam s Mg(OH), Ha puc. 2, 6 T0OKa3bIBatOT FTOMOTEHHOCTh ME30-
TIOp MCCIIEAOBAHHBIX 00PA3IIOB, @ BEIUYNHBI TUAMETPOB IMPEOOIafaloNIiX MOP COCTABIAIOT 1426 HM.
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Puc. 2. 30TepMbl HU3KOTEMIIEPATy pHOM aacopOunu—aecopouunu a3ora (¢, 6) u iudpdepeHnnaIbHbIe pacipeaeeHns
Me30I10p 110 pa3MepaM B JTHHEITHOH dopme (6, 2) 00pasuos ruapokcnaa maruus I (1), I1 (2), 111 (3) u okcuna maruus (4)
Fig. 2. Low-temperature nitrogen adsorbtion-desorbtion isotherms (@, 6) and differential linear-form mesopore size
distributions (8, ¢) of magnesium hydroxide I (1) II (2), III (3) and magnesium oxide (4) samples

Puc. 3. DnexTponHas MukpodoTorpadus ruIpoKcHIa Maruus

Fig. 3. Electron microscopy image of magnesium hydroxide

Hawnbomee omHOPOTHO ME30ITOPUCTHIM U3 U3YUEHHBIX sABIsIeTCs oOpaserr 11, mpuroToBIeHHBII U3 BOIHO-
CIUPTOBHIX pacTBOpoB. CaMblii 6onbLIoN yaenbHbIH 00beM op Mg(OH), y o6pasua I, nonydennoro u3
0,5 M BOIHBIX pacTBOPOB. Y HETO K€ U JOCTATOYHO IMIUPOKUH Pa30dpoc pa3MepoB ME30NOp Ha KPUBOM
pacrpeneneHuss W CamMblii BBICOKHU CpemHHi AuameTp mop (puc. 2, Tabm. 2). 3HaA4YeHUS YIeIbHOU
HOBEPXHOCTH MCCIEN0BaHHbIX 00pa3nos Mg(OH), B 3aBUCMMOCTH OT YCJIOBHH OCaKAECHMS HAXOAATCA
B quana3zoHax 59-106 M%/r (Tabi. 2), Iy 4eM UCMOJIb30BAHIE BOIHO-CIIMPTOBBIX PACTBOPOB MO3BOIHIIO
MOYTH B 2 pa3a yBEJIMUNTH yJEIbHYIO IOBEPXHOCTH MOPOLIKOB IMAPOKcHAa Maruus. [lonydenHsle nan-
HBIE XOPOIIIO COTIACYIOTCS C pe3ybTaTaMu padoT, B KOTOPHIX COOOIIEHO O TIOTYyYEeHUH HAHOTUTACTHHOK
Mg(OH), ¢ ynenbpHO# noBEpXHOCTBIO 80 M%/T TIpH OCaIEHUH C HCIONB30BAHUEM 11 THITPUMETHIIAM-
MOHUHOpOMHUJA B THAPOTEPMAIIBHBIX ycsioBUsX [11], a Takke MOPOIIKOB TMAPOKCHIA MAarHus ¢ 00b-
emom mop 0,318-0,439 cm/r u ynmenbHOl moBepxHOCTBIO 80—130 M?/T HpH OCAaXkAEHUU U3 BOIHO-
CITUPTOBBIX pacTBOpoB [17].

VYnenbHasg MOBEPXHOCTh U CPEAHHI TUAMETP MOp HAHOCTPYKTYpHpOBaHHOTO ropomika MgO, moy-
YEHHOTO Tocje oTxura oopasma I, cocrtaBunu 124 M2/ 1 35 HM COOTBETCTBEHHO. JaHHBII oOpasen
TI0Ka3aJ1 OYeHb BHICOKOE 3HAUCHHE YIENIHOr0 00beMa 11op — 1,038 cm>/r, uTo B 3,55 pas BhIe 4eM s
TTOPOIITKOB, ITOJTYYCHHBIX B padorax [18, 19].

Pacrnipenenenne yactuil mopourka rupoKCUa MarHus Mo pa3Mepam sSBIISIETCS IOCTaTOYHO OJIHO-
poausiM (puc. 4, a) ¢ npeodiaananueM GpaKuil YaCTHII, MPUBEACHHBIX B Tabid. 2. Pe3ynprarsl agcopo-
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Puc. 4. luddepennuanbubie KpUBbIE paclpeieeHus YacTUI 10 pasMepam nopoukos Mg(OH),
obpasmos I (Z), I (2) u 111 (3) m MgO (4)
Fig. 4. Differential size distribution curves of Mg(OH), I (1), I1 (2), I1I (3) and MgO (4) sample powders

LIMOHHBIX UCCIIEIOBAHUN W aHAIM3a IPaHyJIOMETPHUUIECKOr0 COCTaBa XOPOIIO COoracyroTes: obpaser I,
MOKa3aBIINK HanOOoJIbLIEE 3HAUCHUE YACTBHON TOBEPXHOCTH, UMEET HAMMEHBIIINE Pa3Mepbl BTOPHYHBIX
gactui (Tad. 2).

Pa3meps! BTOPHMYHBIX YAaCTHILL IOPOIIKA OKCHJA MarHusl, MOJIYUYEHHOI0 HOCHIe OTXKHUIa U TeMIepa-
type 550 °C u TmiateiapHOrO MEPEeTHPAHMS, H3MECHIIOTCA B 0oJiee MHUPOKUX Tpenenax (puc. 4, 6), npu
3TOM MPEOOJIAAOIIUMU SIBIISIFOTCS (pakiuu ¢ pazmepamu yactuil 230-300 u 400-500 uM. OdeBuIHO,
3HAUUTENFHOC YBEIMUCHUE Pa3MEPOB arjioMepaToB OKCHAA MAarHHs IOCIe TEPMOOOPAOOTKH CBS3aHO CO
CTIEKaHMEM I10 IPaHHUILIaM BTOPUYHBIX YACTHIL.

3akiroyenue. CHHTE3MPOBaHbl ME30MOPUCTHIE TOPOLIKH THPOKCH/IA M OKCH/Ia MarHus ¢ KOHTPO-
JUPyeMOl CTPYKTYPOH arperaluuu 4acTul, H3yUeHa WX KPUCTaJUINYecKasi CTPYKTypa, TpaHyJIoMeTpu-
YECKHH CcOoCTaB M ancopOuMOHHBIE cBOMcTBa. CpenHme pasmepsl nepBuuHbiX uactun Mg(OH),
coctaBwin 16—27 HM, a pa3Mmepsl npeodiajaromei Gpakuuu BTOPUYHBIX YaCTUL OBLIM B Ipenenax
79-220 mm. IlokazaHo, uyTo mocne TepMoodpadboTkn MgO coxpaHseT OCHOBHBIE a/ICOPOITMOHHO-CTPY-
KTYpHBIE CBOHCTBA, COPMHUPOBAHHBIE HA 3TAlle CHHTE3a T’MIPOKCUIA MAarHUsl, YTO MOXKET BBICTYIIATh
B KayecTBE JOINOJIHUTEIBHOTO (haKTopa peryJIMpOBaHUs 3TUMHU CBOWCTBaMU. [loayueHHBIE MOPOLIKH
Mg(OH), u MgO nposeMOHCTpHPOBaK BLICOKUE 3HaUeHHs obuiero oovema nop — 0,737 u 1,038 eM/r
COOTBETCTBEHHO, YTO OTKPHIBAET MIMPOKHE BO3MOKHOCTH JUJISL CO3/IaHUSI HA €TO OCHOBE HAHOPEAKTOPOB
JUISl CHHTE3a HAaHOPa3MEPHBIX N30JMPOBAHHBIX YACTUI] U IOJUMAPLIPYTHHIX KaTaJIu3aTOPOB.
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