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COPBLIVHE BUNYYEHHA ®APMIPEMAPATIB 13 BOJHUX

PO341HIB 3A 0MOMOIroH Ni(ll),Fe(lil)-LLAPYBATUX
NOABIMHNX r1APOKCUAIB TA IXHIX ®EPOMATHITHUX OKCUJIB
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BuBueHo 0c00/MMBOCTI Ofep)KaHHS Ta CTPYKTYPOYTBOPEHHS FOMOTeHHUX (a3 HiITpaTHUX
¢dopm mapysarux nopsiitHux rigpokcupis Ni** ta Fe**(NiFe-LDHs) i3 pisaum cniBifHO-
HIEHHAM KOMIIOHEHTIB y peaKLiliHil CyMilli, a TaKOX IXHIX OKCUAHUX noxigHux. IIposene-
HO IOPiBHANIBHY OLIIHKY IXHBOI a/IcOpOLiitHOI 3[aTHOCTI BiffHOCHO aHIOHHOTO OPTaHiYHOTO
TOKCUKaHTa — Ank1odeHaky Harpiro. [TokasaHo, 110 3aIIpOIIOHOBAHNIT METOJ, CUHTE3Y -
XOM OCaJI>)KEHHA 3 BOJHOT'O pO34MHY 3a Ii[poTepMaabHNUX YMOB JO3BOJIAE OTPUMYBATI TOMO-
reHHi a3y mapyBaTux MOABIIHUX TiIPOKCHU/IIB Ta IXHI MarHiTo-KepoBaHi NOXifiHi 3i CTPYK-
TypoIo LimiHesni. 3rifHO 3 JaHMMU PEHTIeHO(}A30BOrO aHAi3y, YMOBM OfiepXKaHHS 3pasKiB
3a0e3redyloTb HeOOXifHMII piBeHb KPUCTAMiYHOCTI Ta XapaKTePUCTUYHNUX CTPYKTYPHUX
0COO/MMBOCTEN CHMHTETVYHUX IIAPYBATUX IOABIIHUX Ti[POKCU/IB TUITY NPUPOJHBOTO Tifi-
poranpkity Ta ¢epury Hikemo. ITokasaHo, 0 Ha epeKTUBHICTb COPOLITHOTO BUTyYeHHS
Ofiep>KaHMMM COpOLITHIMM MaTepiaaMyl CyTTEBO BIUIMBAIOTh YMOBM CHHTe3y. BusHaueHO
KiHeTM4Hi mapameTtpyu copb6buii. BcraHoBIeHO, 10 copoOuisa auknodeHaky HaTpio Ha ofep-
YKaHMX 3pasKax IpoTikae B 3MimaHoMy gudysiiiHomy pexxumi. [IpoanarizoBaHo izoTepmu
aficopO1ii, Moka3aHo, [0 Y JOCII)KeHOMY KOHIIEHTpPaLiflHOMY iHTepBasi iX 3aoOBilbHO
omucye mopenb Jlenrmiopa.

KnrodoBi cmoBa: mapysari moasiliHi rigpokcuay, ¢apmaneBTHYHI IpemapaTyi, BOAO-
OYVICHi TeXHOJIOTil, opraHivyHi 3a06pyHIOBaYi.

BCTYII. B ocranHi pokm pesyabraToM 2], a Takox B YKpaiHi [3]. Ile migBuirye pusuk
BIUIMBY XiMi4YHOro Ta 6io/lorivHoro 3abpyn- BIUIMBY KaHIIEpOT€HHMX Ta MyTareHHMX (ak-
HEeHHs PiYKOBMX CTOKIiB Ta IiJjl3eMHUX BOJO- TOPiB Ha IPOLECH KXUTTENIIBHOCTI 6iooriv-
HOCHMX TOPM3OHTIB, HE3a[JOBI/IbHOI BOJOTOC- HMUX CUCTEM, Y TOMY YMCIII 11 Ha 3[I0POB’s JTI0-
HOIAPChKOI Mis/IBHOCTI cTazma Hu3bKa sKicTh jauuu [4]. Tak, 3a ;anumu BececBiTHBOI OpraHi-
IKepesl MATHOTO BOZIOTIOCTa4YaHHs B CBiTi [1, 3auii oxoponu 3gopos’s (BOO3), cnoxuBaH-

56 ISSN 2708-129X. VKp. Xim. XypH., 2024




T. C.Ty6eubka, 0. A. XaiinakoBa, H. . Ko6uniHcbka

YXX Ne 8 / TOM 90

Hs1 HeTOOPOSIKiCHOI MUMTHOI BOZIM € IPUYVHOIO
3aXBOPIOBaHb Oi/lbIIOCTI >KNUTEJiB IUIAaHETH,
HaBiTh y PO3BMHEHUX KpaiHax [5], mo crpu-
YUHAE HU3bKUI ITOKAa3HUK CEPENHbOI TpUBa-
JIOCTi >XUTTA NIOACTBA. [le TBepIKeHHA MOB-
HOI0 MipOI0 CTOCY€ETbCA CYy4aCHOI KOOI YHOI
cutyanii B YKpaiHi i, HacaMIiepef, CuTyarmii 3
HNUTHOIO BOZIOK. BinbImicTh GaceiiHiB pivok i
BOJIOJIMNLLI, 3 SIKUX ITePeBa>KHO 3a0e3evYyIoTh
HoTpeby HaceleHHs Y BOJIi, He MOXKHA BBaXka-
TV €KOJIOTiYHO OesneyHuMIU. SIKIIO BpaxyBa-
T HUHILIHI peaslil BOEHHUX [Iiil Ha TePUTOPil
YKkpaiHu Ta OB’ A3aHMX i3 MM €KOJIOTivHi Ta
TEXHOT€HHI KaTacTpodu, TO aHTPOIIOTeHHe
HaBaHTa)XEHHA Ha BOJHI pecypcu Hallol Kpa-
iHM 36epiraTMMeTbcs HAMOMVDKINMU JeCsATH-
JUTTAMMN.

IHTeHCUBHE BUKOPUCTAaHHA dapMaljeBTIy-
HIUX IIpelapaTiB y MeAULINHI Ta y BeTepuHapil
IpU3Be/IO O HAaKOINYeHHA IX y BOEHUX 6a-
ceifHax Ta IpyHTax [6]. [ToaBy papmaneBTny-
HUX IIpenapaTiB y BOZTHOMY CepefoBUIIi 1M~
POKO 0OTOBOPIOIOTD Y JIiTEpPaTypi OCTAaHHBOTO
pecatupivdsa [7]. OcCHOBHMMM [pKepenmamMyu
NOTPAIUIAHHA (PapMalleBTUYHUX IIperaparis
y IOBEpPXHEBI INPUPOJHI BOAM € OYMIEHI Ta
HeOYNIleHI MyHIMIanbHi CTiYHI BOAu, CTO-
KU IiJIPUEMCTB, HENPaBUIbHO YTU/Ii30BaHi
dbapmareBTHYHI Bigxonu, KaHamisawinHi 3/mm-
BJ MeIVYHUX i BeTepUHAPHUX YCTAaHOB [8].
[ToBigoMs€eThCs, WO KOHIeHTpalii ¢apma-
LEBTUYHUX IIpenapariB y IOBEPXHEBUX BO-
Jax, Iifi3eMHUX BOJAaX i YaCTKOBO OYMIIEHii
Bogi 3asBuuait Meniie 0,1 MKr/i, a KOHIIEH-
Tpalii B O4NMLIEHI BOJI, IK IIPAaBUJIO, HIDKYE
0,05 mxkr/n (abo 50 ur/m) [9, 10].

BopoouncHi copypy Hikonmu He po3po6iis-
i i copbuiitHoro BumydeHHs apmarie-
BTUYHYX IIPENaparisB i TOMy BOHU HEe MOXYTb
BUJAIATY X MOBHicTIO. EQexTuBHicTD BUMy-
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YEeHHA MOXKe CTaHOBUTYU MeHlIe 10% y Bumaj-
Ky Takux (apMaleBTMYHUX IIperaparis, fAK
Kap0aMaseIiH, aTeHOJION, alleTUICAIIINIOBa
KICNIOTa, AMK/IOpeHak, MedeHaMiHOBA KuC-
JI0Ta, IPOIIPAHOJION, TeTPALMKIIIH, KI0piopu-
HOBa Kucmota Ta aiHkomiumH [11, 12]. Kpim
LbOT0, OYNMCHi CTaHIii HE MOXYTb IIOBHICTIO
poskmagaryu ¢papmaleBTUyHi npenapatu [13],
OCKIiNIbKY IX, SIK IIPaBUJIO, PO3POOIIEHO IS PO-
00T 3 OpraHiYHVMM CIIOTYKaM, IO JIETKO Ta
IIOMiIpPHO PO3K/IaJal0ThCA Y [ialla30Hi MI/JI, a
TaKO)X MAlOTh He3HauHy (papMaljeBTUMYHY Ta
6ionoriuny axkTuBHicTh. OpmHak Qapmaries-
TUYHA PO3YMHHICTD, 3[JaTHICTb 10 BCMOKTY-
BaHH4, JIETIOYICTD, 3MATHICTD KO OiomoriyHoro
PO3K/IaJjaHHs, TOMAPHICTD i cTabinpHICTD Ba-
PiIOIOTHCA B IIMPOKOMY JIialla3oHi, i IIpK 1150~
MY IpPUCYTHiI ¢apMIIpernaparty MOXYTb 30e-
piratu ¢apmaneBTMYHY aKTMBHICTDb 3a JyXKe
HU3BKMX (HT/T — MKI/JT) KOHIIeHTpawuii [14].
To6To, rpaHMYHO [ONYCTMMi KOHI|eHTpalii
MiKapChKMX 3ac06iB Bce Ie He € peryiboBa-
HIVMM B HaBKOJ/IMIIIHbOMY BOTHOMY C€PENOBM-
mii. /Iumre mepeoBi iHCTpyMeHTa/IbHI METOAM,
Taki K rasoBa Ta pifuHHa Xpomarorpacdil 3
pisHMMM THUIIAMJ Mac-aHaJIi3aTOPiB, HAIPU-
KJIaJ, i3 HOTpilftHMM KBajpymoneM abo BMUCO-
KOI PO3Ji/IbHOI 3aTHOCTI 3 Pi3SHUMM IIPUHIK-
IaMu 1i peanisanil JO3BO/AKTD IX BUABIATH,
imeHTHdiKyBaTM Ta BUSHAYNTY Y HAABHUX Jiia-
a3oHaxX KOHI[eHTpalliit 6e3 ZogaTKoBoi cTafii
KOHLIEHTPyBaHHA [14].

J/1 ouuMIeHHA BOJ BiJj JIKapChKUX 3aCO-
6iB Ta hapMIIpenaparis 3aIpOIOHOBAHO Hara-
TO Pi3HOMaHITHUX METOJiB, AKi 3ara/loM MOX-
Ha PO3iINTY Ha JeCTPYKTUBHI Ta HEECTPYK-
tuBHi [15, 16]. Ceper HMX MOXXHa BUIIIUTH
TpajuIliiiHi MeToxu, a came OiomoriuHe 06-
pobreHHs, MeMOpaHHi Ta QinbTpariitHi, y T. 4.
11 HaHOiBbTpallis Ta 06epHeHMit ocMoc [17], a
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TAKOX Ti, II[0 IPYHTYIOTbCA Ha PisHUX IiJIX0-
ax, 110 IPU3BOJATD 10 OCAIPKEHHA: KOATYIIA-
0is, (bnoxy)muiﬂ, cenMMeHTallis ToIo. 3Bic-
HO, OMNNCAHO ¥ OinbII cyyacHi MeTomM odYnM-
LHIEHHA BOJ: €IeKTPOXiMi4yHi, OKMCHIOBa/IbHi
Ta KaTaJiTUYHi, HApUK/Iaf, pOoTOKaTaTiTI4-
He OKMCHeHHsA [16]. IlepcriekTmBHMMM [ist
BUPIiLIIEHHS IPO6IeMU CTiIKOTO 3a0pyIHEHHS
BOAY (papMalLleBTYHUMIY IIperapaTaMin € aj-
copOLiiiHi TexHOMOrl, a camMe — HOBi, €KOHO-
Mi¥HO BUTifiHI agcopbentn [18], ski 3martHi
no crienudivHOI B3a€MOJIl 3 HUMM Ta MAIOTh
BJICOKI TEXHOJIOTIYHI ITapaMeTpH, 110 MOXYTh
3a0e3meYnTy BUCOKI MOKA3HUKM IXHBOTO BU-
JIy4eHH: 3 00’€KTiB HaBKOJIMIIHBOTO Cepeo-
puia [19, 20].

[Mapysari mopsiiai rigpoxcupy (IIIIT
a6o LDHs) ab6o «auioHHi enunu» — 1ie Tifpo-
Ta/IbKiTONOAIOHI crnomykm 3i crenngivHo0

mapyBaTolo cTpykrypoio (Cxema 1) [21, 22].
3aranpHa QopMynIa IIbOTO K/IACy CIOMYK —
[(M(I)), (M(IID)) (OH) = [(A")_, -mH,0],
me M?* ta M>* — ioHu MeTatiB, 1110 3HAXOIATh-
Cs B OKTAaepPUYHMX NO3ULIAX 6pycuTonopnio-
HUX IIapiB, A"-aHiOHM, AKi KOMIIEHCYIOTb
HO3UTUBHUI 3apsAn OpycUTONOAiOHNX InapiB
[22]. Ane ui saranpui npasuna s [IIIT He
€ OoOMeXeHHAMM. 30KpeMma, Bigomi Imapy-
BaTi IMOABiNMHI TiAPOKCUAM, AKi ofepKaHi 3
BUKOPUCTAHHAM OJHOBAJIEHTHOTO KaTiOHa
(LiAL(OH),nH,0), a Takox i3 MoxmBic-
TI0O BK/IIOYEHHA [0 IXHBOTO CKIafy 4OTUPMU-
BaseHTHNX MetaniB (Ti, Zr, Sn) [23]. Kpim
IIbOTO, IXHill CKIaj He oOMeXyerbca OiHap-
HIJM TIO€THAHHAM KaTiOHiB 11 3a IIEBHUX YMOB
KpUCTa/liyHa IpaTKa 3MIlIAHKUX TIiJpOKCUJIB
MO>K€ MICTUTU TpU Ta HaBiTb YOTUPU Pi3HO-
BUIM i0HIB MeTatiB [23].

.g_ —_— - ." —_— [Ni2+1-x . Fe3+x '(OH)Z]H
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Oco6mMBOCTi CTPYKTYpH TipOTaIbKITOIIO-
RiOHUX CIIONYK Ta Pi3HOMAHITHICTH KaTioHiB,
AKI MOXYTb BXOIMTU [0 IXHBOTO CKIafy, 3a-
OesneuyoTh crenydiyHi ioHOOOMiHHI [24],
cop6uiiiHi [20], enexTpuyHi [25] Ta KaTamiTng-
Hi [26] BIacTMBOCTI MmIapyBaTuX Marepiasis, a
TaKOXX NPOAYKTIB IXHbOI TEPMIYHOI JEeCTPYK-
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Ni2*/Fe3*

Cxema 1. CxemarnuHe 300pakeH-
H: Oy[0BM IIApyBaTUX MOABIHUX Tifi-
POKCUIIB Ta iXHIX OCHOBHMX XapaKTe-
pucTuk [21]

¢ H

1jil — mapysarux NofBitHNX okcupis [27]. In-
POKO BMBYEHOI O0JIACTIO 3aCTOCYBAHHSA «AHi-
OHHUX 27IUH» CTAJI0 IOHOOOMiHHe Ta copO1iiiHe
ouniieHHs1 Bopu [28]. Crenudika monsrae B
TOMY, 1IJ0 AaHIOHM, IO Bi/IbHO PO3TALIOBYIOTHCA
B MDKIIApOBOMY IIPOCTOPi, JIETKO MiJa0Th-
cs1 0OMiHY, TOAi SIK IOITIMHAHHIO OPraHiYHMX
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KaTiOHIB IepelIKO/Ka€ IO3UTUBHUIL 3apAL
OpycurononioHux mapis. [loBegeHO MOXXN-
BiCTb iOHHOTO OOMiHY BBeJJeHUX IIPU CUHTe3]
aHIOHIB IIAPyBaTMX MaTepialiB Ha MIPAKTUIHO
Oyzb-sIKUII HEOpPraHIYHMII Ta YMC/IEHHi opra-
HiYHI aHIOHW; €IVHUM OOMEXeHHSIM € pO3-
Mip aHiOHa. 3araJTbHOBM3HaHAa TOYKa 30py Ha
MeXaHi3M IOIVIMHAHHA aHIOHIB IIapyBaTUMMN
TiIpOKCUAMM MIOJIATAE Y POSIIAAL IIHOTO MPO-
1[eCy K CK/IAQJHOTO, 110 BK/IOYA€ HE Ti/IbKU
ioHHMIT 0OMiH, a 71 copO1ifo 3a PaXyHOK e/IeKT-
POCTAaTUYHOIO TAKIHHA AHIOHIB IO3UTUBHO
3aps/PKEHUMY  OpPYCUTONOMIOHNMY IIapaMu
[29]. BcraHOB/IEHO, 1110 IPUPOJIA AHIOHIB MiXK-
IIAPOBOTO IPOCTOPY BIIMBAE IXHIO 3JaTHICTh
7o ioHHOTO 0OMiHY, HaJiMEHII CXWM/IbHI 10 00-
MiHHUX peakuiit — kap6onaru [30]. Tak, y po-
6ori [31] npoxgemMoHcTpoBaHo, mo Mg, AINO,
(y HiTpaTHill Ppopmi) MatoThb 6inbury, Hbx Mg,
AlICO, (y kapbonaThiit popmi) copbuiriny sart-
HiCTb BifHOCHO a3obapBHUKa amapaHTy. [Ipn
1IbOMY, Ha [yMKY aBTOpiB, y pasi Mg, Al-NO,
HOI/IVHAHHA OPraHiYHOro OapBHMKA 3yMOB-
JIEHO TIepeBa>KHO iOHHMM 06MiHOM, a st Mg,
Al-CO, - a306apBHUK, iIMOBipHO, Gepe yJacTh
y mpolieci copOIiil 3 HOBepXHEBUMM TpyNamMu
copbenTy. Ha apcop6uiliny nmoBefiHKy mapy-
BaTKX MaTepiajiB BIUIMBaja IPUCYTHICTb He-
OpraHiYHMX MDKIIAPOBMX aHIOHIB Yy IOPAOKY
HPO/> CO/> SO >CI". Jlo Toro x, pe-
3ynbTaty afcopOuil mokasamm, mo MgAl 500
(xanmpryHOBaHa Popma 3a 500 °C) mae O6ipiry
aficopOiliHy 3maTHICTD (1,6 MMOJIB/T), HIX He-
KanblyHoBaHi 3pasku (0,8 i 0,2 MMonb/T s
MgAINO, i MgAICO, Bignosinno).

BopHowac 0 HeROMIKiB MOPOIIKOBMUX MaTe-
pianiB, y T. 4. IIapyBaTUX MOABIHNUX TiAPOKCU-
ZIiB, TPV iXHBOMY 3aCTOCYBaHHI B COpOLiTHIX
TEXHOJIOTiAX BOJOOYMIIEHHA 3a CTaTMYHMX
yMOB (KOmu afcopOeHT BHOCATH IO BOJHOTO
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PO3UMHY, [0 MICTUTH aHAJIT) CIifi BifHeCTH
He3aloBiIbHUIT mofin ¢as. I3 MeToro mokpa-
I[eHHsI KiHeTMYHMX XapaKTePUCTUK COpOIil B
aHa/MITUYHIN IPaKTUI OCTAHHIX POKiB CTa/lIN
BUKOPJCTOBYBAaT HaHOPO3MIpHI Marepianu,
AKI KUIBKICHO BiJOKpPEMUTU BiJj PO3YMHY Jie-
KaHTalli€l0 HEMOXX/IMBO, TOMY OCTaHHIM 4acoM
0COONMVBY yBary MIpUUIAIOTH PO3POOJIEHHIO
copOeHTiB, AKi MOXYTb OyTM BufajeHi Mar-
HiTHOIO cemapauiero [32]. IlpuBeprae yBary
MOX/IMBICTb OTPMMAaHHSA HIapyBaTUX ITOJBiii-
HIUX TiIPOKCUMIIB Pi3HOTO CK/Iajy, AKi MaroTh
MarHiTHi BractusocTi [33, 34]. Tak, Hakaxipa
Ta CIiBaBTOpM y 1pani [35] noBifoMnA0Th Ipo
OTPUMAHHS METOIOM CIIiBOCaIPKEHH: cOpOeH-
TiB i3 Mar"HiTHMM BiI'lyKOM Ha OCHOBI ILApy-
BaTVX MOABINHYX TifgpokcuaiB ionis Mg(Il) Ta
Fe(III), a Takoxx ioniB Ni(II) Ta Fe(III), xoua 1mo-
ni6uwit edpext ms 3paskis Mg, Al-LDH, oznep-
JKaHMX 32 aHAJIOTIYHMX YMOB, OYB BiICyTHIM.
ABropamn [36] cuHTe30BaHO Ta OXapaKTepu-
soBaHo Mg, Co(II)/Al, Fe(III)-LDHs, mo Boso-
JiIOTh MarHITHMMU B/IaCTUBOCTAMMY, IPUYOMY
IIi BIACTUMBOCTI BVIAB/ISIIMCS TiJIBKM 3a OFHO-
YaCHOTO BBEJEHH:A [0 CK/IA/ly 3pa3Ka KaTiOHiB
3ayi3a Ta KOOAIbTy y 3HAYHUX KiZTbKOCTAX. AB-
TOPM HOSICHIOIOTH Lieit edekT crenydivHnmm
¢depomarHiTHUMY B3aemopiamu Co*'-O*-Co?*
y depomarnernsmi 6pycuronopibHux mrapis,
a a"HTudepomarHiTHuUit 38’130k Co*'-O* —Fe’*
IIOCM/IFOE MAarHETV3M IIPOLIAPKiB. 3arajoM Ta-
KUl MarHiTHUI eQeKT CIIOCTEePIira€Tbcsi Npu
BBEJJEHHI [I0 CKIaay cop6benTiB kartioniB Fe(IL,
III), Co(II) Ta Ni(II) [32]. OpHak my6mikanii 3
eeKTUBHOTO «One-pot» CUHTe3y MAarHiTHMX
COpOeHTIB Ha OCHOBi IIAPYBaTUX IOABIITHNUX
TiIPOKCUAIB € IIOKY 1110 TTIOOJVHOKVIMIA.
Mertoro 11i€l po6oTy 6y10 BUSHAYUTY 0CO6-
JIMBOCTI IPOIIeCiB CMHTE3y MOMiPYHKIIOHATIb-
HUX MaTepiajiB Ha OCHOBI HiTpaTHUX (popm
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nIapyBaTUX IIOABIIHUX TiIpOKCUZIB KaTio-
HiB Ni(II) ta Fe(Ill) (NiFe-LDHs) i3 pisHum
BMIiCTOM KOMIIOHEHTIB y peaKLiiHii CyMilii,
a TaKOX IlepeBipKa IXHbOIO IOTEHIiany Ipu
COpOLiTHOMY BMIy4eHHi (papMarneBTUYHUX
IpenapaTiB aHiOHHOI PUPOAN AK HaOiMbII
Hebe3MeyHNX OPraHiYHMX TOKCMKAHTIB [37].
byno ouikyBaHuMM, 1O NigBMUILNEHHA BMICTY
katioHiB Ni(II) mosutuBHO BmHe Ha dop-
MYBaHHs MarHiTHUX BJIaCTMBOCTEN OfeprKa-
HJX MarepiajiiB, a TAKOX IXHIX KpUCTaIorpa-
¢iuHux mapamerpiB. I3 Meroro omrTuMmizanii
BJIACTYBOCTEN MarepialiB [/Id II0[aJbIIOrO
3aCTOCYBaHHA [OCTIJPKyBaly BIUIMB Tifpo-
TepMaIbHOrO 0OpOO/IeHHA Ha CTPYKTYPY Hi-
Ke/Ib-3aJ/II3HUX 3pas3KiB, Bapilooyy TemIlepa-
TYPY Ta 9aC CTapiHH:A; IPATHY/IM BCTAHOBUTH,
AK Ii MapaMeTpy BIUIMBAIOTb HAa KPUCTalid-
HICTb, IOPUCTICTb Ta CTPYKTYPOYTBOPEHHA
OTPUMaHMX COpOLiiHNX MaTtepianiB. OcKinb-
KM IIi XapaKTePUCTMKM MAIOTh BUpilllaJbHe
3HaUeHHs JyIs COPOLiIHMX BIACTUBOCTEI,
PO3YMiHHS IXHPOT'O B3aEMO3B 13Ky 3 YMOBaMMI
CUHTe3Y € KITIOYOBJM JIJIs1 pO3pOO/IeHHA MaTe-
piaiB i3 6a)KaHVMM BIaCTUBOCTIMIU.

EKCIIEPVIMEHT TA OBI'OBOPEHH/ PE-
3YJIPTATIB. Peazenmu. Sk BuxingHi peareHTn
Il CUHTe3y COpOEHTIB BUKOPUCTOBYBAJIN
cori Ni(NO,),-6H,0 1a Fe(NO,),-9H,0 dipmn
Sigma-Aldrich (Himeyunna) 3i BMicTOM OCHO-
BHOI peyoBuHM > 98,5 %. CO(NH,), ta yurpar
narpilo (C.H,Na,O,, Na,Cit) mapku VWR
Chemicals (Icmanis) 3i BMicToM > 96,0 % Ta
> 97,0 % BigmoBigHO.

Cy6craHnilo Ta cra"pgapr pgukinodeHa-
Ky Harpito ([2-(2,6-guxnopo-aHinin)-¢enin]
anerar Hatpito, DFS) orpumano Big ILlenTpy
KOHTPOJIIO SIKOCTi JIiIKapChKMX 3aco6iB Ykpa-
imm (XapkiB, Ykpaina). CTOKOBMIl PO3YMH
CTaHZIAPTy peareHTy roTyBajyu LIIAXOM pO3-
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YHEHHS BifNIOBifHOI KinbKOCTi AuKIodeHa-
Ky HaTpio B 6igMCTI/IbOBaHII BOA].

Cunme3s copbenmis. CuHTe3 3pa3KiB Ha Oc-
HOBi NiFe-LDHs i3 pi3sHUM CIiBBiJHOILIEHHAM
CTPYKTYPOYTBOPIOIOUMX 1OHIB METaJliB IIPO-
BOAVJIM METONOM TifIpOTepMajIbHOTO CUHTe-
3y 3 BUKOPMCTAHHAM CEYOBMHH 32 CIII/IBHOTO
OCaJPKE€HHA 3 BOOHUX PO3YMHIB CONeNl MeTa-
niB: HiTpari 3amisa (III) i Hikemo (II). Pospa-
xoBaHi kinbkocTi Fe(NO,),, Ni(NO,),, Na Cit
Ta CEYOBMHM pO3UMHAIM B 40 M1 AUCTUIIBO-
BaHOI BOAY Ta IlepeMminryBany nporsarom 10 xs
MAarHiTHOIO MillIa/IKOIO IO IIOBHOTO PO34YMHEH-
HA KOMIIOHEHTiB. Po34uH nomimannu B aBTO-
K1aB Ha 200 M i3 Te/IOHOBUM BKJIQJIMIIEM.
ABTOK/IaB BUTPUMYBau 6e3 repeMilryBaHHs
3a remrieparypu 160 °C a60 180 °C ynpomosx
2-3 pHiB, a IOTIM OXONIOKYBa/IM Ha MOBITPi
mo KimuHatHOl Temmeparypu. Ilicma oxomo-
IPKEHHA CYIIEPHATAHT JEKaHTYBa/Iu, JO OCamy
momasamu 1 M pogunn NaNO, nyist 3aBepiiien-
HA OOMiHy 3a/MIIKOBUMX KapOOHAT-aHiOHIB
Ha NO, ionn. OpepkaHnit MPOAYKT KinbKa
pasiB peTebHO IPOMMBA/IN AVICTUIBOBAHOK
BOJOI0 Ta eTaHO/MOM (70 %). 3pasky Cymmmm
CIIOYATKY 3a KIMHATHOI TEMIIEPATYPH, a IIOTIiM
3a 80 °C ynpoposx 12 rop,.

byno cunresoBaHo cepiro 3paskis i3 pisHUM
CHiBBIJHOLIEHHAM KOMIIOHEHTIB y peaKIiHii
cymilli, yacoM cuHTe3y 3a cranoro pH cepeno-
pumia (Ta6x. 1). KatioHHni1 cKaj CMHTE30Ba-
HUX 3pa3KiB CKOpOYeHO Mo3Havam y Gpopmarti
Ni Fe -LDHs, iie X Ta y — CTyTeHi 3aMillleHHs
katioHiB Ni(II) Ta Fe(III) y ctpykrypi rifpo-
TaJIbKITY, 110 BifTIOBifAI0TH CIiBBiJJHOILIEHHIO
KaTiOHIB y peaKILilHiil CyMillli Iif; 9ac IXHbO-
ro cuHTe3dy. OcobmMBOCTI yMOB Ofjep>KaHHA
3paskiB mosHavanu y ¢popmari NiFe'—LDHsn -
ie 1 Ta m — TeMIleparypa Ta TPUBAJICTb CUH-
Te3y 3paskiB BignosigHo (Tabm. 1).
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Cknap peakuiiiHOI CyMillli Ta yMOBM CMHTE3y MaTepianiB

Tab6m. 1
Table 1.

Composition of the reaction mixture and conditions for the synthesis of materials.

32+ 3+ 3
3pasox V(Ni**), | v(Fe*), | v((NH,),CO),|v(Na,Cit),| V(H,0), ToC t, mo6a
MOJIb MOJIb MOJIb MOJIb M
NiFe-LDHs,,, 0,6 0,3 0.20 2,9 40,0 180 3
NizFe'LDH516o/3 0,6 0,3 0,20 2,9 40,0 160 3
NiFe-LDHs 0,6 0,3 0,16 3,0 40,0 160 2
Nispe'LDHSwo/z 0,9 0,3 0,16 3,0 40,0 160 2
Ni,Fe-LDHs,, 1,2 0,3 0,16 3,0 40,0 160 2
Tepmiune o06po6bnenna cuHTre3oBanux (Mettler Toledo) B inTepBani Temneparyp 20-

MarepiaiiB 3pilficHIoBa/M B MydenpHiil mmedi
IIpM JOCTYII MOBiTpA 3a Temneparyp 200 ta
600 °C. IIIBupkicTb HarpiBaHHA CTaHOBM/IA
20 °C/xB, 4ac BUTPMMKM 32 33JJaHOI TeMIlepa-
Typu — 1 rop.

Memoou  docniowenns. Inentudikamniio
CTPYKTYpHu Ta (a3 ofepKaHNX 3pasKiB IPOBO-
VI METOJIOM PEHTTeHO(a30BOro aHali3y Ha
mudpakromerpi PANalyticalX'PertPro (CuK
BUIIPOMIHIOBaHH, }\Cu = 1,54184 A) y niama-
30Hi KyTiB 20 = 5-80° i3 KpPOKOM CKaHYBaHHS
mo 20 0.02°. Imentndikanito ¢as cuHTe30Ba-
HIUX 3paskiB mpoBopmmm 3a Karamorom ICSD
(Inorganic Crystal Structure Database, USA).

Mopdornorito Ta MIKpOCTPYKTYpPYy CUHTe-
30BaHMX MaTepiajiB aHaxi3yBaau CKaHYI4Y0I0
eNIeKTPOHHOK Mikpockorieo (CEM) 3a pomo-
moroto JSM-6100 (JEOL), a ouinky BmicTy 1ii-
JIbOBYX Ta JOMIIIKOBUX €/IeMEHTIiB — eHepro-
IVICTIEPCITHOI0 PEHTTEHIBCHKOIO CIEKTPOCKO-
niero (EDX) i3 BMKOpMCTaHHSAM INPUCTABKU
Microanalysis INCA Energy 200 3a po6ouoi
Hanpyru 20 xB.

TepmiuHy NOBENIHKY 3pasKiB JOCTIIKyBa-
7 3a jorromororo aHanizaropa TGA/SDTAS851

https://ucj.org.ua

600 °C si mBupkictio Harpianua 10 °C/xs.
MaxkcumanbHII piBEHb BOJIIOTOCTi OLIiHIOBAIN
LIIIXOM T€PMI4HOTO 00pOOIEeHHS OfiepyKaHUX
3paskiB 3a 150°C, nonepegHbo BUTPUMMAHUX B
ymoBax 100% BomorocTi 3a 20 °C go pgocAr-
HEHHA PIBHOBAXKHOTO CTaHY.

I9-criekTpy cuMHTE30BaHMX 3pasKiB Ta iX-
HIX MOXigHMX 6YZI0 OTPMMAHO 3 BUKOPUCTAH-
HaM [Y-Dyp’e-criekTpomerpa Spectrum Two
(Perkin Elmer, USA) nuisaxom tabneryBaHHsA
3paska 3 KBr B intepBam 4000-400 cm™' i3
poszinpHO0 3aTHICTIO 1,0 cM™.

EnexTpoHHi cIeKTpyu NOIVIMHAHHA JOCHTi-
IPKYBaHUX PO3YMHIB peecTpyBaln 3 BUKOPUC-
TanHAM criekTpodoromerpa SPECORD®250
PLUS (Analytik Jena, Himeyunna). Bumipro-
BaHHA NPOBOAVIM B KBAapLOBUX KIOBETAaX 3
ONTUYHMM IIIAXOM 1 CM y /lianla3oHi JOBXUH
xBwib Y®-pianasoHy BiZHOCHO OimucTmibo-
BaHOI BogM. TemmepaTypa BUMipioBaHb CTa-
HoBuIa 25,0 + 0,5 °C.

Memoou susHaueHHs KOHUeHMPayii KoMno-
HeHmie y po3uuHi. BUXigHMii pO3YMH OUKIIO-
(eHaKy HaTpi0 rOTYBaIM PO3YMHEHHAM TOY-
HOI HaBa)XKM CyOCTaHLil B OiucTmiboBaHii
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Bofi. Poboui posumHu rorysamm posBefeH-
HSM BUXIJHMX pO34MHIB Oe3locepeqHbo Ie-
pen excrepuMmeHToM. HeoOxigHe 3HayeHHA
pH crBOproBanu fofaBaHHAM pPO3YMHY JIYTy
3a MocTiitHoro KoHrpomo pH posumny. Pis-

4 T T T T a)
31 0.090 mg/L
199 um 276 um A T

= Y y |
H i
= 1.400 ng/L
= ]
(=]
=

0 = ———————— SN W

200 220 240 260 280 300 320
A (HM)

HOB&)XHY KOHIIEHTpaIlilo AMKIO(peHaKy Ha-
Tpil0 B PO34YNHi BU3HAYA/IN CIIEKTPOPOTOMET-
PUYHO 3a JIOrO BJIACHUM IIOITIMHAHHAM IIPU
A_. =199 uM a60o 276 um (pH = 5,7) (Puc. 1).

()
1.2 . . . . ©
= 276 um
® 199 um °
® °
£ 0.8
= _
<
E ° Equatic ¥ b’
= e -
e Forospt 743511654 000125004
S : waovan |
= 0.4 . ==
° " T
~. | | "
004+—= " : :
0.000 0.002 0.004 0.006 0.008
CDCF (m/n)

Puc. 1. EnexTpoHHI ClIeKTpy NOITIMHAHHA (a) Ta TPafyoBabHi 3a/Ie)KHOCTI (0) /11 pO34MHIB AUK-

nogeHaky HaTpiko

Fig. 1. UV-Vis spectra (a) and calibration curves (b) used for the quantitative determination of sodium

diclofenac.

Hocnioncenns pisrosaxcnoi copbuii DFS e
izomepmiuHux ymosax. [Ind oTpuMaHHA i30-
TepMu COpOILil 3aCTOCOBYBa/M METOJ OKpe-
MUX HaBa)XOK i3 TOCTiIHUMM BiJHOIIIEHHSIM
Macu copbenty/o6’emy posunny Ta pH. ITpu
JoCipKeHHi cop6buii 1inpboBoro aHamiTy 3a
i30TepMiYHMX YMOB BMKOPMUCTOBYBAaIM MO-
JeNnbHI BOJAHI PO3YMHM 3 [ialla30OHOM IXHBOI
KoHLeHTpayiin 0,005-0,100 mmonb/n. Otpu-
MaHy CYCIEH3il0 MeXaHiYHO IepeMilllyBaju
Ha opbitanpHOMY mieiikepi (150-250 06/xB)
IPOTATOM 4Yacy, HeOOXiJHOTO /i1 BCTAaHOB-
JIeHHS1 COpPOILifiHOI piBHOBarM 3a KiMHATHOI
temnepatypu (12 rop). Ilicna cop6uii BogHy
¢dasy BimokpeMmoBamM IeHTPUPYTYBaHHAM
npu 3500 06/xB (a60 MarHiTHOIO cenaparyi€en).
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KoHueHTpanio LiTbOBOro aHAIITy B pO34M-
HaxX CYIepHATaHTIB KOHTPOJIIOBA/IN CIIEKTPO-
¢doTOMEeTpUYHO 3a JIOTO BJIACHMUM IIOT/IHAH-
HAM IpU A =276 HM.
max

PospaxyHok crymens cop6uii ananity (R,
%) Ta BemuuuHy cop6uii (g, Mr/r) npoBoxumM
3a popMmynamu:

R = (Co — Ce)/C() -100% Ta,

(Co—Ce)V

q€ = /m ’

ne C,i C - BuXifHa Ta piBHOBa)KHA KOHI[EHT-
palii JOCHiJpKyBaHOI pEYOBMHM Yy PO3YMHI,
Mr/m; V - 06" eM JOCTiKyBaHOTO pO3UNHY, JT;
m — Maca COpOeHTY, I.
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Bnnue mpusanocmi eunyuenus DEFS i3
B00HUX PO3uuHie (KiHemuuHi 00CIONHEHHS).
[lna BUBYEHHS KiHeTVMKM copOlii aHamiTy Ha
NOCTIPKYBaHUX COpOEHTaX IPOBOAWMIN Ce-
Pil0 €eKCIIEPUMEHTIB y CTAaTUYHOMY PEXVMI.
3pasku copbeHTiB Macoro 0,1 r KOHTaKTyBaIN
3 aJIiKBOTaMM BUXIJHOTO pPO3YMHY 00’€eMOM
30 my1. Yepes 3afani IpoMiKKM 4acy BigOupa-
7 amiKBOTH pifikoi (pasy Ta BU3HaYaMM B HUX
KOHI[EHTpaLlilo JUKIOpeHaKy HATpilo CIeKT-
POQOTOMETPUYHNM METOJOM 32 MAKCUMaJIb-
HOI JOBXXMHM XBUJIi NOIMIMHAHHA 276 HM. Exc-
NIEPUMEHTY TPUBAIN O IIOBHOIO HAaCUMYEHHH
copb6eHTIB afcop6aToM 3i BCTAHOB/IEHOIO af-
COpOLiiIHOI0 PIBHOBArOI0 Y CUCTEMI.

Pezenepauii 3paskie nicns copbuyii. Insa po-
CIi/PKeHHs pereHepalii Ta 6araTopasoBoro
BUKOPUCTAHHS COPOLIIHMX MaTepialiB micns
aJICOPOLITHUX JOCTIKeHb 3pas3K Mi/jiaBan
TepMiYHOMY OOpOO/IeHHI0 3a TeMIlepaTypu
400-600 °C y Tpy6dacTiit meui mpm mocTymi
noBiTpA 3i mBuaxicTio HarpiBanHA 20 °C/xB,
yac BuTpuMkKu 30 xB 3a 400 °C.

Cunmes ma xapakmepusauis 00epranux
copbenmis. Y TonepenHix JOoCTiKeHHX [38]
npu cuHTesi NiFe-LDHs AK pO34MH-0Ca/Ky-
Bay MM BUKOPMCTOBYBA/IM CyMilll TiIpPOKCULY
irizpoxap6oHaTy HaTpilo, 110 TPU3BOAUTD [0
[IOABY LIAPyBAaTUX MaTepiajiB BUHATKOBO B
Kap6oHaTHiN popmi. OcTaHHI eKClIepUMEeHTH
II0Ka3a/y, 0 OCa/PKEeHH: IiIpoKapboHaTOM
HaTpil0 IPU3BOAUTL 10 HUSBKOTO IIPOABY
iOHOOOMIHHMX B/IACTMBOCTEl IIAPyBAaTUX
marepianis [31]. Y 3asHaveHiit po6oTi BUKO-
PUCTOBYBa/IM TifpoTepMa/bHE OCaJKEHH:A
TiIPOKCUAIB MeTaliB 3a «M AKUX» YMOB i3
BUKOPUCTAHHAM CEYOBMHM fAK OCAJKyBadya.
Bucoke pH peakniitHOI cyMillli IPyHTY€TbCA
Ha IIOCTYIIOBOMY BUJIi/IEHHI TiJpOKCU/I-IOHIB
y BOJHE CepefoBMIe IUIAXOM TE€PMidYHOTO

https://ucj.org.ua

PpO3KIaJlaHHA CEYOBMHM 3a XIMIYHOI peak-
Li€0:
(NH,),CO + 3H,0 > NH,OH + CO,

Is HacTynmHuM OcCa/)KeHHAM KOMIIOHEHTIB
peaxiliHol CyMilli 3a ripoTepManabHUX YMOB:

(1 - x)Ni** + xFe’* + nOH + NO; + mH,0 -

~ Ni,,Fe (OH),[(NO;),- mH,0].

Da3oBuii CK/Iaf Ta CTYIiHb KPUCTAIYHOCTI
BCIX CMHTe30BaHNX 3pasKiB iffeHTHdiKyBamm 3a
JIOTIOMOTOI0 TIOPOIIKOBOI PEHTIeHIBCbKOT -
pakuii (Puc. 2). [Judpaxrorpamn ofjep>kaHIX
3paskiB i3 pisamM cmiBBigHOmeHHAM Ni(II)/
Fe(IlI) y peakuiitHiit cyminii MaloTh Xapakrep-
HUII /IS IIbOTO KJ/IACy CIIONYK Habip pedriekcis
y HOPAZAKY 3pocTaHHA KyTa mudpakuii 20 npn
11,41°, 22,97°, 34,43°, 38,99°, 45,99°, 59,94°,
61,25° Ta 65,13° saxi BignoBimanTb 6asaib-
HUM Biffo6paxenusam (003), (006), (012), (015),
(018), (110), (113) ta (116), w0 BKa3yIOTh HA
¢dbopMyBaHHsA IIAPYBaTOi CTPYKTYpU Trimpo-
tanbkity  (Ni . Fe ,.(CO,), ,.(OH),-0.38H, O,
JCPDS Card Ne 40-0215). 3a BenuKMUX KyTiB
(26 > 50°) na audpaxrorpamax Ni Fe-LDHs €
ny6rner pedrekcis, 110 BifnoBizae 6azanbHUM
BiffoOpakeHH:M 3 infiekcamu Minepa (110) Ta
(113), HasIBHICTD SIKOTO CBiJYNTH PO BUCOKMIA
CTYIiHb KPUCTAIIYHOCTI OflepyKaHMX 3Pa3KiB.

Y  pentreniBcpkumx  audpakrorpamax
(Puc. 3) 3paskiB 3i 30inblIeHHAM 4acy CUH-
Te3y 3pas3KiB CIIOCTEpIraeMo IIOABY HOBUX
mudpakuinaux mikis npu 20 = 30,1°, 35,5°,
43,1°, 53,4°, 57°, 63,1° Ta 74,9°, 1110 IIOB I3aHO
3 BigmoBigHUMM iHAekcamu Mimnepa (220),
(311), (222), (400), (422), (511), (440) i (533)
BiiMOBiiHO, 110 K0Ope y3romkyoThes 3 ICSD
Card Ne 73676 g pepury Hikemto (Fd-3m) i3
TPaHEI|eHTPOBAHOK KYOiYHOIO IIIiHEeJIeBOIO
KPUCTATIYHOIO CTPYKTYpolo (Puc. 4a).
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Puc. 2. Ilopoukosi audpaxTorpamu 3paskis i3 pisuuM cniBBigHomeHHsAM Ni**/Fe*' y peakuiiniit

CyMinmii: NizFe-LDHs1 0/ Ni3Fe-LDHs1 o2 T2 Ni 4Fe-LDHs1 012
Fig. 2. Powder X-ray diffraction patterns of samples with different Ni**/Fe** ratios in the reaction mix-

ture: Ni,Fe-LDHs  ,, Ni.Fe-LDHs and Ni,Fe-LDHs, .
1 . A~ T T
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Puc. 3. TTopomurkosi sudpaxrorpamu 3paskis 3i criBpigHomennam Ni**/Fe* = 2, oneprxaHux 3a pisHux
ymos cunTesy: Ni,Fe-LDHs, ., Ni,Fe-LDHs  .ta Ni,Fe-LDHs _ .
Fig. 3. Powder X-ray diffraction patterns of samples with a ratio Ni**/Fe’**= 2, synthesized under dif-
ferent conditions: Ni Fe-LDHs,  , Ni Fe-LDHs,  .taNi Fe-LDHs

160/2° 160/3 180/3.
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3 iHmoro 60Ky, — gudpaKTOrpamMm BKasy-
I0Tb Ha Te, WO ¢asa ¢Geputry BUABIAETHCA
Ha JudpakTorpaMax jJuIle OFHOIO 3paska —
Ni Fe-LDHs .. luppaktorpama s 3paska
3 MeHLIMM BMicToM 3ani3a Ni,Fe-LDHs, . mae
He3HauHe «2azio» mpu 20 = 20 30° 20, mjo, 5K
IpaBIJIo, 6y/I0 OB sI3aHO 3 HasIBHICTIO aMop (-

Hoi ¢asu. VimosipHo, 11e sBuIE 6y/10 MOB’s-

Puc. 4. 3D-xpucraniuna crpykrypu NiFe O, (a) ta Ni . F

3aHO 3 HE3HAYHOIO Ki/IbKiCTI0O HEKPUCTAIIYHOI
¢dasn y cxmapi 3paska. TakuM 4MHOM y IIbOMY
BUIIAJKY OTPUMMaHO MOAMGIKOBaHWII IIapy-
Batuii Marepian (Ni,Fe-LDHs/Cit), Tomy npa-
BOMipPHUM € NPUITYLIEHH, 1[0 OpPraHi4Hi Mo-
JIEKy/I BK/IIOYEHi [JO JI0r0 MIKIIOLMHHOTO
npoctopy (Puc. 46).

(6)

i
ﬁe
m’ss“

e,,,(CO,), ,.(OH) -0.38H,0 (6),

BidyasizoBaHi 3a gornomoroi Mercury 3.8 software

Fig. 4. 3D-crystal structures of NiFe O, (a) and Ni F

visualized using Mercury 3.8 software.

Kpim nporo, 3 maHux audpakiiitHux mo-
CIIIJPKEHb 3pasKiB pO3paxoBaHO IlapaMeTpyu
KpucTtaniyHoi rpatku (3R-momitum) 3i cTpyk-
TypoIo Tifjporanpkity Ta mmiHeni (Ta6zn. 2).
Od4ikyBaHO NapaMeTpy KpUCTalivyHOI KOMip-
ku NiFe-LDHs cyTTeBO 3MiHIOIOTbCA 3i 30i/1b-
meHHsM criBBifHomenns Ni(II)/Fe(I1I). IIpu
LIbOMY CIIOCTEpIra€EMo Tpaji€HTHY IOC/iIOB-
Hy 3MiHy Konbopy 3paskiB Ni,Fe-LDHs, , ,
Ni Fe-LDHs,  taNi Fe-LDHs, , 31 CBiT/I0-KO-
PUYHEBOTO Ha TipYMYHO-KOPUYHEBMIL, IO
TAKOXX BKa3ye CTPYKTYPHI 3MiHM y 3pasKax

NiFe-LDHs. MixXniouuiaHa BigcTaHi (d(oos))

https://ucj.org.ua

(CO,), ,,(OH),-0.38H,0 (b)

025 0.125

IJIA 3pasKiB NiZFe—LDHs Nz Fe-LDHs

160/2° 160/2

Ni Fe-LDHs,  , 3rinHo nmd)paKuu/IHMX nocm-
IKeHb CTAaHOBUTH 7,55 A, 7,63 A 17,71 A Big-
nosigHo. [Tapamerp peuriTku (a), 1o Bifmosi-
Ja€ MiHIMa/bHI BifiICTaHi KaTiOH — KaTiOH y
OpycUTOBOMY IIapi KOpEJIIOE 3 HONIOXKEHHAM
niky mromyHyu (110), a 3amiHa ABOBa/IEHTHO-
ro kariona Ni(II) Ha MeHIINIT TpUBaNTEeHTHUI
kation Fe(III) B peuritii mpu3BOAUTD 1O 3MeH-
meHHS 00’eMy KOMipKM, OT>Ke, 3HAYeHH: IIa-
paMeTpa KOMipKM 3MeHIIY€eTbCs 3i 30iIbIeH-
HAM BMicTy Fe** [39].
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Tab6m. 2
Kpucranorpagiuni mapamerpu Ta po3Mip KpUCTaliTiB offep>KaHNX MaTepiasiB 3a maHu-
MM IIOPOIIKOBOI PeHTIeHiBChKOI AudpaKmii

Table 2.
Crystallographic parameters and crystallite size of the obtained materials according to
powder XRD data.
npocToposa rpymna Fd3m
3pasok - P P pYo FWHM, | D, um
d,, A a=b=c, A V, um’
NiFe-LDHs . 2,752 8,3471 0,5815 0,34 5,7
npocroposa rpyna R3 m(3R nomitum)
3pasok doos, A a=b, A c, A FWHM D, um
NiFe-LDHs,, 7,9375 32144 23,6021 0,92 11,2
NiFe-LDHs, , 7,8718 3,2131 23,4131 0,34 38,5
Ni Fe-LDHs,,, 7,8772 3,2106 23,4295 0,381 33,5
Ni Fe-LDHs,, 7,9384 3,2133 23,6131 0,511 22,7

Ipumimxa. FWHM - noBHa MMPYHA Ha HAMIBBUCOTI AN pPaKIiitHOTO miKy; D — po3Mip KpUCTaTY.

Posmip KpucramiTiB Ofep)KaHUX MaTepi-
a/liB po3paxoByBa/lM 3a [jOMOMOrow ¢opmy-
nmu le6as — lleppepa [40], BiH 3HaxXouBCs B
miamasoHi Bifg 11,2 no 38,5 um (Ta6z. 2). Ilpu
IIbOMY BifOyBa€Tbcsi 3MEHIIEHHS pO3MipiB
KPUCTATIB 31 3pocTanHsamM M*'/M?*-cniBBiz-
HOIIIEHHS, 1[0 MO>Ke OyTHU OB A3aHO 31 3MeH-
IIEHHSM 3B 3Ky MK 1mapamu [41].

Coip BigMiTUTH, 1110 KPUCTA/TIYHi TOPOLIKA
31 CTPYKTYpOIO LIIiHEI, 110 CUHTe30BaHi Off-
HOCTA/IifIHO B pe3y/IbTaTy TPUBAIOTO 06po6-
JIEHHA peakIifiHOl CyMilli, € HAaHOPO3MipHMU-
M. Hano4yacTKM XapaKTepusyroThCs HasgBHIC-
TI0O MarHiTHUX BJIACTMBOCTEN, IO NPOABIIA-
10Tbcs1 HaBiTh 3a f1ii NdFeB-marHiry.

XimiuHmit ckman MaTepianiB 6yn1o orjiHeHO
3a JOIIOMOTOI0 JIOKA/IbHOI €HEPTOAVCIIEPCITHOI
PEHTIeHIBCbKOI CIIEKTPOCKOIIII, 1110 JO3BOINTIO
OTPMMATH AK BMICT OCHOBHMX €/IEMEHTIB TaKMiA
IXHIN pOSIIOAII y IIOBEPXHEBOMY IlIapi MaTepi-
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aniB (Puc. 5a). Tunosuit EDX-criektp pocii-
mxyBaHoro Mmarepiany (Puc. 56) meMOHCTpye
HaABHICTb XapaKTEepPHMUX IIIKiB, 11O BiJIIOBifa-
IOTh €7IEMEHTaM, IO BXOMATD [JO JIOTO CK/Iafly:
HiKeJIb, 3a/1i30, ByITIELb Ta a30T. AHA/i3yI0UN
OTpPUMaHi CTIeKTpy, ineHTndiKyBam IpucyTHI
€/IeMEHT) Ta BUSHAYNUTH IXHIO BiJHOCHY Ki/lb-
KicTb, y T. 4. criBBigHOUIeHHs Ni**/Fe’ (Tabxm. 3).
AJKe eHeprif MKy IpsAMO NPONopLiliHa aTOM-
HOMY HOMEDPY €/IEMEHTA, a BUCOTA ITIKY — Ki/lb-
KOCTI BiJIITOBiJIHOTO €/IEMEHTA B 3PA3KY.

(6TaxuM YMHOM, Yy pe3y/nbTaTi CMHTe3y IIe-
peBakarouuM MDKIIApOBMM aHIOHOM Y 3pas-
kax NiFe-LDHs € anion NO,, ajpke pesyinb-
TaTy JIOKAJbHOI €HePrOfMCIIEPCiIHOI peHTTe-
HiBCHKOI CIIEKTPOCKOIIII Ha HasABHICTb a30TY B
3pasKax MiATBEPIKYETbCA NAHVMU €IE€MEHT-
HOTO aHasIi3y, X04a IPUCYTHICTb KapOOHaTiB,
IDKEpEIoM AKMX € JJIOKCUT, BYITIEIIIO 3 IIOBITP4,
TAaKOXX He MO>KHA BUK/IIOYaTI.
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)Puc. 5. CEM-mikpodoTorpadis 3 po3nofiiom To490K aHamisy (a) Ta Bignosigamii ciiektp (6) eHepro-

JUCIIEPCIITHOI PEHTTeHIBCHKOI crieKTpockomii 3paska Ni Fe-LDHs

160/2

Fig. 5. SEM-image with analysis point distribution (a) and the corresponding EDX spectrum (b) of the

Ni Fe-LDHs, sample.

160/2

Ta6m. 3

XiMivyHMI1 CK/Iaf ofiep>KaHNX MaTepialiB Ha OCHOBI €1eMEHTHOTO aHa/Ii3y Ta JAHUX aHaIi-

3y IIOBEPXHi METOJOM €HEeProfyICIIePCiiiHOI PEHTTeHiBChbKOI CIEKTPOCKOIIIL

Table 3.

Chemical composition of the obtained materials base don elemental analysis and EDX

data.
EDX-anani3 (am. %) EnementHumit anamis
3pasox (saz. %) Ni**/Fe**
Ni Fe | N(NO,) C C N (NO;)
NiFe-LDHs,,. | 3555 57,25 - 2,52 2,11 - 1,1/1,9
NiFe-LDHs,,. | 63,77 31,55 0,93 4,68 3,89 1,77 | 2.02/1.0
Ni Fe-LDHs,,, | 63,23 29,42 0,95 0,47 4,17 1,11 2.2/1.0
NiFe-LDHs,,, | 7391 25,07 0,64 0,36 435 245 | 3.2/1.08
NiFe-LDHs,,, | 79,81 19,41 0,70 0,08 4,58 1,48 | 3.9/0.95

Ha CEM-MmikpodoTorpadisax opepkaHUX
MarepiaJiiB CIIOCTEPIra€EMO YaCTKM Bifi KiIbKOX
HaHOMETPIB JI0 Ki/IbKOX COTE€Hb MiKpOMETpIB
y Me>xax ofgHoro 3paska (Puc. 6). To6to, nesxi
YaCTKU arperyioTh y OiIbII BeMMKi CTPYKTYpU
a00 yTBOPIOIOTH KOHIJIOMEPATH IIiJl Yac BUCY-

https://ucj.org.ua

IIyBaHHS, X04Ya 3a3BUYall Y BOSHMX PO3UM-
Hax BOHU 30epiraioTh IIaCTMHYACTY (opMy
YaCTOK Ha MeXi HAaHOPO3MipHOI obnmacTi [24].
B oxpemux BuIapkax OfMHMYHI 4acTKM Ma-
I0Tb JIOKa/IbHI leeKTy ab0 HecniBMipHOCTI B
PpO3Mipi, IKi MOITIM BUHMKHYTH I1iJ] YaC IXHbOTO
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CMHTe3y 3a TipOoTepMaabHOrO 00pOOIeHHs
nopoiukis (Puc. 6a’-2’). BaxnuBum acrekTom
€ HAABHICTH IIapyBaTOl CTPYKTYpM 3pasKis,
1[0 BX/IMBO /IS PYHKIIIOHAIbHOCT] IIapyBa-
TUX aICOPOEHTIB, 30KpeMa /sl iXHbOI 3[[aTHO-

CTi 1o agcop6buii un 06bminy ionamu [22]. Kpim
IJbOTO, BCTAHOBJ/IEHO, 1[0 OTPUMAHO C/IA0KO-
arJloMepoBaHi HAHOYACTKM (epuTry HiKemo
(Ni,Fe-LDHs,, ) 3 BYSI)I,U/[M pO3IOZiIOM TTOp
3a posmipom (Puc. 6 2, 2°).

Puc. 6. Mikpodotrorpadii ckanywo4oi eneKTpoHHOI MiKpockomii ofiep>kaHuX 3paskiB i3 pisHOIO

marHidikarniero: Ni,Fe-LDHs

160/2

(a, "), Ni,Fe-LDHs
(v, r’) micna BucyuryBanHs 3a 120 °C npotsarom 2 rog,

160/2

(6, 6"), Ni,Fe-LDHs . (B, 8’) Ta Ni,Fe-LDHs .

Fig. 6. SEM images of the obtained samples at different magnifications: Ni,Fe-LDHs, , (a, @),

Ni,Fe-LDHs , (b, b"), Ni Fe-LDHs

160/2 160/2

Ha IY-cnmekrpax cmHTe30BaHMX 3pasKiB
(puc. 7) BUABIIEHO CMYTH, SKi XapaKTepHi s
rigporanpkiTonopiouux cnonyk [27]. Cmyra
HorIMHaHHA B obmacti 3300-3550 cm™!, Makcn-
MYM KOl criocTepiraerbcs npu 3440 cm™, Big-
TI0BiZja€ BaJleHTHNM KommBaHHAM H-3B’sA3aHux
OH-rpyn 6pycuronofioHmx mapisB i MomeKyn
BOJM, L0 PO3TAIIOBYIOTHCA B MDKIIIAPOBOMY
npocropi. ITnede npu 2850-3100 cm' Bipmo-
Bifla€ BaJICHTHMM KO/IMBAHHAM IPYI MOJIEKYIT
BONM, IIOB’A3aHMX BONHEBMMM 3B sI3KaMU 3
MbkimapoBumy a"ioHamu. Cmyry mpu 1630 e
BiHOCATD 10 HedopMaliiiHIX KOMBAHb BOAK
(6(0-H)) y MmixXmapoBoMy IIpOCTOpi IOpO-
wKiB. B o6macti 1300-1600 cm cioctepiraemo
CMYTH, 1110 BIZITIOBI/IAI0Th Ba/IEHTHUM KOJIMBaH-
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(¢, C),and Ni,Fe-LDHs

1503 (A @) after drying at 120 °C for 2 hours.
HAM MDKIIAPOBUX aHIOHIB. Y 3pasKkax i3 Iie-
PEBAXXAIOYOI0 IIAPYBATOI CTPYKTYPOIO CMYra
NIOITIMHAHHSA, 10 NPOABJIAETbCA Y CHEKTPI TPy
1438 cm', noB’s3ana 3 HasBHicTIo NO, -aHioHiB
y MbKIIapoBoMy NpoMiKKy [42]. 3MiHy Xa-
PaKTepHOTo IMONOKeHHA cMyru 1450 cm™ s
BinbHux ioHiB CO,” 3yMOB/IEHO 3HIDKEHHAM
CUMeTpii aHiOHiB, 110 3HAXOAATbCA B MiXIIIA-
poBOMy TpocTOpi [43], 110 NpPOSABIAETHCA B
[Y9-criexTpax ofiep)KaHMX IIapyBaTUX Marepia-
niB. BanentHi komuBanus Fe-O ta Ni-O y 6py-
CUTOIIOAIOHNX IIapaX PeeCTPYIOThCA CMyraMu
HOI/IMHAHHA Y [iana3oni Hypkde 1000 cv™' [42].
Y niamasoni 457-668 cm™! criocrepiranu Habip
IHTEHCMBHMX CMYT KonuBaub pemtitku M-O,
M-O-M i O-M-O (me M = Ni a6o Fe).
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1 20 — Nl.ZFe-ILDHSI'm)/g x’
— Ni3Fe—LDHS160/3 “g
80 -
g
o
40-
0 | ' '
4000 3000 2000 1000

XBuiaboe unciao (em™)

Puc. 7. IY-cnexTpy NOIIMHAHHA Oflep>KaHMX 3PasKiB 31 CTPYKTYPOIO IiJpOTanbKiTy
Fig. 7. FTIR-spectra of the synthesized hydrotalcite-like materials.

Tepmiune o6po6neHHs 3paskiB 3a 400-
500 °C npusBOAUTD [0 BUJATEHHA MOJEKYII
BOIM 3 MDKIIApOBOTO IPOCTOPY INAPYBAaTUX
NOABIIHUX TiIPOKCUJIB, LIO CBiAYUTH IMPO
Te, 10 Ha [Y-crekTpax crocrepiraerbcs 3HU-
JKeHHs iHTeHCUBHOCTI cmyr mpu 1630 cm™ i
3440 cm. TlifBuieHHs TeMueparypu o6po6-
JIEHHSA TPU3BOJUTDL [0 JIETiTPOKCUIOBAHHA
METAITiAPOKCUIHYX HIAPiB, 10 IPOSABIAETbCA
Y 3MEHIIeHH] IHTEHCUBHOCTI CMYT IIOITIMHAH-
H4, AKi BifinoBigaioTh konmuBaHHAM OH-rpym.
[Toxi6bHO 1O 6iNBLIOCTI MIAPYBATUX TifPOKCHU-
JIiB TIPOIYKTY Ka/IbIIMHYBaHHs 3pasKiB Ni,Fe-
LDHs,  ,ta Ni Fe-LDHs, ,nipu > 500-900 °C
BUK/IMKA€ YTBOPEHHA CTPYKTYp TUITY IIIliHe-
neit (Cxema 2a). Panime 6yno mokasaHo, 110
IPOAYKTU TepMidyHOro 06pobnenHs MgAl-
LDHs mipy KOHTaKTi 3 BOJ[00 260 BOJHUMMU
pO34YMHaMU COjIeN 3[1aTHI BiTHOB/IIOBATY LIa-

https://ucj.org.ua

pyBaty cTpykrypy [31]. MoxHa BigsHaumTH,
wo Ni Fe-LDHs, ,,ta Ni Fe-LDHs,  , y 0uKii
«Oeziopamauii — peziopamauii» BiJHOBIIOIOTH
HIapyBaTy CTPYKTYpy 3HAa4HO IIOBHillle, HiX
Ni,Fe-LDHs, , , 3a aHa/IOT{YHIX YMOB.

TepMiuHy NOBeJiHKY CMHTe30BaHUX 3pas3-
KiB JJOCHIJPKyBa/nu 3a JIOIIOMOTOX TE€PMOIpa-
BiMeTpnuHoro aHamidy (TTA) B temmeparyp-
HoMy pianasoni 25-600 °C (Puc. 8), a K/11040Bi
cTajil IXHbOrO TEMIIEPATYPHOI'O PO3K/IalaHHsA
y3aranbHeHO B Tao6m. 4.

3rigno 3 manumu TTA, nepiua crajiis BTpa-
T MacH, Jie LapyBaTi MaTepiany BTpavalOTb
¢isnuHO aficopboBaHy BOAY, Mae OfHAKOBUI
IIpOAB I BCIiX 3pasKiB i JIEXXUTH y /liala3oHi
temnepatyp fo 140 °C, a BTpara Macu KOnu-
BaeTbcA Bif 1,2 10 6,5% BiANOBIAHO 1O piBHA
CTPYKTYPYBaHHA 3a JaHUMM PEHTIEHiBCHKOI
mudpaxuii (Puc. 2).
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TGA DTA
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1 -10.00
0.00- 165100 -9.497%
Y —— DTA
— TGA
L . . , . s .3 -20.00
-0.00 100.00 200.00 300.00 400.00 500.00 600.00
Temnepartypa (°C)
TGA DTA
% (6) 9 uV
100.00- 1 20.00
-7.570%
-36.039% 479.01C
50.00- 166.95C s61.41c 1 10.00
52.112% -121.119%
181.11C
0.00- 1 -0.00
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Puc. 8. TepmorpaBiMeTpuyHi KpMBi CMHTe30BaHNUX 3pa3KiB:
Ni,Fe-LDHs,  (a) Ta Ni,Fe-LDHs, (6)

160/2
Fig. 8. Thermogravimetric curves of the synthesized samples:
Ni,Fe-LDHs,  , (a) and Ni,Fe-LDHs (b).

160/2
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Tabn. 4
JlaHi TepMorpaBiMeTpM4YHOr0 aHAIi3y CMHTE30BaHNUX 3pa3KiB
Table 4.
Thermogravimetric analysis results for the synthesized samples.
Crapnis | Crapiga 11 Crapig 111 Crania IV
3pa3ku 3ar
P AT, Am, AT, (°C) Am, AT, Am, AT, Am, (%)
O | o) | 7 (%) | O | (o) | (O | (%)
Ni,Fe-LDHs . | 25-135 | 1,2 |140-205(15,4 |200-350| 8,8 |450-600| 3,2 | 71,2
NiFe-LDHs ., | 25-140 | 3,1 |150-230 (12,4 |205-345| 10,8 |445-595| 4,6 | 57,6
Ni,Fe-LDHs,,, |25-145| 6,5 |145-200|10,3 |200-340| 6,7 [440-595| 3,2 | 63,3
Ni,Fe-LDHs ,,,, | 25-150 | 4,4 |135-200 (11,2 |205-345| 10,0 |445-595| 3,8 | 60,2
NiFe-LDHs,,, |25-145| 6,5 |145-200|10,3 |200-340| 6,7 [440-595| 3,2 | 63,3

3arajioM Ha JilepMBaTOrpaMax, Ofep>KaHMX
y pesynabTaTi TepMOIpaBIMETPUYHMUX MOCII-
IDKEHb OfIep)KaHMX 3pasKiB, MOXKHA BUIIIUTH
4OTUpU TeMIlepaTypHUXiHTepBamm: 25-150°C,
150-200 °C, 200-350 °C ta 350-600 °C (Puc. 8).
Sxmo Ha mepumiomy erami BifOyBaerbcs fe-
copbuis ¢isuyHO afcOpOOBAHMX MOJEKYI
BoAu Ha nosepxHi NiFe-LDHs, T0 Ha [Jpyro-
My eTalli — pO3TallOBaHOI y MDKIIAPOBOMY
npocropi 3paskis. Ha tpeTbomy erani BTpara
Macl IEepeBAXKHO 3YMOBJIEHA peaKLiAMU Je-
TifIpOKCU/TIOBAHHS Ti[POKCUAIB MeTasiB Opy-
CUTOIIOAiOHMX IIApiB, a TAaKOXX BUJAJICHHAM
aHioHiB i3 MikIIaposoro mpocrtopy (y pomy
BUIIAJKY BUAIAIOTHCA KapOOHAT! Ta HiTpa-
T). Y 4eTBEPTOMY iHTepBali BTpaTa Macu
BiIOBifja€ IIOBHOMY [€riIpOKCUIIOBAaHHIO
3pasKiB i pyilHYBaHHIO IIAPyBaTOI CTPYKTY-
pu Marepiany 3 BUBIIbHEHHAM 3a/IMIIKOBUX
aHioHiB MixmapoBoro mpoctopy [31]. Haii-
Oinplra BTpaTa Macy BifOyBaeTbCs y iHTepBa-

https://ucj.org.ua

mi temmepatyp 190-300 °C. 3i 36inblIeHHAM
BmicTy Ni(II) y 3pasky BrpaTa Macu 36inbury-
erbes. o 6impine Ni(II) y 3paskax, To MeHIIa
TyCTMHA 3apANY, i TUM MeHIIe KOMIIEHCYIOUNX
aHIOHIB 3HAXOAUTHCA y MDKIIAPOBOMY IIPO-
CTOpi IIAPYBAaTMUX IMOABIMHUX TiAPOKCUJIB.
Hesenuxka Brpara macu € i1 B iHTepBai = 600-
950 °C i IpUNNCYETHCA BULATEHHIO 3a/IMIIKO-
BIX KapOoHatiB Ta Bogu [22]. EHgoTepmiuHi
niky 3a 160-200 °C Ta 300-450 °C Ha Kpu-
Bux JITA BignoBifaloTh BUIa/T€eHHIO MOJIEKY
BOJY Ta PyVMHYBAaHHIO IIapyBaTOl CTPYKTYypu
TiIPOKCUJIB.

Bnnue napamempis copbuii Ha ouuujeHHs
800HUX PO3UUHI6 8i0 Papmnpenapamis 3a 00-
NOMO02010 00epHaHUX copOUitiHux mamepianie

Bnnue pH cepedosuuia. Brinmus Benmmanum
pH posumny Ha cTyniHb BUIy4EeHHA aHajli-
Ty FOCII/PKEHO B IIMPOKOMY Jialla3oHi, 10
BifmoBigae o6macti crabimpHOCTi das cop-
6entiB [22] (Puc. 9). Sk BUJHO 3 PUCYHKa,
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MaKCYMYM BeIMYUH COpOIil 3HAXOOUTHCS B
inrepsani pH 7,5-9,0, mo Bignosigae pH 7,0~
8,0. IIpn sumwxenni pH y pesynbprari KOHKY-
penuii M nporonamu (H,0%) i guxnodena-
Ky COpOIisl OCTaHHBOTO 3HIDKYETbCA. Y il
obmacti pH cepemoBuiia aHajiT 3HAXOAUTHCS
y IOBHICTIO IeIPOTOHOBaHIl aHIOHHI Popmi
(pK, = 4,21[37]). BoueBuap copbuis Tokcmy-
HUX (apMIpenapariB 3yMOB/IEHa, B OCHOB-
HOMY, B3a€EMOJi€l0 iXHiX aHiOHHUX ¢opM i3
IIOBEPXHEBUMI TiPOKCUIBHUMM TPyIIaMu
Oflep>KaHMX Marepialis, y T. 4. 1 3 MeTaI-Tifi-
poxkcunbHoro mapy. Ilokasano, mo opraniysi
aHIOHM BIIY4Yal0Th OCTAaHHIMU 3 BOJHUX PO3-
YIHIB Ta BeIMYMHN COPOLiT /I JOCTIIKEeHNX
COpOEHTIB CTAaHOBJIATH O 95 MI/T.

q, (Mr/r)

100 . ; ; ;
80 - 1
60 .
40+ 1
204 —O— Ni,Fe-LDHs 5,; (NiFe,0,)
—O— Ni,Fe-LDHs, ),
—O— Ni,Fe-LDHs, ),
0 T T T T T T T

5 6 7 pH 8 9 10 11

Puc. 9. Bumus pH na copbuito DES ogmepka-
Humu spaskamu (ymosu: C (DFS) = 100 mr/r, Ha-
Baxkka 0,050 1, 06’em 50,0 M1 3a KiMHATHOI TeM-
neparypu)

Fig. 9. Effect of pH on the sorption of DFS onto
the prepared samples (Experimental conditions:
initial DFS concentration 100 mg/g, adsorbent
dosage 0.050 g, solution volume 50.0 mL, room
temperature).
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Bnnue mpusanocmi eunyuenns. Jlocmimxe-
HHsI BIUIMBY TpuBanocTi cop6buii DFS i3 mope-
NIbHVX PO34MHIB Ha npukiani Ni,Fe-LDHs
Ni,Fe-LDHs  , ta NiFe-LDHs,  -3paskamu
IIPOBEIEHO BIIPOZIOBX 4 TOAVH 3a ONTUMAJIb-
Horo 3HaueHHs pH cepenosuina (Puc. 10).

120 1
100 ~ 1
E\ 80 |
ot
=
= 60
@ -
H—OO——O
. / ﬁ)/:/
20, / —©— Ni,Fe-LDHs, 5 (NiFe,0,)
) —O— Ni,Fe-LDHs, 4,
0 —O— Ni Fe-LDHs ),
0 40 80 120 160 200 240
t (xe)

Puc. 10. Kineruxa cop6uii guxnodenaky HaT-
pil0 3 BOJHOTO PO3YNMHY Ha Offep>KaHMX 3pasKax
(ymoBu: C (DFS) = 125 mr/r, pH = 7,5, m= 0,050 1,
V = 50,0 M1 3a KIMHaTHOI TeMIIepaTypu)

Fig. 10. Kinetic adsorption data for diclofenac
sodium onto the obtained samplesfrom aqueous
solutions (Experimental conditions: C (DFS) =
125 mg/g, pH = 7,5, sample weight 0.050 g, volume
50 mL, room temperature).

ITpu oumieHHi BogHMxX posunHis Bifg DFS
copO1iliHa 34aTHICTb OflepXKaHMX 3Pa3KiB pi3-
KO 36ibIITyeThCs BIpOoBX 60 XB. Ta 3i 3poc-
TaHHAM 4Yacy BWIYYEHHS IIOCTYIIOBO IifiBU-
LIYEThCA. 3arazoM y CUCTeMi BOJHMII PO3YMH
«copbam — copberm» BUCOKi 3HaUCHHS BeNN-
uH copOIiii gocsaraoTs yepe3 90 xB. [Ipore
copO1ijiHa piBHOBara Ha KO)XHOMY 3i 3pasKiB
BCTaHOB/IIOETbCA BIpofoBX 180 xB. Sk Bu-
IUIVBA€E 3 HABEMICHNMX JJAHMX, IIBUAKICTD cOpO-
1il IPaKTUYHO HE 3a/JIeXUTDb Bifi KaTIOHHOTO
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CKJIaJly 3pa3Ka Ta iCTOTHO 3a/I&KUTh Bifi YMOB
IXHBOTO CMHTe3y, TO6TO (pa30BOro CKIALY.

Cnip 3asHauMTH, 1O KiHeTMYHi KpuBi
copbuii mocmimxyBaHoro QapmaleBTUYHO-
ro IIpernapaTy Ha OfepXKaHMX cOpOeHTax 3a
KIMHaTHOI TeMmIlepaTypy Ta IIOCTiIHOMY Iie-
peMilllyBaHHi He 3a/1eXKaTh Bifj iIHTEHCUBHOCTI
IepeMillyBaHHA CYCIIEH3iI IIpM BCTAaHOBJIEHHI
copO1iitHOi piBHOBarM.

OtpumaHi KiHeTnyHi KpuBi cop6uii aHio-
HiB AVK/IOQeHaKy IIapyBaTVMU IOABITHNMU
rifpoKCcHUaMI Ta IXHIMU MOXiTHVMU Y 3a3Ha-
YEeHMX KOOpPAMHATaX 32 MajiMX 4aciB KOHTAaK-
Ty a3 € OM3bKMMM [0 MiHINHUX, TOTIM IIpK
36i/IbIIEHH] Yacy KOHTaKTy — 4epe3 3/1aM Ile-

T T T T (a)
©  Ni,FelDHs g,,(NiFe,0,)
41 8 o ©  NiyFelDHs 4/,
o® ©  Ni,FeLDHs s, 1
0.
e -
9 _
g 9 &
=77 o .
S o 1
©- .
© .
0 9 9 ]
0 100 200 300

t (xB)

pexopATh mo iHmoi miHiitHOl ¢yHkuii. Binpi-
30K Biff TOYaTKy KOOPAVHAT 10 TIOYATKY 37IaMy
BiffHOCATD 10 udysii copbaTy 3 po3dnHy Ko
IIOBEPXHi COPOEHTY 4yepes3 IUIBKY (30BHIlIHA
nmbysiﬂﬂa KiHeTMKa), ApyTra Hi/IAHKa — Bifgmo-
Bimae muysii B dasi copbenty. Ile o3nauae,
1[0 IIpOLjeC MPOTikae B 3MilTaHnoaudysiitHOMy
pexXumi, TO6TO KOHTPOMIETbCs udysien B
IiBLi po3unHy Ta fudysiero B ¢pasi copOeHTy.

[ ommcy excrepuMeHTaNbHMX MaHUX
0y/10 BUKOPVCTAHO KiHeTWYHi Mofiei IIceB/io-
MepIIoro Ta ICEBIOAPYroro HOpsAKiB. 3Ha-
4eHHsA KOHCTAHT k Ta k, 6y/10 OTpUMaHO 3 rpa-
dikis sanexuocreit In(q, - q,) Bin t Ta t/q, Bin £,
Bignosiguo (Puc. 11).

5 : . . . ®)
© Ni,FeLDHs ,; (NiFe,0,)
©  Ni,FelLDHs s,
41 © Ni;FeLDHs,y,, ) 1
©
34 © 1
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2{ 00© 8 -
8
5 8
14 @ 'O 4
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588
0 T T T
0 100 200 300

t (xB)

Puc. 11. JliHeapusaiiis eKcliepMeHTaIbHMX JaHUX KiHeTuky cop6uii DFS Ha ofep>xanux copbenTax
y KOOpAiMHATaX KiHeTWYHNX MOJie/Iell IICeBIOIEPIIOTo () Ta ICceBAOAPYroro (6) mopsaaky

Fig. 11. Linearization of kinetic sorption data for DFS on the obtained sorbents in the coordinates of
the pseudo-first-order (a) and pseudo-second-order (b) kinetic models.

PospaxoBaHi KOHCTaHTU IIBUJKOCTI Ta KOe-
dinientn xopemanii csiguare (Tabzn. 5), mwo
KIHeTMYHI 3a/IeXKHOCTI Kpallle J1iHeape3yTh-
¢ B KOOpAMHATaX PiBHAHHA IICEBIOLPYIOro
nopsAaKy (koedilieHTV KopessLii CTaHOB/IATD
Big 0,9122 mo 0,9913).

https://ucj.org.ua

TakuM 4MHOM, 0OpOO/IEHHS eKCIepyMeH-
Ta/IbHMX JAHNX POPMaTbHUMY KiHeTIHUMMU
PIBHAHHAMU II0OKa3aja, 10 B Ipoljeci copOil
criocrepiraerbcs cymapumii epext audysii Ta
XiMIYHOI peaKliii.
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Tabm. 5.

ExcnepumeHTanbHi Ta po3paxoBaHi KiHeTnuHi mapamerpu cop6uii DFS i3 BogHux pos-
YIHiB Ha OTPMMAHNX 3pasKax

Table 5.

Experimental and calculated kinetic parameters of DFS sorption from aqueous solutions

onto the obtained samples.

» Mopenp nceBROIEPUIOro MOPSIKY | Mozenb IICeBIOAPYroro MOPSIAKY
3paskn (1\q4€r /;) g K, . g K, "
(mr/T) (xB) (mr/r) (r/mMrxB)
NiFe-LDHs, . 47.0 52.55 0.0188 0.9482 57.4 0.000352 0.9122
NiFe-LDHs,, | 113.0 222 | 00162 | 08612 | 1281 | 0000266 | 0.9627
Ni Fe-LDHs, , 120.0 1.13 0.0127 0.9829 128.1 0.000508 0.9913

Ipumimka. g% Ta q°" — eKCIIepUMeHTaIbHI Ta po3paxoBaHi BeanHM cop6uii Binmosiguo; K, i K, € xoncran-
TaMM IIBUAKOCTI MOfiefiell IICeBONepIIOro Ta IICEBROPYTOro NOPAAKY BifillOBigHO.

Isomepmu adcopbuii. 3 MeTOK BU3HAYEH-
HS COpPOLIHMX XapaKTepUCTUK Ofep>KaHUX
copOeHTiB pisHOro cK/Iasy Oynu eKcrepuMeH-
TaJIbHO OTPMMaHi i30TepMu cop6ui’1’ LIi7TbOBO-

ro ¢apMaleBTNYHOTO Ipenapary B CTAaTUC-
TUYHVX YMOBaX. 3araJbHMIl 9ac copouii opra-
HiYHOTO 3a0pyZHIOBaYa 3 MOJIETIBHOTO PO34M-
HY CTaHOBUB OfiHy Hiu (Puc. 12).

120 T T T T

80 -

qe (MI/1)

=©=Ni,FeLDHs,,
=®=NiyFeLDHs, ),
=O=Ni,FeLDHs 4,
== Ni,FeLDHs 45
(Ni,FeLDHs/Cit)

40

0 , . ' . __=©= NiyFel DHs 4 ,(NiFe;0,)
0 5 10 15 20 25
Ce (mr/a)

Puc. 12. Isorepmu cop6uii DFS i3 Bognux posunHis Ha ofepsxannx copbentax (Ymosu: C (DES) =
125 mr/m; pH = 7,5-7,6, V=50 my1, m = 0.05 1, 3a KiMmHaTHOi TemIepaTypu)

Fig. 12. Adsorption isotherms of DFS from aqueous solutions onto the synthesized adsorbents (Ex-
perimental conditions: CO(DFS) =125mg/L; pH =7.5-7.6; V = 50 mL; m = 0.05 g; room temperature).
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Sk BupHO 3 Puc. 11, izotrepmu cop6uiii DFS
Ha BCiX AOCHipKyBaHMX cOpOeHTaX MaloTb
CXOXIII XapaKTep, AKUI BiHOCATDb #KO L-Tu-
ny. 3a HU3bKuX KoHLeHTpaniin DFS copbentn
JIeMOHCTPYIOTb BUCOKY e(eKTUBHICTb BUITY-
YeHH:, IPAKTVYHO ITOBHICTIO ITOI/IMHAIOYN 3a-
OpynHIoBad i3 po3unHy. OgHaK 3a IIOJja/IIIOTO
36inbuienHs: KoHueHntpanii DFS cnocrepirae-
MO IIOCTYIIOBE HaCMYEHHA aKTUBHUX LIEHTPiB
COpOeHTIB, IO NPU3BOANUTL IO 3MEHIICHHS
edpexTuBHOCTI cop6buii. Crif 3a3HaunTH, 1[0 B
npoueci cop6uii DFS i3 Boguyx po34nHiB me-
pexony MaTpMYHKX iOHIB i3 Ofjep)KaHUX Cop-
OeHTiB He BinOyBa€eThCA.

Mopeni agcop6uiii Jlenrmiopa [44] i @peitH-
pixa [45] BukopucroByBamyu s o6pobeH-
HA JaHMX i30oTepM cop6uii. PospaxoBani na-
pametpu i3otepM cop6buii DFS Ha opeprxkanmx
copbeHTax y Mexxax Mogpeneit OpeltHmmixa Ta
Jlenrmiopa ysaranpHeHo y Ta6n. 6. Bukopuc-
TaHHA MOfieni J/IeHrMopa Kpallje Onncye exc-
HnepyMeHTa/NbHI JaHi y Bcill obmacti mocri-
IDKYBaHMX KOHLIEHTpalLiil [JOCIiJKyBaHOTO
aHaIiTy, a BenMKi KoedilieHTM Kopersmii
BKa3yIOTh Ha NPUMHATHY MaTeMaTU4HY Bifi-

noBigHicTh (R? > 0,9924), mo cBigyaTb mpo
y4acThb y NOINIMHaHHI aHioHiB DFS piBHOIIH-
HUX COPOLTHNX LIeHTPIiB (€HepreTMYHO eKBi-
BQJICHTHUX i He3aJIe©KHUX), TOOTO IOBEPXHS
cOpOeHTIB € OMM3BKOI 10 TOMOTEHHOI, sKa
IPU3BOANUTD O MOHOMOJIEKY/IIPHOI COpOIil.
OpHak peasbHa IOBEPXHA COPOEHTY 5K TBEp-
moi ¢asu ckopilre HEOFHOPiAHA, 1 3a/IEKHICTD
eHepril B3aeMOJil Biff CTyIIeHA 3allOBHEHHA
IIOBEPXHI aHAITOM 3a3BUYail SB/IsE COOOIO
HEe3HAYHO, ajie CIIa/lalovy (byHKuiIo. Bsaemopis
X azicopboBanux ioniB DFS mix co6oto ichye
Ha Oyab-sKill IMOBepXHi i cTae 6ibII HOMIT-
HOIO 31 30i/lbIIEHHAM CTYIEHs 3allOBHEHHS.
Buecok 11i€l B3aemopii B ajicop6iiito MOBMHEH
36impuIyBaTHCA 3i 36i/bIIEHHAM CTyIIeHA 3a-
noBHeHHs. i mpormnexxHi edpexty B 6aratbox
BUIIA/IKaX KOMIIEHCYIOTb OfIVH OJJHOTO, TaK L0
CIIOCTepeXXyBaHi 3HAYEHHA BEMNYMH cOpOLii
B LIV POKOMY iHTE€PBaJIi CTYIEHIB 3alI0BHEHH
IIOBEPXHi IIAPYyBaTUX MOABINHNUX IiIpOKCHIB
MOXXYTb 3a/JMIIATUCA NPAKTUYHO IIOCTiNHM-
MJ, IO BiZOOpakeHO B 3HAYEHHAX Iapame-
TPiB, OfleP>)KaHMX 3a Mofie/Io JIeHrMIopa.

Tabnuug 6

ITapameTpu nineapusoBanux ¢popm isorepm cop6uii DFS Ha omepxanux agcop6enrax

y pamMmKax mopeneit @peitapixa ta Jlearmropa

Table 6.

Parameters of linearized forms of the DFS sorption isotherms on the obtained adsorbents

within the Freundlich and Langmuir models.

PiBuanna @peitnpixa PiBusaHHA JleHrMIOpa
Copbent pH, I—IEF’ . n R K, 9. R
mr' " gt /r n/mr Mmr/r
Ni Fe-LDHs, . 7,6 15,97 0,4441 0,9329 0,42 55,87 0,9924
Ni Fe-LDHs, . 7,5 57,77 0,1416 0,7880 1,77 86,96 0,9998
Ni,Fe-LDHs, , 7,5 72,88 0,1391 0,9519 1,92 106,38 0,9990
Ni Fe-LDHs 7,6 68,31 0,2058 0,8874 2,50 111,11 0,9993
Ni Fe-LDHs,, , 7,5 72,88 0,2229 0,8334 2,93 112,36 0,9999

Ipumimxa: K, 1a K, - xoncrantu @peitnzmixa ta JlenrmMiopa, BianosifHo; g - eMHicTb MOHOMmAPY; R — koedi-

LiE€HT KOPeJIALII.

https://ucj.org.ua
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TakuMm 4YMHOM, pesy/nbTaTM pO3pPaxyHKiB
CBifjuaTh, 110 IpoIiec copoOIii aHIOHIB AMKITO-
¢deHaKy HaTpilo Ha BCiX HOCTIIPKEHMX afcop-
OeHTax Kpallje OICYIOTh MOfe/Iio JleHrMoopa
Y BUBYEHOMY iHTepBasli KOHLIEHTPALilL.

Pecenepauyis aocopbenmis. bByno nposene-
HO OLIIHKYy MOXX/IMBOCTi IOBTOPHOTO BMKO-
PUCTaHHA Ta pereHepanii ofiep>XKaHuX afcop-
6entiB. IIpoBemeHi pocmimkeHHs IOKa3amn,
o copberty Ha ocHOBi NiFe-LDHs MOXYTb
Oy Ty yCIIIIHO pereHepoBaHi IUISIXOM TepMid-
HOro oOpo6yeHH: 3a Temueparypu o 500 °C
6e3 CyTTEBUX BTpar copOLiifHOI 3aTHOCTI
moao AuKIodeHaky. 3MiHa yMOB TepMiuHO-
ro oOpoO/eHHs, TakuX sK TeMIleparypa Ta
TPUBAJIICTD, BIUIMBAE HA 3[AaTHICTb OTpMUMa-
HIX 3MillIaHMX OKCHUAIB BiTHOB/IIOBATM IIIa-
pyBaTy CTPYKTypy 3a IOAA/IbLIOL TifpaTalii.
Bbyno nposepeno rigparalniro 3MilllaHNX OKCH-
OiB LIIAXOM IXHBOTO CYCIIEH[IYBaHHA y BOZi
IPOTATOM  24-TOAVHHOTO IlepeMilllyBaHHA.
BcranoBneHo, mo miBUIEHHA TeMIIEpaTy-
pu 06po6eHHs Ta 30iIbIlIeHHs BMICTY 10HIB
Ni(II) y moyaTkoBuX 3paskax CIIpUAE YTBO-
PEHHIO 0i/bIIOI Ki/IbKOCTI TiIPOKCUAY HiKeITio
Ni(OH), B pereHepoBaHuMx Marepianax, IO
Hi/ITBEp/KEHO JJaHUMM PEHTTeHiBChbKOI mnd-
pakuii. OTpuMaHi pesynbTaTu CBif4aThb MpPO
NEPCIEKTUBHICTh MOBTOPHOTO BMKOPUCTaHHA
azmcop6entiB NiFe-LDHs njist ouniiieHHsS] BOAU
Bifl OpraHiYHMX 3a0pyLHEHD.

BVICHOBKI. Y pob6orti gocnifkeHo 0co6-
MBOCTI CUHTe3y Ta CTPYKTYPHO-COpPOIili-
Hi XapaKTepUCTUKM IIAPyBaTUX IOABITHUX
rigpokcupiB Ni(II) ta Fe(IIl) 3 pisHuM cmiB-
BiJHOIIEHHSAM KOMIIOHEHTIB. BcTaHOBeHO,
IO 3MiHA YMOB CUHTE3y CYTTEBO BIUIMBAE
Ha ¢a3oBUll CKIajf Ta MOp(OJIOrilo OTpuMa-
HUX MaTepiaiiB. 30KpeMa, 30i/bIIeHHS Yacy
Ta TeMIIEPATypy CUHTEe3y CIpUA€E YTBOPEHHIO
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MarHiTHOI ¢asu Qeputy Hikeno, IO HaJa€
Marepiaqly BacTMBOCTel (¢epoMarHeTuka.
3anpoNOHOBAaHMII TiApOTEepPMaNbHUII MeETO[
JI03BONIMB OTPMMATV TOMOTE€HHI (asu mapy-
BaTUX IOABIIHNX TiPOKCHU/IIB Ta IXHIX OKCUJ-
HIX CIIONYK i3 KOHTPOJIIbOBAaHOI CTPYKTYPOIO
TigpoTanbKiTy Ta mmiHeni BignmosigHo. IIpo-
BeJleHi JOCIiKeHHsI COPOLiTHIX BIaCTUBOC-
Tell Ofiep>KaHMX MaTepiajliB 00 OPraHiYHUX
3a0pygHIOBauiB  (apMaleBTUYHOIO  II0XO-
JDKeHHs Ha NpUKIafi AukinodeHaKy HaTpiio
IIOKa3aJIu, 110 IapyBaTi MOABIIHI riipoKcuan
Ni(Il) Ta Fe(III) 3 pi3HUM CIIiBBiTHOIIEHHIM
KOMIIOHEHTIB IPOSB/IAIOTH BUILY COpOLiiHY
3[aTHICTD, HDK IXHi oKcuaHi noximHi. Kinetu-
Ka copbuii IceBROApPYroro MOPAAKY Iepen-
Oavae, M0 XiMiYHa peakIis niMiTye Tpouec
copb6buii. I3otepmu cop6rii mobpe ommcaHo
Mofe/Iio JIeHrmiopa, 10 BKa3ye Ha OJHOPIf-
HiCTb copOuiitHux ueHTpiB. HasBHicTp mar-
HITHMX BJIACTUBOCTEN CIPOIIYE IIPOLieC Cela-
pawii copbeHTy IicIs BUKOPUCTAHHA, IPOTE
3MeHIIYE JIoro eeKTUBHICTh MalbKe BIBiUi.
Otxe, oTpuMaHi aficopbeHTy 3i CTPYKTYpOIO
TiIpOTaNbKITY € NepCIEKTVBHUMU MaTepiaa-
MU I BUJIQJIEHHs OPraHiYHUX 3a0pyIHEHb,
TaKUX SIK AMKI0QeHaK HaTpilo, 3 BOTHMUX PO3-
YIHIB.

o [locnmimykeHHsA npoBefeHo 3a ¢iHaH-

=) coBoi migTpumku HamionanpHoi aka-
meMmii Hayk Ykpaimm (7/6 temm «Ilo-
mi¢yHKIioHanbHi copbeHTN Ta ixHIi
KOMIIO3UTHU I BUAANEHHSA pajgio-
HYKIiJIiB Ta BaOXKUX MeTaliB i3 pi3-
HOMAHITHUX BOJHUX CePEeTOBUII»
(p/u 0118U003018)) Ta rpanTy MiHic-
TEPCTBA €KOHOMIKM Ta KOHKYPEHTO-
cipomoskHocTi Icmanii MINECO (MCI-
21-PID2020-113558RB-C41).
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I
SORPTIVE REMOVAL OF PHARMACEUTICALS
FROM AQUEOUS SOLUTIONS USING Ni(ll),Fe(1ll)-

LAYERED DOUBLE HYDROXIDES AND
THEIR FERROMAGNETIC OXIDES.

T.S. Hubetska', O.A. Khainakova?,
N.G. Kobylinska'*

'A.V. Dumansky Institute of Colloid and Water
Chemistry, National Academy of Sciences of
Ukraine,

42 Akad. Vernadsky Blvd, 03142 Kyiv, Ukraine;
*University of Oviedo, 8 Av. Julian Claveria,
33006 Oviedo, Spain

*e-mail: kobilinskaya@univ.kiev.ua

The features of obtaining and structure
formation of homogeneous phases of nitrate
forms of layered double hydroxides of Ni(II)
and Fe(III) (NiFe-LDHs) with different ratios
of components in the reaction mixture, as well
as their oxide derivatives, were studied. The
synthesis was carried out by hydrothermal
precipitation from aqueous solutions, allow-
ing the controlled production of homogene-
ous NiFe-LDHs phases and their subsequent
conversion into magnetically separable oxide
derivatives. According to the data of X-ray dif-
fraction analysis, the conditions for obtaining
the samples provide the required level of crys-
tallinity and characteristic structural features
of synthetic layered double hydroxides of the
type of natural hydrotalcite and nickel ferrite.
A comparative assessment of their adsorption
performance with respect to the organic toxi-
cant was carried out. The adsorption capaci-
ty of the synthesized materials was evaluated
using diclofenac sodium as a model anionic
organic pollutant. The influence of various

https://ucj.org.ua

parameters, such as pH, initial diclofenac con-
centration, and contact time, on the adsorption
capacity was systematically investigated. The
results demonstrated that the synthesis con-
ditions significantly influenced the adsorption
performance. Kinetic studies revealed a mixed
diffusion mechanism for diclofenac sorption
onto the layered double hydroxides. Further-
more, the adsorption isotherms were success-
tully fitted to the Langmuir model, indicating a
homogeneous distribution of adsorption sites.
Although the presence of competing anions
somewhat reduced the adsorption capacity
for diclofenac, the adsorbent demonstrated
good reusability, allowing for multiple adsorp-
tion-desorption cycles. These findings high-
light the potential of hydrothermally synthe-
sized NiFe-LDHs effective adsorbents for the
removal of anionic pollutants from aqueous
solution.

Keywords: layered double hydroxides,
pharmaceuticals, water purification technolo-
gies, organic pollutants.
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