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(57) Pedepart:

N300peTeHne OTHOCUTCS K OOJIACTH XUMHUM U
MOJKET OBITh UCIIOJIB30BAHO IIPY U3TOTOBJIEHUH Y D-
(bUIbTPOB B CONHLE3AMMTHBIX cpecTBax. CHavana
IIPOBOAAT MEXAHUUECKOE pACTUPAHUE B TeueHue 20
MHUH KOMIIOHEHTOB, B3SITBIX IIPU CIEAYIOLIEM
COOTHOILIEHWM MOJIBHBIX 4YacCTed: HUTPAT LUHKA
IIECTUBOAHBIN — 6; HUTPAT AJIFOMUHYS AEBATUBOTHBIN
— 2; IMOoKcuA TUTaHa — 1 u kopuyHas kucinota— 1. B
MIOJIyYEHHYIO cMech J00aBIAIOT 16 MOIBHBIX YacTei
TUJIPOKCUIA HATPUS U NMPOJOJIKAIOT PACTUPATH 110

Crp.: 1

OAHOPOJTHOCTU. 3aTeM B TMAaCTy [00aBISIOT
JUCTWIIMPOBAHHYIO BOIY M3 pacuéra 6 mi Ha 1
rpaMm noyiydeHHou cmecu. CyCIeH3UIO HACTaUBAaIOT
B TE€UYEHHE CYTOK IPU KOMHATHOH TEMIIEpAType,
[IPOMBIBAIOT JIMCTUJIIIMPOBAHHOMN BOJIOH,
neHTpudyTUpyroT U cymat npu 70°C 10 MOCTOSTHHOMN
Macchl. [ToyueHHBIN CIIOUCTBIN IBOMHOMN THAPOKCU/T

COLEPKUT Zn>*/AP*/T i4+/KopI/IqHy}0 KUCJIOTY B
MOJIBHOM COOTHolleHud 6:2:1:1 u oOmnanmaer
(hOTONPOTEKTOPHBIMU CBOMCTBAMU. 3 UIL., 1 TabII.
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(54) METHOD OF PRODUCING A LAYERED DOUBLE HYDROXIDE WITH PHOTOPROTECTIVE

PROPERTIES

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to chemistry and
can be used in making UV filters in sunscreen products.
First, mechanical grinding is carried out for 20 minutes
on components taken in the following ratio of molar
parts: zinc nitrate hexahydrate — 6; aluminium nitrate
nine-hydrate — 2; titanium dioxide — 1 and cinnamic
acid — 1. 16 molar parts of sodium hydroxide are added
to the obtained mixture and triturated until

Crp.: 3

homogeneous. Then one adds distilled water to the paste
in amount of 6 ml per 1 gram of the produced mixture.
Suspension is infused for a day at room temperature,
washed with distilled water, centrifuged and dried at
70 °C to constant weight.

EFFECT: obtained layered double hydroxide

contains Zn>*/AI>*/Ti**/cinnamic acid in molar ratio
6:2:1:1 and has photo-protective properties.
1cl, 3 dwg, 1 tbl
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M3006peTeHrne OTHOCUTCS K 00JIaCTH XUMHH, & UMEHHO K CITOCO0aM IOJIyYCHMS
CUHTETHUYECKHX CITOUCTBIX ABOMHBIX TUAPOKCcUI0B (CI) co CTpyKTypol ruaApOTaIIbKUTA,
coJiepKalvx KaTUOHBI MHKA, aJJIOMUHUS U TATAHA, & TAK)KE aHUOHBI KOPUYHOW KUCITOTHI.

W3 muTepaTypHBIX TaHHBIX U3BECTHO BKITIOUEHHUE B THIPOTATBKUTOTIOA00HBIE CTPYKTYPBI

JPYTHX KATHOHOB, CPEl KOTOpbIX KaTnoHbl Mg>t, Fe?™, Fe**, Cu®™, Ni?*, ce**, In**. B
CTPYKTYPY TaKKe BXOAAT HEOPTraHMYeCKHe TMO0 OpraHNdecKre aHMOHBI — KAPOOHATHI,
HUTPATHI, AlleTATHI, PTATATHI U APYTHE.

M3Becten nmaTeHT «ConHne3amuTHBIE cpeacTBa» US 5474762 (ony6i1. 12.1995), B KoTopoM
ormceiBaetcst cuaTe3 CJIIT pa3mMyHOro KATHOHHOTO M AHMOHHOTO COCTABA, COAEPKAIINX

kaTrous Mg>*, AI**, Zn?" v aHMOHBI KOPUUHOM KUCIOTHL, 2-(eHNIGEH3MMHIA3071-5-
Cylb(pOHOBOM KUCIOTHI. JlaHHBIE COeTMHEHUS OBLTM CHHTE3UPOBAHBI METOIOM OCaKICHUS
CyCIIEH3UM OKcHU1a MarHus. s 3Toro pacTBop HUTpATA ATFOMUHUSA IIPU IIOCTOSIHHOM
repeMelIMBaHuU JOOABIISUIM K CYCIIEH3WU OKCHUJIa MAarHusl. 3aTeM MOJYUYEHHYIO CYCIIEH3UIO
MOMeEIIAJIM B TEPMOCTAT Ha 5 iHel npu TeMiiepatype 90°C, 1o ucTeueHu BpeMeHn 00pasell
MIPOMBIBAJIM BOJION U BbICYIIMBAJIU. BKIIIOUeHMEe KOPUUHOM KUCITOTHI B cTpykTypy CUT
MPOBOJIMIN METOJIOM UOHHOTO 0OMeHa. J{J1s1 3TOTO B BOJIHBIN pacTBOP KOPUUHON KUCTOTHI
JI00aBIISLIM PACTBOP TUApOKcuaa Kanus. [TomydeHHyo cMech BBOAWIIN MPU MIEPEMEIIMBAHUM
B cunte3upoBanHbiil CII" 1 HarpeBasu B TeueHue 2 yacoB Iipu Temnepatype 90°C, 3atem
MPOMBIBAJIU U BbICyIIMBaIU. COOTHOIIIEHUE HOHOB B IAHHBIX 00pa3lax COCTABUIIO:

Mg2+ZA13+:KOpI/I‘—IHa${ kucnora =4:2:1,4 n 4:2:1,84.

AHAJIOTUYHYIO METOAMKY IPUMEHSIIU [UUIs1 CUHTEe3a UMHK-amtoMuHueBbIx CIAT, ogHako
BMECTO OKCHJIa MATHUS UCIIOJIb30BAJI OKCUJI [UHKA, & BMECTO KOPUYHON KUCIIOTHI
UCIIOJIb30BAIM 2-(peHNIOEH3UMUIA30J1-5-CYIb(OHOBYIO KUCIIOTY.

HenocratkaMu qaHHOTO MeTO/AA ABIISIETCS OOJIbIIOE TOTPEOICHUE BOIBI AJISI OTAEIBHOIO
PACTBOPEHUS HABECOK, a TAKXKE IMPOJOJDKUTEIIBHOE BPEMS IIPOBEAEHUS CUHTE3A.

Cpenu METO10B CUHTE3a CIIOUCTBIX IBOMHBIX THIPOKCUI0B HAMOO0JIee pacpOCTPAHEHHBIM
CUMTAETCSI METOJ COOCAXKACHUSI U3 PACTBOPOB COJIEH PACTBOPOM-OCAAUTETIEM ITPU IEPEMEHHOM
WIM ITIOCTOSIHHOM 3HaudeHuu pH ¢ nocnenyrommm crapeHuem, IPOMBIBKOH U BBICYILIMBAHUEM
oOpasua.

B cratbe (Yong Li. et al. Synthesis and characterization of Zn-Ti layered double hydroxide
intercalated with cinnamic acid for cosmetic application // Journal of Physics and Chemistry of

Solids, 2017, V. 107, P 62-67) onmcan cunres Zn>*/Tit/Kopuunas xucnora — CJAT,
BBICTYIAIOIIErO B KauecTBe Y D-(UIIbTpa, METOIOM COOCAXKIEHHS U3 PACTBOPOB COJIEH IIpH
KOMHATHOM TemIiepaType. HUTpaT IMHKa, XJIOpHI TUTAHA U MOYEBMHY PACTBOPSIIH B BOJIE
IIPY MHTEHCUBHOM IEPEMEIIMBAHMUH, TIOCIIE 3TOTO MOIYYEHHYIO CYCIIEH3UIO BBLIEPKUBAIIH B
aBTOKJIaBe B TeueHue 48 yacos 1pu 130°C. ITomyueHHbIN 0CaJOK TPOMBIBAJIU U BBICYIIIMBAIIN
npu 60°C B Teuenue 12 yacos. BkiroueHyre KOpUUHOM KMCIOTHI IPOBOMIM METOJOM HOHHOT'O
o6MeHa. JIJ1s 3TOro HaBeCKY KOPMUHOM KUCIIOTHI PACTBOPSUIA B PACTBOPE BOJBI M 3TAHOJIA
B cooTHOMIenuu 1:1, nanee nonyuennsiit CJII" cMeIMBaIIK ¢ pACTBOPOM KOPMUHOM KUCIOTHI
C IOCIIeyIOLIEH BBIIEPKKOM B aTMocepe a30Ta 1pu Temrnepatype 50°C B TeueHue Houu. B
Pe3yJIbTATe MOJTYUHIN MATEPHAT ¢ coOoTHOweHHeM Zn > Ti*":
0,505:1,009.

HemocTaTKaMy JAHHOTO METO/A ABJISETCA OOJIBIIOE KOJIUYECTBO CTAIUM, IIUTEIBHOCTD
IPOBEIEHUS CHHTE3a, TOKCMYHOCTD UCIIONIL3YEMOTO XJIOPUIA TUTAHA, OOJIBILOE YUCIIO
MpUMeCHBIX (a3 B oOpasiie.

3a/1aua HACTOSIIErO W300PETEHUs COCTOUT B PACIIMPEHHMH YKe U3BECTHBIX CIOCOOOB
CUHTE3a CMHTETUYECKUX TUIPAILKUTOIION00HBIX COEIMHEHMI ¢ (POTOMPOTEKTOPHBIMU

Kopuunas kucnora = 0,495:
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CBOMCTBAMM.

TexHuueckuii pe3yabTaT — MOJyYeHUE TUAPATIBKUTOINOI00HOTO COSTMHEHUS C
(hOTONPOTEKTOPHBIMU CBOMCTBAMH, COJIEPIKAIIETO B ceOe KATUOHBI IUHKA, aJTIOMUHUS U
TUTAHA, & TAK)KE AHUOHOB KOPUYHOM KUCJIOTHI, YTO MO3BOJISIET UCIIOJIb30BATh UX B KAYECTBE
V®-punbTpa B COJHIE3AIMTHBIX CPEACTBAX.

JI1s1 pertieHus ToCTaBJIEHHOM 3a/1a4uu MPeI0KEH MEXaHOXUMHUYECKHUIM CTOcO0 CUHTE3a

MOJIYUYEHUS Zn2+/Al3+/Ti4+/KoquHaﬂ KHCIIOTA — CIIOUCTOTO IBOMHOTO TUAPOKCUIA, B
cooTHOIIIEHUH 6:2:1:1 COOTBETCTBEHHO, 00J1a/1at01ero GoTONMPOTEeKTOPHBIMU CBOUCTBAMU,
BKJIFOYAIOIIMI MEXAaHUYECKOE PACTUPAHKUE HUTPATA LIMHKA IIIECTUBOAHOT'O, HUTPATA AJTFOMUHUS
JIEBSITUBOJHOTO, JMOKCHU/IA TUTAHA U KOPUUHOM KUCTIOTHI B TeueHue 20 MUHYT. 3aTeM
JO0ABIISIOT TUAPOKCU HATPUS U pPACTUPAIOT 10 OJHOPOAHOCTH. [laiee B MOJIy4eHHYIO TaCTy
JI00aBISIOT IUCTUNIMPOBAHHYIO BOMY, U3 pacuéra 6 MiI Ha 1 rpaMM MOJIy4YeHHON CMecH, U
HACTaMBAIOT MOJIYUYEHHYIO CYCIIEH3MIO B TEUEHHE CYyTOK ITPY KOMHATHOM TeMIiepaTtype. 3aTeM
CYCITEH3HIO ITPOMBIBAIOT JTUCTHUILIMPOBAHHON BOJIOM, HEHTPU(PYTUPYIOT U BBICYIIIMBAIOT TIPH
70°C 10 OCTOSIHHOM MaCChl, TPU ITOM KOMITIOHEHTHI OepyT IPH CIIEIYIONIEM COOTHOIIICHUN
MOJIBHBIX YaCTEM:

HUTPAT UUHKA LIECTUBOJHOIO — 6,

HUTPAT AJIIOMUHUS AEBITUBOIHOTO — 2,

JIMOKCcUJ TUTaHa — 1,

KOpHUYHas Kuciora — 1,

TUApOKCcHUT HATpus — 16.

I'paduueckue matepuanbl

@ur.1. PenTreHoBckas qudpakrorpaMMa COeTMHEHUS, TIOIyYeHHOTO 110 mpuMepy 1 Ha
nudpakTometpe Rigaku Ultima B quana3zoHe cbeMku 5-80° 20 ¢ 1maromM cCKaHUpOBaHMS 10
0,02° co ckopOoCThIO 3 rpa/MHH.

@ur.2. MukpodoTorpadus [I9M coenuHenus, MOIy4eHHOTO 110 TpuMepy 1, Ha
Mukpockore JEM-2100 ¢ yckopsiromum HarpsbkerreM 200 kB, ¢ pa3periaroliieit CltocoOHOCTBIO
0,2 uM u quanazonoM ysenmuenuit 500-1500 kpar.

®wur.3. UHppakpacHbIl CIEKTP COSAUHEHUS, TTOJyYeHHOT 0 1o mpumepy 1, Ha MK-

criekTpomeTpe @CM 2201 ¢ Dypbe npeoOpa3oBaHUEM B IMana3zoHe JJIUH BOJIH OoT 5000 em’!

710 500 cm ™.

Ha ¢wur.1 oTMedeHo mprcyTCTBHE OCHOBHBIX ceMU pediekcoB, mpucynmx kinaccy CAT,
COOTBETCTBYIOIIMX Oa3ambHBIM oTpaxkeHusM (003), (006), (009/012), (015), (018), (110) u
(113).

Ha ¢wur.2 Buanel xapaktepusie st CI yennyiiku, 3auKcupoOBaHHbIE TIPU OLEHKE
Mopdoiioruu ob6pasia MeToI0M IMPOCBEUMBAIOIIIEH 3JIEKTPOHHON MUKPOCKOIIUH.

3adukcrpoBaHHBIC B ITOJIYIEHHOM 00pa3Iie MOJIOCH KoJIeOaHUsI KapOOHUITBHOM TPYIIITHI
MOJTBEPKIAI0T UHTEPKAJISUIO KOPUUHON KUCTOTHI (pur.3).

ITpenyiokeHHBIN METOT COOTBETCTBYET YCIIOBUSIM HOBU3HBI M U300pETATEIIbCKOrO YPOBHS,
T.K. U3 YPOBHSI TEXHUKU HE U3BECTEH MEXAHOXUMHUYECKUI CITIOCOO MOTyUEHUS

Zn*t/AP/Ti* /Kopuanas Knemota — CIoNCTOro ABOAHOTO TMAPOKCH/A, B COOTHOLIEHHH 6
2:1:1 cOOTBETCTBEHHO, 0bOIafaroero (hoToNpOTEKTOPHBIMU CBOMCTBAMMU.

[Tpumeps! ocyiecTBIeHUs TTPEIIOKEHHOTO CITOoco0a

[Tpumep 1

Hus monmydyenust CJII" ObLT UCITOTB30BaH METO MEXaHOXMMHUYECKOTO CMHTe3a. JIJ1s1 3TOTO0
B3BEIIMBAJIM HABECKY COJIEH U3 PACUYETA MOJyYEHHUS 2 T IPOAYKTA: 3,66 I HUTpAaTa LIMHKA
IIECTUBOJIHOT O, 1,54 T HUTpaTa aJTIOMUHMS AEBITUBOAHOTO, 0,30 I KOPUUHOM KHUCIOTHI, 0,16

Crp.: 6
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I 1Mokcuaa TuraHa. KoMIOHEHTHI CMEIIMBAJIM B araTOBOM CTYIIKE U MIEPETUPAIIA BPYUHYIO
B TeueHue 20 MuHyT. [locne nomydennst omHOPOIHONM MAacChl B CTYNIKY BHOCWIM 1,32 T
TUAPOKCUIA HATPUS U TPOAOJDKAIIM PACTUPAHUE B TEUEHUE 15 MUHYT 10 OMHOPOJHOCTH. B
MOJIyYEHHYIO nacTy 400aBuiv 40 MJI IUCTUIIMPOBAHHON BOABL, U3 pacuéTa 6 mil Ha 1 rpamm
MOJIy4YeHHOM cMecH. [1oydeHHYI0 CyCIEH3UIO HACTAUBAJIM B TEYEHHE CYTOK ITPU KOMHATHOMN
TeMIreparype. 3aTemM pOMbIBaIM 5 pa3 no 40 MJI AUCTUIUIMPOBAHHON BOABI, C TOCIIETYIOIINM
HeHTpUyrupoBaHreM, 3aTeM BeIcyBaiv mpy 70°C 10 TOCTOSIHHOM Macchl. Bbxos 1eieBoro
npoaykra — 1,78 r, r.e. cocraBui 89%.

Ha ocHoBaHuM 351eMEHTHOTO aHAJIM3a BbIBeAeHA (OPMYyJIa TTOJIYYEeHHOTO COSTMHEHUS
Zng 6oAlg 27Tig 10(OH)2(CoH70,)g 15. CrienoBaTenbHO, NOIYYEHO COEAMHEHNE

Zn2t /AP /T i4+/KOpI/I‘IHa${ kucnorta — CII', B cooTHOIIeHNH 6:2:1:1 COOTBETCTBEHHO.

ITpumep 2

N3mepenue poToKaTaIMTUUECKOM aKTUBHOCTH 00pas3la, MoJIy4YeHHOT o 1o mpumepy 1,
MPOBOWIIM ITyTEM OIpeieeHrs (POTOAeTrpaiallii METUIIEHOBOT'O CUHETO 10T BO3/IEHCTBUEM
yIbTPaHOIETOBOrO U3NTyueHus. B kadecTBe uctounuka Y D-u3ydeHus UCTIOIb30BAIN
dhotomuznyro kamepy Boabra ®K-12M, ocHamennyo pryTHoi Jamion JPT-1000
MoIHocThI0 1000 BT, ¢ myunctsiM moTokoM 128 BT, MOTOK M31ydeHHs] KOTOPOM JIEXKUT B
obmactu ciekTpa 240-320 HM. B kBaprieByro mpoOHpKy IToMeIaay 25 M BOJHOTO pacTBOpa
KpacuTtesisi MeTuieHoBoro cuHero 1 0,025 r ucciiegyeMoro oopasia v rnoJsepraivi 001y4eHuIo,
ONTUYECKYIO IUIOTHOCTh pAcTBOPA (PUKCUPOBAIIU Kaxable 10 MUHYT C TOMOUIbIO
cnekTpodoTomerpa. [1is cpaBHeHUs ucnob30Baiu TiO,), KOTOPBIM MPUMEHSIETCS B KaUeCTBe

¢dusnueckoro Y D-punbrpa.
Tabmuna 1. OnTrdyeckas IIIOTHOCTh PACTBOPA METHUIIEHOBOTO CUHETO, ITOIBEPTIIETOCS

Y®-0611y4eHNIO B IPUCYTCTBHH MCCiIeayeMoro obpasua Zn>t/A1*/Tit/Kopuunas kuciora
— CAT', mo cpaBHEHUIO C PACTBOPOM, OOJIy4YeHHBIM B ITpucyTcTBUU TiOy

h
o

Bpewms o0inyueHus (Mun) | 0 10 20 30 40 60

Zn*/AP*/Ti*/Kopruunas | 1,25 | 1,18 1,12 1,02 | 098 | 0,95 | 0,89
kucnora — CJI
Ti0; 1,25 ] 1,16 1,00 | 096 | 0,85 | 0,73 | 0,56

Taxum 0OpazoM, y MOJIyUEHHOI'O COeIMHEHUS (POTOKAaTaIMTHYECKass AaKTUBHOCTh
3HAYUTEIHHO HIKE 1O cpaBHEHUIO € TiO,, TO €CTh ero MoriIoTUTEIbHAS CIIOCOOHOCTH 11O

OTHOLIEHUIO K Y @-n3nyuyeHuto Boile, yeM y TiO,. DTo emie pa3 noATBEPKAAET, UTO
MOJTYYEHHBIN 1O puMepy 1 oOpaszen MOXKeT ObITh UCIIOIB30BaH B KauecTBe Y D-puinbTpa.
Taxum 0O6pa3zoM, IpUBEIECHHBIN IPUMEP AOKA3bIBAET, UTO TOCTABIIEHHAS 3aJa4a 110

PACIIMPEHMIO apceHalIa croco6os nonyuenns Zn> /Al Ti*/Kopnunas kucnora — CAT, B
CcOoOTHOIIEHUH 6:2:1:1 cOOTBETCTBEHHO, perieHa. [logyueHHOe coeTMHeHUe MOXKET OBITh
UCIIOJIb30BaHO B KauecTBe Y D-(UIbTpa B CONHIE3AIUTHBIX CPEJACTBAX.

(57) ®opmyna u3o0peTeHUst
Cnoco06 noJryueH#Mst CJIOUCTOTO ABOMHOTO THAPOKCHAA C (POTOIIPOTEKTOPHBIMU CBOMCTBAMH,

COJIEpKAILETO Zn2+/A13+/Ti4+/KoquHon KHUCJIOTY B MOJIBHOM COOTHOIIeHUH 6:2:1:1,
COOTBETCTBEHHO, BKJIIOUAIOIIMI MEXaHUYECKOE PACTUPAHUE HUTPATA [IMHKA IIIECTUBOIHOTO,
HUTpATAa AJIIOMUHUS IEBITUBOJHOTO, TUMOKCHUIA TUTAHA U KOPUYHOM KUCIIOTHI B TeueHue 20
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MUH, J00aBJIEHHE TUAPOKCHIA HATPHUS U IIPOIOKEHNE PACTUPAHUS 10 OJTHOPOIHOCTH,
JI00aBJIeHUE B MOJIYUYEHHYIO NACTY JUCTUIUIMPOBAHHOM BOABI U3 pacuéra 6 Mjl Ha | rpamm
MOJIyYeHHOM CMECH U HACTaWBAHUE MTOJTYUEHHOM CYCIIEH3UM B TEYEHHE CYTOK ITPYU KOMHATHOM
TEMITepaType, 3aTEM ITPOMBIBKY CYCIIEH3UH TUCTUIUTMPOBAHHOM BOIOM, IEHTpUyrupoBanme
u cyuiky mpu 70°C 10 MOCTOSIHHOM MAacChl, IMPU 3TOM KOMITOHEHTHI OepyT MPpH CIIeTYIOIIEM
COOTHOIIIEHUH MOJIbHBIX YaCTeH:

HUTPAT [UHKA IIECTUBOJHOTIO - 6,

HUTPAT AJIIOMUHUS AEBSITUBOIHOTO - 2,

OUOKCU TUTaHA - 1,

KOpUYHAas KUCIIoTa - 1,

TUAPOKCUT HATpus - 16.

Crp.: 8



1000

HHTCHCHBHOCTB, OTH. e]l.

RU 2845814 C1

10

20

30 40 50
2 theta, °

®ur. 1

Crp.: 9

80



RU 2845814 C1

dur.2

Hurencn BHOCTb, OTH. €/1.

T T T T T T T T
4000 3500 3000 2500 2000 1500 1000 500

em

®ur.3

Crp.: 10



	Биб.поля
	Реферат
	Bibliography
	Abstract
	Описание
	Формула
	Чертежи

