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(54) Crnocob momy4eHus THAPOTAIBKUATONOIO0HBIX COSTUHEHHMN

(57) Pedepar:

N306pereHne  OTHOCUTCS K  XMMHUUYECKOH
npomsbluieHHOCTH. Crioco6 BKiTodaeT cuHTe3 MgAl-
NO5-CHI, ero TepMHUYECKYIO [ECTPYKLMIO CO

ckopocThio HarpeBa 10°C/MUH U BBLAEPXKKON MPU
temnepatype 500°C B Teuenue 1 yaca. OXaxxIeHHbIN
J10 KOMHATHOW TeEMIIEPATyPhI IPOAYKT TEPMUUECKON
JIECTPYKLMU NIEPEMENIUBAIOT C BOAHBIM PaCTBOPOM
rmunuHa. ConepikaHue TIWIMHA TIpeBhImaeT B 1,5
pasa KOJIMYEeCTBO MEXKCIIOEBBIX aHHOHOB B IIepecyeTe
Ha ucxoaubii MgAl-NO5-CT. ITomyueHHYI0 cMech

Crp.: 1

OCTaBJIAIOT HAa 48 4 IIPY KOMHATHOMW TEMIIEpaType
JUIs.  paccrnoeHus. BoccraHOBIIEHME CTPYKTYpBI
TUAPOTAJIBKUTA OCYIIECTBIISIOT IIyTeM
B3aMMOJICHCTBUSA ¢ BOJIHBIM pacTBOpOM,
coJiepXKallluM HeoOXOAUMble aHUOHBI, KOJIMYECTBO
KOTOpPBIX IIpeBbIIIaET B 1,5 pasa KOJIMUYECTBO
MEXCJIOEBBIX aHMOHOB B IIEpecueTe Ha HCXOMHBIN
MgAl-NO5-CAI' ¢ nocnenytonieit BbIAEPKKOH B

TedyeHue 48 4 Ipyu KOMHATHOM TeMmIiepaTtype. 6 ui., 3
Tp.
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(54) METHOD OF PRODUCING HYDROTALCITE-LIKE COMPOUNDS

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to chemical
industry. Method involves synthesis of MgAl-
NO;-SDH, thermal breakdown with a heating rate of

10 °C/min and holding at temperature 500°C for 1 hour.
Product of thermal decomposition cooled to room
temperature is mixed with aqueous solution of glycine.
Content of glycine is 1.5 times greater than number of
interlayer anions in terms of initial MgAl-NO3-SDH.

Crp.: 2

Obtained mixture is left for 48 hours at room
temperature for lamination.

EFFECT: recovery of hydrotalcite structure is
realised by reacting with an aqueous solution containing
required number of anions, number of which is 1,5 times
greater than number of interlayer anions in terms of
initial MgAIl-NO3-SDH with subsequent maintenance

for 48 hours at room temperature.
1cl, 6 dwg, 3 ex

9¢2S119¢ n o

1 O


http://www.fips.ru/cdfi/fips.dll/en?ty=29&docid=2611526

10

5

20

25

30

35

40

45

RU 2611526 C1

M3006peTeHrne 0OTHOCUTCS K 00JIAaCTH XMMHHM, B YACTHOCTH K CIIOCO0aM IOJTyYCHUS
CHHTETUYECKHX CIIOUCTBIX TBOMHBIX THAPOKCHIOB (Hastee CLII") co cTpyKTypoi THIpOTaTIbKUTA.

W3 nuTtepaTypHBIX JAHHBIX U3BECTHO O MHOT'0O0OpAa3MHM CITIOCOOOB CHHTE3a
TUIPOTAIBKUTONIOIO0HBIX MATEPUATIOB PA3IMYHOTO KATUOHHOTO M aHUOHHOT'O COCTaBa.

CocraB Hauboiee pacripoctpaHeHHbIx CI yarie Bcero Beipaxkarot oO1eit popmyion

[M™ ) M?* (OH), ]9 (A™) neyH,O, rie MP* — APY, Fe?*, Cr'*, Sc™*, Mn™*, V¥, Ga® ut.z,
npu z=2: M2 — Ca2+, Mg2+, Mn2+, Fez+, C02+, Ni2+, Cu*t umm Zn2+, U q=X, a ipu z=1: Mt -

Li*, u g=2x-1. KonMuecTBO TMAPOKCUI-MOHOB (PUKCUPOBAHO U ONPEJIeNeTcss KATHOHHBIM
coctaBoMm CIIT", B TO BpeMsi Kak aHUOHBI B MEKCIIO€BOM MPOCTPAHCTBE MOTYT CPABHUTEIIBHO
JIerko 3amenartbesl. KommuecTBo aHMOHOB, TPUCY TCTBYIOIIUX B MEKCIIOEBOM IPOCTPAHCTBE,

MO>KHO JIETKO BApbUPOBATh, U3MEHSIS IIPU CUHTE3€ COOTHOIIICHHE M?**/M>*. B cocras CAr
MOTYT OBITh BKIIIOUEHBI PA3JIMYHbIE AHUOHBI, HAUMHAS OT IPOCTHIX HEOPIraHUUECKUX AaHUOHOB

(Hampumep, CO32', NO;3 ¥ T.4.) 10 OpraHUYECKUX AHUOHOB (KapOOHOBBIX KUCIIOT,

amuHOKMCIIOT, ITAB, koMmIiekcHBIX aHMOHOB M T.11.) [Cavani F., Trifiro F., Vaccari A.
Hydrotalcite-typeanionicclays: preparation, properties and applications // Catalysis Today. 1991.
Nell. P. 173-301; He J., Wei M., Li B., Kang Y., Evans D.G., Duan X. Preparation of Layered
Double Hydroxides // Struct Bond. 2006. V. 119. P. 89-119].

UnTepec uccrnenonatenel K JAHHOMY KJIacCy COEIMHEHMI 00YCIIOBIIEH NIEPCIIEKTUBAMU
uX IIPUMEHEHUs B KauecTBe ajcopoeHToB [Alexandrica M. C. et al. Layered double hydroxides
as adsorbents for anionic dye removal from aqueous solutions // Environmental Engineering and
Management Journal. 2015. V.14. 2. P. 381-388], annonooOMeHHUKOB [Miyata S. Anion-exchange
properties of hydrotalcite-like compounds // Clays and Clay Minerals. 1983. V. 31. Ne4. P. 305-
311], nanopeaktopos [Tperbsiko FO./l. c coaBT. CuHTe3 DyHKIMOHAIBHBIX HAHOKOMITIO3UTOB
Ha OCHOBe TBepA0(a3HbIX HAHOpPeaKTOpOoB // Ycnexu xumuu. 2004. T.73. Ne9. C. 974-998],
HOCUTENEH JIeKapcTBeHHBIX IpenapaTtoB [Ladewig K. et al. Layered double hydroxide
nanoparticles in gene and drug delivery // Expert Opin. DrugDeliv. 2009. V. 6(9). P. 907-922].

Oco06s1it unTepec BoizbiBatoT CJIT, comeprkaiiye KaTHOHBI IEPEXOAHBIX METAJIJIOB B
CTPYKTYPE METAJUIOTUIAPOKCUIHBIX CIIOEB WJIM B MEXKCIIOEBOM IIPOCTPAHCTBE, TAK KaK Ha UX
OCHOBE MOTYT OBbITh IMOJIYYeHbI KATATIU3ATOPBI UM MPEKypcopbl KaTanmuzaTopos [Sels B.E.
et al. Hydrotalcite-like anionic clays in catalytic organic reactions // Catalysis Reviews. 2001. V.
43. Ned. P. 443-488]. B pe3ynbTate Tepmudeckor 00padbotku CII moayyaeTcs cMech OKCUIOB
METAJIJIOB, AUCIIEPCHOCTh KOTOPO HAMHOTO BBIILE, YEM Y CMECEM, ITOTy4YaEMbIX MEXaHUYECKUM
meTo1oM [Ruano-Casero R.J. et al. Preparation and Properties of Nickel and Iron Oxides obtained
by Calcination of Layered Double Hydroxides // Z. Anorg. Allg. Chem. 2005. V. 631. P. 2142-
2150]. IIpu B3auMOIENCTBUU € BOAOHN UIIM BOJHBIMU PACTBOPAMHU OKCUJIBI, ITOJIyYEHHBIE
tepmuyeckor nectpykuuert CII', cmocoOHbI BOCCTAHABIMBATD CIOUCTYIO CTPYKTYPY,
001a1ar0T TaK Ha3biBaeMbIM “adgdexTom namsatu” [P. Kowalik et al. Memory effect of the
CuZnAl-LDH derived catalyst precursor-In situ XRD studies // Applied Catalysis A: General.
2013. V. 464-465. P. 339-347].

OaHMM U3 epCHeKTUBHBIX sABIsieTCs cocod nonydyenus CT ¢ 3aJaHHBIM aHHOHHBIM
COCTABOM IIyTeM OOpATHOMN PeCTPYKTYypHU3alU1, KOTOPbIH 3akitouaeTcs: B paccioenuu CUI
¢ 00pa30oBaHKEM KOJUIOMIHOT'O pacTBOpPA U €r0 PECTPYKTYpPHU3ALMH, T.€. BOCCTAHOBIICHUU
CTPYKTYPBI TUAPOTAIIBKUTA, IPU B3AUMOJICHCTBUU C PACTBOPAMHU COJIEH.

N3 nutepaTypHBIX JAHHBIX U3BECTHBI PA3JIMUHbIE BApUALIMU JAHHOTO CI1Ooc00a,
MPUHLUITHAIBHOE OTIIMYME KOTOPBIX 3aKiIroyaeTcs: B Metoauke paccinoenus CII'. Haubonee
pacripocTpaHeHHbIM siBJisieTcst pacciioenue CAT, xumMuyeckn MOIMGUIMPOBAHHBIX KPYITHBIMU
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OpPraHUYECKUMH aHUOHAMH, METOJIOM HOHHOTO OOMEHa.

Tak, B pabote F. Leroux et al. [Delamination and restacking of layered double hydroxides //
J. Mater. Chem. 2001. V.11. P 105-112] ontucan metoxa nonyuenust CJII, BkiTrouarorumii
cnenyronme craguu: cuntes Zn-Al-CI-CI" MmeTogoM coocaxieHusi, HIOHHbIA OOMEH Ha
JOJIeUIICYTh(PaT-aHUOHBI, TTOJTYUYeHHE KOJIOMIHOTO pacTBOpa KUIITUEHUEM HaBECKU Zn-
Al-C,H,5S504-CAI" B 6yTanone pu 120°C B TeueHrne HOUM U pecTpyKTypuzauuio Zn-Al-CAT

cnoes B mpucytcreuu Cl n CO32', OCYLIECTBJISIEMYIO JOOABIEHUEM PACTBOPOB HATPUEBBIX

COJIEW K MATOYHOMY pacTBODY.

B pa6ote A.B. JIykaivna u coaBT. [CunTe3 HaHokoMITo3uToB PAS/C/II ¢ ucrios3oBaHreM
MeTosia oopaTtHoM pecTpykrypuzanuu CUI / [loknaasl akagemuu Hayk, 2002, Tom 385. Nel.
C. 71-74] onucaH crioco6 Moly4eHUs HAHOKOMITIO3UTOB METOJIOM OOpaTHOM
pectpykTypuzammu. Pectpykrypuzamuio CI ocyiiecTBisiiim B3auMoAEHCTBUEM KOJUIOUTHOTO
pactBopa Mg-Al-C,H»5S0,~CAT', cCMHTE3MpOBaHHOT'O METOJIOM MOHHOTO OOMEHa, B

xiopodopwme ¢ 3051eM PdS, B iporecce uero nmpoucxoauina MHTepKaIsnys HaHoyacTul PdS B
MEKCIIOEBOE MTPOCTPAHCTBO.

B paboTax Zhaoping Liu u coaBt. [Synthesis, Anion Exchange, and Delamination of Co-Al
Layered Double Hydroxide: Assembly of the Exfoliated Nanosheet/Polyanion Composite Films
and Magneto-Optical Studies (J. Am. Chem. Soc. 2006. V. 128. P. 4872-4880] u Liang Li 1 coaBT.
[Positively Charged Nanosheets Derived via Total Delamination of Layered Double Hydroxides
// Chem. Mater. 2005. V. 17. P. 4386-4391] onuceiBaeTcst MeToauka paccioeHus Co-Al-CITI
u Mg-Al-CATI B HuTpatHoii popme B popmamue. KommouaHslit pacTBOp, MOITyUYEHHBIH 11O
OITMCAHHOMN METOAMKE, ObLI UCTIOIB30BAH IS OTYYEHHSI HAHOKOMITO3UTA Iy TeM MOCIOMHOMN
coopku (assembledlayer-by-layer) c aHHIOHHBIM TTOJIMMEPOM (CO CTUPOJICYJILOHATOM HATPUS).

B craTbe Renzhi Ma u coast. [Synthesis and Exfoliation of Co>*-Fe>*Layered Double
Hydroxides: An Innovative Topochemical Approach // J. Am. Chem. Soc. 2007. V. 129. P. 5257-

5263] onucaHO paccioeHue C02+'Fe3+C)1F, VMHTEPKAJIMPOBAHHOTO NEPXIJIOPAT-AHUOHAMU
Ccroco6oM MOHHOTO 0OMeHa, B hopMaMuIe.

B cratbe Toshiyuki Hibino [Delamination of Layered Double Hydroxides Containing Amino
Acids // Chem. Mater. 2004. V. 16. P. 5482-5488] paccinoeHue oCyleCTBISsIIM CMEIIIEHUEM
HaBecku BoicymeHHoro CJII, comeprkariero aHMOHbI aMUHOKHCIIOT, ¢ (hopMaMUIOM.

B natente JP 2004189671, «Delamination method of layered doublehydroxide», onrcan
meToJ paccioenust CHAI, 3akmrouaronuiics B cunte3e CIIT, comepkalmx B MEKCIOEBOM
MPOCTPAHCTBE AHUOHBI APOMATHUYECKUX AMUHOKUCIIOT (HAIIpUMeEP, aHUOH OPTO-, Iapa- Uiu
METa-aMUHOOEH30MHOM KUCIIOThI) U3BECTHBIMU CIIOCOOAMU: COOCAKAEHUEM, MIOHHBIM OOMEHOM
U T.JI., ¥ IOCIIEYIONIUM AucneprupoBanveM noiayuenHoro C/II" B cnupte, umeroniem ot 1 10
8 aTOMOB yrjepoja WJIh UX CMECH.

Henocratkamu cnoco00B, ONMUCAHHBIX B [IEPEUYUCIIEHHBIX paHee MyOJIMKaUUsIX, SIBJISIOTCS
HEOOXOMMOCTh OCYIIECTBIIEHUS HOHHOTO OOMEHA U UCTIOJIb30BaHUE OPTraHUUECKUX
PACTBOPUTEIIEH JJ1s1 OCYIIECTBIICHUS PACCIIOEHUSI.

3HAUUTENIFHO PeXe BCTPEUAIOTCS MyOIMKAIMY, B KOTOPBIX B KAUECTBE IUCTIEPCUOHHOMN
cpenbl nipu paccinoenud CJIIT ucronb30BaIvch BOJ1a UM BOJAHBIE PACTBOPHI.

Taxk, B matente EP 2 669 251 Al, «Water-swelling layered double hydroxide, method for
producing same, gel or sol substance, double hydroxide nanosheet, and method for producing
same», OIMCaH croco0 nmoyyeHust Hadyxaromux B Bojge CIII'. Habyxatromue B Boge CIT,
cojepiKalue CyiIb(poHaT-aHUOHBI B MEKCIIOEBOM ITPOCTPAHCTBE, CHHTE3UPOBAJIH METOIOM
noHHOTro oomeHa. [Tpu 3TOM BsI3KUI T€Jb WM KOJUIOUHBINA PACTBOP, B 3aBUCUMOCTH OT

Crp.: 4
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KOJIMYECTBA 10OABIIEHHOM BO/IbI, 00pa3oBbIBasics TONbKO B ciiyuae HO-CH,CH,-SO5-CT .

B cratbe C. Jaubertie u coaBT. [Structural Characterization and Delamination of Lactate-
Intercalated Zn,Al-Layered Double Hydroxides // Chem. Mater. 2006. V. 18. P 3114-3121]
onucaH cuHte3 Zn-Al-CJT", iHTepKaIupOBaHHBIX JIAKTAT-AaHHOHAMH, C PA3JIMUHBIM MOJISIPHBIM

otHoweHueM Zn:Al u Al:(CoH3(OH)COQO") 1 ux paccioeHue B BoJie WM OyTaHOJE.

N3Becren criocob nmosyueHus KoIouaHoro pacteopa [matent US 2008/0021115 Al,
«Layered double hydroxides that delaminate in water, their manufacturing processand use»|,
BKTIovatommii npokanusanue rpu 700°C B teuenue 20 u CO5-CI ¢ oOweit hopmyroin

MDD} M (HI)?(OH)z][(COs)% - yH,0], rie M(II) — Mg, Zn nium ux xom6unanus, M(III) —

Al x =0t 0,2 10 0,33, y — 1efCTBUTEILHOE YUCIIO, OorbItiee 0. 3aTeM MPOU3BOIIT
B3aUMO/IEICTBUE MPOYKTA MPOKAIMBAHHS C BOJHBIMU PACTBOPAMH ALETATOB MArHUs, IMHKA
WJIM LEPUSl, OTJEIIEHUE TBEPIOTO MPOAYKTA OT PACTBOPA, €TO CYLIKY U U3MEIIbUCHUE.
ITonyyennbie CAI" B Bosie 00pa3yroT CyCIEH3UIO UJIU 30J1b PacciIoeHHbIX yacTtull. [Tocre
CYIIKH JTMCIIEPCUM WITK 3015 CTPYKTypa opuruHaibHoro CAI" BoccTaHaBmuBaeTcs.
N3yuenne ypoBHS TEXHUKH ITO3BOJIWIIO BBISIBUTH PSI] HEOCTATKOB B CIIOCO0AX MTOTYUYEHUS
CAI pecTpyKkTypu3auumei, Takux Kak HEOOXOIMMOCTb MPOBENECHUS MIOHHOTO OOMEHa 7151
ucxoaubix CT, Tpedyroiero uHepTHOM aTMOCchePhl Ha TPOTSHKEHUH BCEX €0 ITAIOB,
HEO0XOIMMOCTbh UCIIOJIBb30BAHUSI OPIraHUYECKUX PACTBOPUTEIIEH JIsl pACCIIOEHUS, KOTOPBIE
3a4aCTyI0 OTHOCSITCS KO 2 U 3 KjlaccaM OMAaCHOCTH, U TEPMUUYECKOMN UITH YIIbTPA3BYKOBOM
00paboTKH B npoliecce paccioeHust. [lepeuncieHHble HeTOCTATKY MPUBOISAT K YBEJIMUEHHUIO
JUIMTEIBbHOCTH, AIIIAPATHOMY YCIIOKHEHUIO U yIOPOKAHUIO ITPOLECCA PACCIIOCHHUS.
Hawub6omnee 6mu3kuM no cymiectBy sBisieTcs nateHT US 2013/0095323 A1, «Method of
producing in organic layered double hydroxides, novel inorganic layered double hydroxide sanduses
of the same», B KOTOPOM OMNKUCAH CIOCOO MOJIYYeHUSI BBICOKO(DYHKIMOHAIBHBIX
HaHopa3mepHbix C/I', Bkrovaronmit nectpykuuto ucxoanoro CJII ¢ uenbro neruaparanuu
U IeKapOOKCUIIMPOBAHUS TEPMUUECKOM 00paboTKoM mpu TemmepaTtype ot 250 go 450°C B
teueHue oT 1 1o 12 u. [Tpoaykt repmudeckon aectpykuuu C/II', cormacHo faHHOMY CIOCO0Yy,
OXJIKIAIOT B BAKYYME, U3MENIbUAIOT U XPAHSAT B 3aII0JTHEHHOM aproHoM cyxoM Ookce. [lanee
NpoayKT Tepmuueckon aectpykuuu CAI MoxeT ObITh TUCTIEPTUPOBAH B OPTaHUYECKON
JUCIIEPCUOHHOM cpejie TF0OBIM U3BECTHBIM CITOCOOOM. OO6padOoTKa YIbTPa3ByKOM CUUTAETCA
0Cc00eHHO (PPEKTUBHBIM CIIOCOOOM TUCTIEPTUPOBAHUS UCXOTHOTO MaTepuaia. B
MPEANIOYTUTEIIBHOM BAPUAHTE YJIbTPA3BYKOBOE IUCIEPTUPOBAHUE OCYLIECTBIISIETCS IIPU
COOTHOIIIEHUU MAcCChl MPOyKTa Tepmuueckoit nectpykuuu CAI" k 06beMy oOpraHuyecKom
JIMCTIEpCUOHHOM cpeabl OT 1:3 1o 1:15. ITpuMepaMu NoAXOISIIMX TUCIIEPCUOHHBIX CPEI MOTYT
CIIYKUTb MTOJIMOJIBI U UX POCThIE 3(UPBI, MPEANTOYTUTENBHO INIMUEPUH, KUIKUE
nosmaTuiieHraMkonu (I11910) u quanetun. Jlucnepcust mpoiyKTa TEpMUYECKON JECTPYKLUMU
CAI' B rmuuepune unu 19T nmeeT npakTHUeCKU HEOTPAHUYEHHBIN CPOK T'OJJTHOCTH O€3
perunpatamuu. Crouctyto cTpyktypy CUAI" BoccraHaBIMBAIOT IyTeM B3aUMOICHCTBUS
MOJIyYE€HHOW CYCIIEH3UHM C BOJIOW WIIM BOJIHBIM PACTBOPOM, COAEPIKAIIUM HEOOXOIUMbIE
AHUOHBI B 00beMHOM cooTHOIIeHuu oT 1:10 10 1:30 B Teuenue 20-30 MUH B YCIIOBUAX
006pabOTKU YIBTPA3BYKOM, a 3aTEM IIpH IepeMelIMBaHuy oT 1 10 72 4. [lanee noayyeHHbIH
MPOAYKT (PUIBTPYIOT, MPOMBIBAIOT U cymat. [Ipu atom ykazaunsii C/I nmeeT obmryro

bopmyy
M, M>* (OH),][A™,;-zH,0],

B KOTOpOH
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M BBIOMPAIOT U3 Mg2+, Ca2+, Mn2+, Fez+, C02+, Niz+, Zn2+,
M 3* BoiGupator us AT, V 3, cr?t, Fe’*, Co®t, S¢**, Ga’tu Y

A" - 0603HaUaET KAK HEOPTAHUUECKHUE, TAK U KPYIIHBIE OPrAHUYECKUE AHUOHEL,

X - TIpeJICTaBIIsIeT coboi 3HaueHue B Auaraszone ot 0,2 no 0,33,

n - IPEACTABIISET COOO0M Lenoe yucio ot 1 1o 4,

z - 06o3HauaeT nesaoe yuciio ot 1 go 10.

HenocraTtkoM ganHoro criocoda sBiIsieTCs CJI0KHOE anmapaTypHoe o) OpMIICHHUE, B
YACTHOCTU HEOOXO0IMMOCTh OXJIAXKIEHUS TPOAyKTa Tepmuueckoit nectpykiuu CII B Bakyyme
Y €T0 MOCIIEIYIONIETO XpaHeHHUs B 3alIOJTHEHHOM aprOHOM CyXoM OoKce.

3aJ1auya HACTOSIIErO U30OPETEHUSI COCTOUT B pa3pabOTKe MPOCTOTO B peajiM3aluy crocooa
nonyyeHuss MgAIl-C/II" 3a1aHHOTO aHUOHHOT'O cocTaBa oo1Iel PopMyIbI

Mg, Al (OH),(4™)
0,2 no 0,33.
TexHUUeCKUM pe3yIbTaTOM SIBJISIETCSA CTAOMIIBHOCTB KoJUTouaHOTo pactBopa MgAl-CIT,
XapaKTePU3YIOLIEr0csi HAHOPAa3MEPHOCTHIO YACTUL] TUCTIEPCHOM (has3bl.
JI71s1 MOJTy4eHus CTIOMCTBIX ABOMHBIX TUAPOKCUIOB 00111eH (POpMYIThI
Mg, Al (OH),(A™)
0,2 o 0,33, npeanoxeH criocod, Bkrouaronmii cuHTe3 MgAl-NOs-C T 1100bIM 13 U3BECTHBIX

-zH,0,171e A" - OpraHMYecKuii UM HEOPTaHWYECKUI AHUOH, X=0T

x/n

-zH,0, 11e A" - OPraHWYECKUHN UM HEOPTaHUUECKUIA aHUOH, X=0T

x/n

CIOCOOO0B, TEPMUUECKYIO IeCTPYKIMIO TonydyeHHOro MgAIl-NO5-C/I', aucnieprupoBaHue

MPOYKTA TEPMUUYECKOM IECTPYKIIMH C MOJTYUYEHHUEM KOJIJIOMAHOTO PACTBOPA, CMEIIEHUE
KOJUTOUJTHOT'O PacTBOPA C BOJIHBIMU PACTBOPAMMU COJIEH, (PUIIbTPALMIO, IPOMBIBKY U CYIIIKY,
B KOTOPBII BHECEHBI CIIEAYIOIIUE HOBbIE TPU3HAKHU:

- TepMuuecKkyto gectpykuuio MgAI-NOs-CAT ocyniecTBiIsiIOT CO CKOPOCThIO HArpeBa

10°C/muH ¥ BoLIepkKoit pu Temriepatype 500°C B Teuenue 1 u;

- IEPEMELLIMBAIOT OXJIAXKACHHBIN 10 KOMHATHOMN TEMIIEpaTypPbl HPOAYKT TEPMUUYECKON
JECTPYKLMU C BOJAHBIM PACTBOPOM INIMLMHA, COAEP)KAHUE ITIMIUHA B KOTOPOM IIPEBBILIAET
KaK MUHUMYM B 1,5 pa3a KOJIMYECTBO MEXKCIIOEBbIX AHUOHOB, B IIEPECUYETE HA UCXOIHBIN
MgAI-NO3-CITI', v ocTaBisIOT Ha 48 4 IpM KOMHATHOW TEMIIEPATYPE JIJI pACCTIOEHUS U

MOJIyYEHUsI KOJUIOMHOTO PacTBOpa;

- CJIOUCTYIO CTPYKTYPY TMAPOTATIBKHUTA BOCCTAHABIIMBAIOT ITyTEM B3aUMO/IEHCTBUS
IMOJIYYEHHOT'O KOJIJIOMIHOTO pacTBOPA C BOJHBIM PACTBOPOM, COJIEPKAIIUM HEOOXOIMMBbIe
AQHUOHBI, KOJIMYECTBO KOTOPBIX MTPEBBIIIAET KAK MUHUMYM B 1,5 paza KOJIMYECTBO MEKCIIOEBBIX
AHHUOHOB, B nepecyeTe Ha UcxoaHbId MgAI-NO3-CT.

[TpennokeHHbIN CIOCOO COOTBETCTBYET YCIOBUSIM HOBU3HBI U M300PETATENHCKOTO YPOBHS,
TaK KaK U3 YPOBHS TEXHUKU HEU3BECTEH CIIOCOO, BKITIOUAIOLIUI CTA/IMIO ITOJTyYEHUS
KoJymonHoro pacrsopa MgAIl-CII aucnieprupoBaHreM B BOJHOM PacTBOPE MIIMLMHA
NpoayKTa TepMuueckoi gectpykumu MgAI-NO5-C/II', mprueM AeCTPpyKUUIO OCYIIECTBIISIOT

co ckopocTbto Harpesa 10°C/muH u BolaepxKoit ipu temmneparype 500°C B Teuenue 1 u.

Yeprexu

@ur.1 - nopoikoBas gudpakrorpamma MgAl-NO5-CT.

@ur.2 - nopoikoBas AudppakTorpaMmma npoaykra TepMuieckoit oopadotku MgAl-
NO;-CAT nipu 500°C.

®ur.3 - pacnpe/iesieHUe YaCcTUIL IO 00beMY IS TUCTIEPCHOM CUCTEMBI, TTOJTyYeHHOM ITyTeM
pacciioeHus NpoaykTa Tepmuieckon aectpykuun MgAl-NO;-C/II" B mpyucyTCTBUU IJIMLMHA.
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@ur. 4 - mukpodoTtorpadust [IIM cucreMbl, MOITyYSHHOH ITyTEM PACCIOCHUS TPOIYKTA
tepMuyeckor nectpykuun MgAl-NO3-CI™ B mpucyTCTBUM TTIMIMHA.

@ur.5 - mopomkoBas qudpakrorpamma pectpykrypupoanHoro CUI,

MHTEPKAJIMPOBAHHOTO 82082'.

®ur.6 - mopoikoBas AuppakTorpamma pectpykrypuposannoro CT,
uHTEepKATMPOBaHHOTO C3H cN304S".

HudpakTorpamMMmBbl, IpeICTaBICHHbBIE HA Qur. 1, 2, 5 1 6, monydeHsl Ha AudpakToMeTpe
Rigaku (CuKoa — uznydenue), pacrpe/ieneHre 4acTuil o oobeMy, mpeacTaBieHHoe Ha Gur.3,
MOJIy4€HO METOAOM JIMHAMUYECKOTO CBETOPACCESIHUS HA aHaM3aTope Zetasizer Nano ZS, a
MukpodoTorpadus Ha (ur. 4 morydyeHa ¢ MOMOIIBIO MPOCBEUMBAIOIIETO JIEKTPOHHOTO
Mukpockona JEOL JEM-2100 pu padbouem HanpsikeHuun 200 kB.

[Tpumeps! uCTIOTB30BaHMS TPETIOKEHHOTO criocoda s nonyuenus CUT,
WMHTEPKAJIMPOBAHHBIX aHUOHAMH PA3JIMUHON TPUPO/IBI

ITpumep 1. ITonyuenue komonanoro pacrsopa MgAIl-CIUAT

K pactBopy, conepxaiiieMy HUTPAThl MArHUS U aJTFOMUHUS B MOJIbHOM COOTHOUIEHUU 6:2
¥ cyMMapHo# KoHueHTpauuer 0,70 MOJIb/J1, IPU MTOCTOSIHHOM NEPEMEIIUBAHUY 100ABIISIOT
I10 KaIUISIM PacTBOP FMAPOKCHIA HATPUsl. Bce pacTBOPBI TOTOBAT B IUCTUILUIMPOBAHHOM BOJIE.
OOmuit 06beM pacTBOpoB codieit coctapsieT 200 mir. O61mit 00BeM pacTBOpa-OCAAUTENS
(pacTBOpa rugpokcuaa HaTpusi) coctanisieT S0 mut. COOTHOLIIEHUE HOHOB B pacTBOpax Jist

OCAXKICHNUS 1 B PACTBOPE-0CAIUTEIIE COOTBETCTBYET MOJIbHOMY OTHOLIeHM0: Mg> T Al*:OH =3:
1:8. PacTBOp-0caauTes JOOABISIIOT ITPU ITOCTOSTHHOM TIEPEMEIIMBAHUM CO CKOPOCTHIO ~3
mi1/MuH. OcakIeHHBIN oOpa3ell MoABEPraroT CTAPEHUIO MO CIIOEM MaTOYHOTO pacTBopa
IpY KOMHATHOM TeMriepaType B TeueHue 48 4. 3aTeM MaTOYHBIN pacTBOP JEKAaHTUPYIOT,
o0pa3sel moABepraroT MPOMBIBKE JUCTUINIMPOBAHHOM BOJION 71 yAaJIeHUs U30BITKA coJie
HaTpUs, PUIBTPYIOT TSI YAAJICHUS XKUIKOCTH U CYIIAT ITPYU KOMHATHOM TeMIepaType.
dopMHpOBaHKE CTPYKTYPBI THAPOTATIBKUTA, OAHO(A3HOCTh CTPYKTYPBI U BBICOKYIO
CTENEHb OKPUCTAJUIM30BAaHHOCTHU 1T0Jy4eHHOTO MgAI-NO3-C/II' moaTBepkaaeT HaJlnuue Ha

MOPOIIKOBOM TU(pPaKTOrpaMMe XapaKTepHOIo ISl JTaHHOTO KJlacca CoOeIMHeHUI Habopa
peduiekcoB (Pur.1). [To narasiM POA paccuntan mapaMeTp ¢, OTBEUAIOIIUN MEKCIIOEBOMY
paccrosiHuio, oH coctaBui 24,84 A. TTomyuenue MgAl-NO;-C T MOKeT ObITh OCYIIIECTBIIEHO

JI0OBIM IPYTUM U3BECTHBIM CIIOCOOOM.
[Tonyuennsiit o6pazey MgAl-NOs-CII" nonBeprarot repmuueckoit aectpykuuu rpu S00°C

B TeueHue 1 4. Ckopocts HarpeBa coctasiser 10°C/mun. Tpanchopmamuro MgAl-NO5-CAT

B BBICOKOJIMCIIEPCHYIO CMECHh OKCHUI0B COOTBETCTBYIOIIUX METAUIOB CO CTPYKTYPOW LITTMHEIN

B pe3yJibTaTe TepMuueckon aectpykuuu rpu 5S00°C nmoareepkaaeT nopouKoBas

mudpakTorpamma npoaykrta repmudeckon aectpykuuu CI, mpusenennas na dwur.2.
ITpoaykT Tepmuueckoit nectpykuun MgAl-NO3-C/II" moMmeiaror B pacTBOp INIMIUHA B

JTUCTUIUTMPOBAHHOM BOJIE, COACPIKAaHHUE IIIMIMHA B KOTOPOM B 1,5 pa3a MpeBhIIIacT KOJTMIECTBO
MEKCIIOEBBIX aHUOHOB B UCX0HOM MgAI-NO3-C/II'. PacTBOp nepeMenmBaoT 1 OCTABISIOT

Ha 48 4 Ipy KOMHATHOM TeMIlepaType A pacclioeHus. B pe3ynpTate moayJaroT KOJUTOUTHBIN
pacTBOP, CTAOWIBHBIN TPU ITTUTEIIbHOM XPaHEHUH, XapaKTEPU3YIOIIUNCST HAHOPA3MEPHOCTHIO
YaCTHIL AUCTIEPCHOM (ha3bl.

BusyanbHbIM CBUAETEIBCTBOM PACCIIOCHUS BISIETCS 0Opa30BaHKE OMAIECHUPYIONIETO
pacTBopa U OTCYTCTBUE OCAJIKA.

O0pazoBanue kojrouaHoro pactBopa MgAl-CAT npu B3auMoAeNCTBUM TPOAYKTA
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tepMuyeckor nectpykuuu MgAl-NO3-CIT ¢ pacTBOpoM IMIMHA TOATBEPKAAOT

pacnpenenenue yactuil 1o pasmepam (dur.3) u MuxkpodoTorpadus mpocBeunBaromiei
3JEKTPOHHON MUKpOCcKonuH (Dur.4).

[Tpumep 2. Boccranosnenue ciouctolt crpykTypbl C/AI' B TpUCYTCTBUU HEOPTAaHUYECKUX
AHMOHOB

Komnouanslit pacTBOp, MOJTYyUYEHHBIN MO CIIOCOOY, ONMMCAHHOMY B IpUMepe 1, Mo Karuism

MIPY TOCTOSTHHOM TE€PEMEIIMBAHUN JOOABIISIOT K pACTBOPY, COJAEPKAIIEMY 82082'. KomuuectBo

82082' B 1,5 pa3a npeBbIIaeT KOJIUYECTBO MEKCIOEBBIX aHUOHOB, B IEPECUETE HA UCXOAHBIN

MgAI-NO3-CAT'. ITpu 3TOM HabmoaaeTcsl pa3pylieHue JUCIEPCHOM CUCTEMBI U OCEJaHKe

WHTEPKAIIMPOBAHHOTO Szng'C)lF. BoccraHoBieHHbIN 00pa3zel mocie ocaxaeHus

BBIJIEPKUBAIOT 48 U MOJ MATOUYHBIM PACTBOPOM IPU KOMHATHOM TeMIepaType, 3aTeM
MOABEPTAIOT OTACICHUIO Ha (UIBTPE, IPOMBIBKE U CYIIKE PU KOMHATHOM TeMIlepaType.
Ha ®wur.5 BugHO, uTO nostyueHHsbli npoayktT MgAl-S,0g-CIT" obnagaer cTpyKTypoit

rugpoTanbkuta. Paccuntanueiit no nanubiM POA napamMerp ¢, OTBEYAIOUIUN MEXKCITIOEBOMY
paccrosinuio, coctaBui 23,18 A. YMeHbIIIEHUE MEKCITIOEBOTO PACCTOSIHUS 110 CPABHEHMIO C
ucxogHbIM MgAI-NO3-CIII" MmoxeT ObITh OOYCIIOBIEHO KaK 00JIee CUIIbHBIM

3JIEKTPOCTATUYECKUM B3aUMOJIEUCTBUEM JABYX3aPSIHBIX MEKCIOEBbIX AHUOHOB, TAK U
OpHUEHTAalMeN aHUOHOB B MEXKCIIOEBOM MPOCTPAHCTBE.

[Tpumep 3. BoccranoBnenue cinouctoit ctpyktypbl CI" B MpUCYyTCTBUM KPYITHBIX
OpPraHUYeCKHUX AaHUOHOB

Komnouanslit pacTBOp, MOJTyUYEHHBIN MO CIIOCOOY, ONMMCAHHOMY B IpuMepe 1, o Karuisim
MpU MOCTOSIHHOM TepeMEIIMBAHUU JTOOABIISIIOT K pacTBOPY, CoAepkallieMy aHuoH ((2,3-
TUTUapO-1,5-aumeTui-3-okco-2-penus- 1 H-mupazon-4-uir) MeTuIaMMHO) MeTaHCYIb(POHOBOM

kucinotsl Cy3H; ¢N304S™ B konmmuecTse, peBpIIaoneM B 1,5 paza KOJIMYECTBO MEXKCIIOEBBIX
AHUOHOB, B niepecueTe Ha ucxogHbiit MgAI-NO3-CIT'. ITpu 3ToM HabmI01a€TCs pa3pylieHre

JMCTIEPCHOM CUCTEMBI U oceianre nHTepkapoBannoro CAI'. MomuduimpoBaHHbIi 00paszen
IIOCJIE OCAXKIEHUS BBIIEPKUBAIOT 48 4 ITOJ MATOYHBIM PACTBOPOM IIPU KOMHATHOM
TeMIiepaType, 3aTeM IOABEPraloT OTIEICHUIO Ha (PUITbTPE, IPOMBIBKE U CYIIIKE ITPX KOMHATHOM
TEeMIIepaType.

Ha ®wur.6 BugHo, yTo nonyueHHbI npoayKT MgAl-C3H gN3O04S-CAI" obnanaer

CTPYKTYpO# ruapoTanbkuTa. Paccuntanupiit mo naHHbiM POA mapameTtp ¢, OTBEUAIOIIUI
MEXKCIIOEBOMY PACCTOSIHUIO, COCTABWI 23,19 A. YMEHbIIEHNE MEKCIOEBOTO PACCTOSHUS 1O
cpaBHeHMIO ¢ UcXOHBIM MgAI-NO3-C/I" MokeT ObITh 0OYCIIOBIEHO OpUEHTALMe! aHUOHOB

B MEXCIIOEBOM ITPOCTPAHCTBE.
Taxum o6pazoM, mpuUBeICHHBIE TPUMEPHI T0KA3BIBAIOT, YTO IMOCTABJICHHAS 3a/a4a 110
pazpaboTke mpocToro B peanu3anuu nmoiayueHuss MgAl-C/II" 3a1aHHOTO0 aHMOHHOTO COCTaBa

pelieHa.

(57) ®opmyna uzoopeTeHus
Crioco0 moirydeHus CTIOUCTBIX ABOMHBIX TUaApokcuaoB (CAIY) co cTpykTypoii

IUIPOTANbKUTA 001er popmynsl Mg, Al (OH),(A"),/,zH,0, rne A" - oprannueckuii umm
HEOPraHUYEeCKUH aHUOH, X = oT 0,2 10 0,33, Bkmrouarommii cunte3 MgAI-NO5-CAT, ero

TEPMUUYECKYIO JECTPYKLMIO, TUCTIEPTUPOBAHNE ITPOTYKTA TEPMUYECKON JECTPYKLMH C
ITOJIyYEHUEM KOJIJIOUAHOTO PACTBOPA, BOCCTAHOBIIEHUE CTPYKTYPbI TMAPOTAIBKUTA
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B3aUMO/IEUCTBHEM C BOJHBIM PACTBOPOM COJIH, (PUITBTPALMIO, IIPOMBIBKY U CYIIIKY,
OTJIMYAIOILMICS TEM, YTO TepMUUecKyto aecTpykuuo MgAl-NO3-CII ocyiiecTBisitor co

ckopocTblo Harpesa 10°C/MuH u Boiiepkkov pu temneparype 500°C B Teuenue 1 4,
[IEPEMEIIMBAIOT OXJIAXKIECHHBIN 10 KOMHATHON TEMIIEPATYPBI IPOLYKT TEPMUUECKOM
JECTPYKLMHU C BOAHBIM PACTBOPOM IJIMLMHA, COAECPKAHUE ITIMIMHA B KOTOPOM ITPEBBIIIAET
KaK MMHMMYM B 1,5 pa3a KOJIMYECTBO MEKCIIOEBBIX aHUOHOB B IIEPECUETE HA UCXOAHbIN MgAl-
NO;-CATI', u ocTaBisitoT Ha 48 4 ITpyM KOMHATHOM TeMIlepaType UIsl PACCIIOCHHUS,

BOCCTAHOBJICHHUE CTPYKTYPbI TUAPOTAIBKUATA OCYILECTBIISAIOT IIyTEM B3aUMOIEHCTBUS IIPU
KOMHATHOM TeMIIEpaType B T€UEHUE 48 4 C BOAHBIM PACTBOPOM, COJIEPKAILIMM HEOOXOIUMbIE
AHUOHBI, KOJIMYECTBO KOTOPBIX ITPEBBIIIAET KAK MUHUMYM B 1,5 pa3a KOJIM4eCTBO MEXCIIOEBBIX
AHMOHOB B nepecueTe Ha ucxoaHblit MgAl-NOs-CT.

Crp.: 9
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