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AHHOTanus

IIpesncraBienbl pe3ysbTaThl COMLBOTEPMA/JBHOIO CHHTE3a MeTa/l/IoOOPraHUYecKoro Kapkaca
Mg-MOF-74 u wucciefioBaHUs €r0 KPUCTA/UTMUECKOW CTPYKTYpbl MeTO[OM peHTTreHO(a30Boro
aHamm3a. Llems paboThl 3ak/iouanack B TIONMyuYeHWM Marepuasa Ha OCHOBE COJM MarHusi U
OpraHuYecKoro JIMraHja, a Takke B BbIABIEHUM AU(PAKIMOHHBIX IPHU3HAKOB (HOPMHUPOBAHKS
Lie/1IeBOM KPUCTa/L/TN4Ye CKOU da3bl. NcxopabiMu peareHTamMu CITY>KUIH 2,5-
JuruapokcurepedTaneBast KUCA0Ta U TeKcarujpar HATpaTa MarHus MpyU MOJISIPHOM COOTHOLLIEHUU
Mg:nurasg,  3,3:1. B KauecTBe  peakL[MOHHOW  CpeAbl  UCHOMb30BaiM  cMecb  IN,N-
JuMeTHpopMamMua, 3TaHOMA M JUCTWITMPOBAHHOW BOAbI B 00BbEMHOM cooTHouienuu 15:1:1.
Kpucrannusaiuio TPOBOAWIM B TePMETHUYHOM aBTOK/IaBe C Te(qUIOHOBbIM BK/IA/bILIEM TIpU
Temneparype 125 °C B Teuenne 20 wyacoB. [lomydyeHHBIM TNPOAYKT TMPOMBIBAIA
TUMeTUIGOpMaMH/IoM, TIoZIBepraiv oOMeHy pacTBoputess B MeraHose, cymmad ripu 80 °C wu
akTUBUpOBaaM 1Mof BakyymoMm rpu 220 °C B TeueHue 12 yacoB. PeHTreHo¢a3oBblli aHaau3
BbIMO/IHAMM ~ Ha  Audpaktomerpe SHIMADZU  XRD-6100. Ha  skcrepuMeHTa/bHOM
JudpakTorpaMMe BbIsIB/IeHbl XapaKTepHble MakcuMyMmbl Tipu 20 okosmo 6,8° u B JuarnasoHe
11,8-12,3°, cornacytoiuecs ¢ popmupoBaHueM ¢assl Mg-MOF-74. [IonosHUTe/TbHO paCCMOTPEHbI
pedekcel B obsmactu 20=20-45°. OTCyTCTBHe BBIP@KEHHBIX [JOTIOJTHUTE/TBHBIX IMMKOB B YKa3aHHOM
[luaria3oHe 03BOJIsIET Mpe/iBapyUTe/IbHO OLIeHUTh (ha30Bbli COCTaB MPOAYKTa, OJHAKO He WCK/IHUaeT
MPUCYTCTBUSI aMOP(HBbIX NpuMeceid. [ToyueHHbIe pe3y/nbTaThl CO3/,AI0T OCHOBY [/ JanbHeMIen
CTPYKTYPHOU XapaKTePUCTUKU W UCCAeJoBaHUs (PU3UKO-XUMUYECKUX W a[ICOPOIIMOHHBIX CBOMCTB
Marepuasna. OkoHYaTe/bHast UAeHTU(GUKALMs a3kl ¥ OLeHKa eé YMCTOThI TPeOYIOT COTIOCTaBIeHUS
MOJTHOT'O 3KCIIepPUMEHTaIbHOTO MPOQUIS C 3TaJIOHHBIMU JIaHHBIMHU.

Abstract

This study reports the solvothermal synthesis of the Mg-MOF-74 metal-organic framework
and its structural characterization by powder X-ray diffraction. The objective was to prepare the
material from a magnesium salt and an organic ligand and identify diffraction features associated
with the target crystalline phase. The starting reagents were 2,5-dihydroxyterephthalic acid and
magnesium nitrate hexahydrate, with a magnesium-to-ligand molar ratio of 3.3:1. The reaction
medium comprised N,N-dimethylformamide, ethanol, and distilled water at a volume ratio of
15:1:1. Crystallization proceeded in a sealed autoclave with a polytetrafluoroethylene liner at 125
°C for 20 hours. The product was washed with dimethylformamide, subjected to solvent exchange
in methanol, dried at 80 °C, and activated under vacuum at 220 °C for 12 hours. Diffraction
measurements were performed using a SHIMADZU XRD-6100 diffractometer. Characteristic
reflections at approximately 20=6.8° and within 11.8-12.3° were consistent with the formation of
Mg-MOF-74. Reflections within 26=20-45° were also examined. The absence of pronounced
additional peaks in this region supports a preliminary assessment of the phase composition,
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although amorphous impurities cannot be excluded. The findings provide a basis for subsequent
structural, physicochemical, and adsorption studies. Definitive phase identification and purity
assessment require comparison of the complete experimental pattern with reference diffraction data.

KmoueBble cioBa: Mg-MOF-74, wMerannoopraHuueCKul KapkKac, COJIbBOTEpMasbHbIN
CHHTe3, peHTreHO(a30BbIN aHa/IM3, KPUCTA/UTMUecKas CTPYKTYpa, (a30BbI COCTaB, TMOPHUCTHIE
Marepualibl.

Keywords: Mg-MOF-74, metal-organic framework, solvothermal synthesis, X-ray
diffraction, crystal structure, phase composition, porous materials.

BBegeHnue

Mertasnoopranuueckie kKapkachl (metal-organic frameworks, MOF) mipeacraBnisitor coboit
rubpUHBIe MaTepHasibl, 00pa3syrolrecs B pe3y/braTe KOOPAWHALIMOHHOTO B3aUMO/IeMCTBUS HOHOB
MeTa/IJIOB WIA MeTa/l/IMYeCKUX KJIaCTepOB C OpraHWYeCKUMU JIMTaHJaMH U XapaKTepu3yroLrecs
yTIOPsIIOUeHHON KPUCTa/VIMueCKON CTPYKTYpOW M Pa3BUTOM TOPUCTON cucTemMoi. CTpPyKTYypHBbIe
Y (yHKLMOHA/bHble CBOMCTBA 3TUX MaTepuasioB 3aBUCST OT MPUPO/bl MeTa/VIMYecKoro LeHTpa,
COCTaBa OpraHWYEeCKOro JiMraHjga W yciaoBud cuHTe3a. MOF-marepuanbl — CUMTArOTCS
TepCIeKTUBHBIMUA /11 TIDUMEHEeHUs1 B pa3fie/leHUd U XPaHeHWW ra3oB, y/laB/AMBaHWU JUOKCHZA
yraepojia, Karajud3e W APYTMX COBPeMEHHBIX TeXHOJOrMuyeckux rpoijeccax [2, c. 121853; 14,
c. 383].

CemeiictBo  MOF-74 mnpezcrapisseT 0cCOObIi WHTepec Osarofiapsi HaJHUMIO OTKPBITBIX
KOOD/IMHAL[MOHHBIX L|eHTPOB METa/IJIOB U MOPUCTOM CTPYKTYpPhbl C OAHOMEPHBIMM KaHajmamu. Mg-
MOF-74 dopMmupyeTcsi Ha OCHOBe HOHOB MarHusi U 2,5-AUTrHUpoKcuTepedTaneBON KHUC/IOThI
(H,DOBDC). B ero KpuCTa/yIMyeCKOM KapKace OpraHW4YeCKWe JIMTaH/bl CBS3bIBAIOT LEHTPbI
MarHusi, o0pa3ys KaHa/ibl TIpUOMM3UTENBHO LIEeCTUYToJbHOTO ceueHus. Ilocne yzpaneHust
KOODZMHUPOBaHHBIX MOJIEKY/I PACTBOPUTe/s B Tpollecce aKTWBALMKU 00pa3yrTCs OTKPBIThbIe
L[eHTPbl MarHusi, CIOCOOHbIe B3aWMOZENCTBOBaTH C MoOJeKylaMu Ta3oB. bnarogaps 3Tum
ocoberHocTssiM Mg-MOF-74 OTHOCHUTCSI K TI€PCITIEKTUBHBIM MaTepHasaM [jisi aJ[COPOIMOHHBIX
ripotieccos [4, c. 35223-35231; 12, c. 17873-17880].

CgoiictBa Mg-MOF-74 oripefiesisitoTCsi He TOJILKO ero XMMUUeCKHUM COCTaBOM, HO U pa3MepoM
KpHUCTasioB, Mop¢osiorieii ¥ KOJIMUeCTBOM CTPYKTYPHBIX AedeKkToB. VccnenoBaHus MOKa3bIBaloT,
YTO COCTaB PeakLMOHHOW CMeCH, MOJIIPHOe COOTHOLIIeHWe CO/IM MeTasljla U JIMraH/a, KUCJI0THOCTh
cpefbl, a TaKXXe HCII0/b30BaHUME MOAU(PUKATOPOB BAMSIIOT HAa POCT KpPUCTa/uioB. B uacTHoCTH,
M3MeHeHre COJiep)KaHusi BOAbl M COCTaBa peakKLMOHHOW CMeCH TI03BOJISIeT PeryavpoBaTh pasmep
u hopmy kpuctamiioB Mg-MOF-74 [13, c. 20604-20608; 15, c. 1541].

Ons nonyuenuss Mg-MOF-74 mMpoOKO NpUMeHsIeTCsl CO/bBOTepMasnbHbIM cuHTe3. [Ipu
JaHHOM  TIOIXO[e CO/Ib  MarHug W opraHuyeckud sradg  H,DOBDC cwmemnmBarot
B COOTBETCTBYIOLL|EM pacTBOPUTE/NLHOM CHUCTeMe, T[0C/Ae Yero KpUCTa/UIM3aliii0 TIPOBOAST
B TepMeTMYHOM peakTope Ipy 3a[aHHbIX TemIreparype W IpOJO/DKUTeNbHOCTH. Cucrema
pacTBopuTesieid, coctosiijas U3 DMF, staHona u Bojbl, IIUPOKO UCC/IeAyeTCs MpU CUHTe3e Mg-
MOQOF-74. Tlpy 3TOM MOSIDHOE COOTHOLIEHWE peareHTOB, COCTaB pPaCTBOPUTEJs, TemIlepaTypa
Y TPOJOJDKUTETbHOCTh KPUCTa/I/IM3alMU B/IUSIOT Ha CTeleHb KPUCTA/UIMYHOCTU U CTPYKTYPHbIe
XapaKTepUCTUKU KOHeuHOoro npoaykra [10, c. 9462-9471; 11, c. 205502].
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ITpu cuHTe3e Ba)XHO YUMTBIBAaTh BIAMSHWE PaCTBOPUTENS U YCIOBHM peaklyuu. B yacTHOCTH,
¢dopMuatHble rpyrmbl, obpasyromuecss B pe3ynbTate pasnoxeHus DMF, wmoryT 3amerath
HEKOTOpble opraHuyeckue nuradbl B kKapkace MOF-74, npuBofs K BOSHUKHOBEHUIO CTPYKTYPHBIX
JedexktoB. Takue pedeKkTbl BAUAIOT Ha KOJMYECTBO OTKPBITBIX MeTa//IMUeCKUX LIeHTPOB
U afcopOIMOHHBIE CBOMCTBA MaTepuana. I103TOMy CHHTe3WPOBAaHHBIN MaTepuan HeoOXOAUMO
OLleHMBaTb He TOJBKO I10 BHeIIHeMy BHAY WIA XUMUYECKOMYy COCTaBy, HO M II0 ero
KPHUCTa/UTMYeCKOi (pa3e U CTPYKTYpPHBIM XapakTepucTHKaM [1, c. 2386]. B HacTosilee BpeMsi Takxke
W3yy4aroTCsl ajibTepHaThBHbIe MeToAbl nosydyeHus Mg-MOF-74. Tlpu cuHTe3e ¢ UCIO/b30BaHUEM
napoBoit (asel B3aumopeiicTBue okcuga Marbus ¢ H,DOBDC 3aBuCMT OT TemIeparypsbl,
BJIQKHOCTH M MPHUPOJbl Mapa. Pe3y/nbTaTbl PEHTIeHOBCKOM JudpaklMy MOKa3bIBalOT, UTO B XOfe
JAHHOTO TIpollecca MOTYT 00pa30BBIBAaTHCSI TIPOMEXKYTOUHbIe (a3bl, a (HOpMUPOBaHHE KOHEYHOM
da3er MOF-74 3aBUCHT OT YCJIOBHM CHHTe3a. JTO TIOATBEPXKJAeT HeoOXOAUMOCTb KOHTPOJIS
rapaMeTpPOB peakLUU [jis TIo/TyueHus 1je/ieBoi KpucTaiinueckoi dassl [12, c. 17873-17880].

PentreHoda3oBbiii aHanu3 (XRD) sBisieTcsi OAHUM M3 OCHOBHBIX METO/IOB UCC/e/I0BaHUS
KpPUCTa//TM4eckod CTpykTypbl Mg-MOF-74, upentuduvkarmy obpa3oBaBmuxcs (a3 U OLEHKH
XapaKTepUCTUK KpucTa/uid3auuu. [losokeHre, WHTEHCHBHOCTb U IIMpUHA pedeKcoB Ha
MOPOLIKOBOW peHTreHOrpaMMe MpeOCTaB/IsSIOT MH(OPMAaLMI0 O KPUCTa//IMUeCKOW pelléTke,
¢da3oBoM cocTaBe U XapaKTepUCTHMKax KpUCTaanuToB. ComocTaBleHue SKCIlepUMeHTa/lbHON
IudpaKkTorpaMMbl C 3TaJOHHBIMUA [JAHHBIMHA WM JU(PAKIMOHHBIMU MOAenssMd W3 0a3 JaHHBIX
MO3BO/ISIET  OLeHUTh  oOpa3oBaHue ¢a3el Mg-MOF-74 u  Hanuuue  JIOTIOJHUTETbHBIX
KpucTa/mueckux a3z [7, c. 2300288; 8, c. 19920-19929].

OpHako TpW WHTeprnpeTauuu pe3yibratoB XRD HenpaBUIbHO OOBSCHSATH W3MEHEeHHs
MHTEHCHUBHOCTH WM IIMPUHBI pPequieKCOB MUCK/IOUMTE/NBHO CTeleHbH KPUCTa//IMYHOCTU. Takue
pa3/Mums TakKKe MOTYT OBITh CBSI3aHBI C Pa3MepPOM KPHCTA/UTUTOB, CTPYKTYPHBIMU JedeKTamH,
MIPeMMYILeCTBEeHHON OpHeHTallell KPUCTa/UIOB W YC/IOBUAMHU Hu3MepeHusi. s Oosee mMoHOM
XapaKTePUCTUKUA KPUCTA/UTMUECKOH CTpyKTypel Mg-MOF-74 11eecoobpa3Ho paccMaTpuBaTh
pesysabTatel XRD coBmectHO ¢ paHHbiMu UK-®ypbe-ciektpockonuu (FTIR), ananuza
3JIEMEHTHOTO COCTaBa M IOKa3aTe/siMU TOPUCTOCTH, OTpe/ieIEHHBIMA MEeTOJ0M azicopOium a3ora
[1, c. 2386; 3, c. 105470; 6, c. 1-9].

Takum obpa3om, CHHTe3 MeTas/yI0opraHuueckoro kapkaca Mg-MOF-74 u uccnefoBaHue ero
KPHUCTa/UIMYeCKOM CTPYKTYypbl MeTooM XRD MMeIoT BaKHOe 3HaueHue [ijis OLleHKU (hOpMUPOBaHKS
1jeIeBOM  (pa3bl, YCTaHOB/EHUs B3aUMOCBSI3M MeX/y YC/IOBUSIMM CHUHTE3a U CTPYKTYPHBIMHU
XapakTepUCTUKaMM, a TakKkKe CO3[jaHusl Hay4yHOM OCHOBBI [l Jla/IbHEMIIero HW3y4eHHUs
NpaKTUYeCKUX CBOMCTB Marepuara.

Llenp HacToOALLIErO UCC/IeA0BAHUA 3aK/IHOYaeTCss B CHHTe3e MeTa/l/IOOPraHUuecKoro Kapkaca
Mg-MOF-74  conbBOTepMajibHBIM ~ MeTOZOM  Ha  OCHOBe  COMM  MarHua U 2,5-
aurujpokcutepedranesoii  kucaorel  (H,DOBDC), a Takke B [€TalbHOM HU3yYeHUW
KPUCTA/UIMYECKOM CTPYKTypbl M ()a30BOro COCTaBa TIOJIyUeHHOTO TMIPOZAYKTa METO[0M
peHtreHodaszoBoro aHamusa (XRD). B pamkax ucciefoBaHusi TpelyCMOTPeHbI OLleHKa B/IUSHUS
BbIOpaHHBIX YC/IOBMH CHHTe3a Ha ()OPMHDOBAaHHE LIeJIeBOr0 MeTaJIoOPraHMUYeckoro Kapkaca,
oripefie/ieHMe OCHOBHBIX JM(PPaKLMOHHBIX MaKCHMYMOB SKCII€DUMEHTa/JbHOW AU(paKTorpaMmbl
U MX COIIOCTaB/IeHue C 3TaJOHHBIMU JaHHbIMU A1 Mg-MOF-74. KpoMe Toro, aHa/u3 IOJIOKEeHUs
M Xapakrepa AW(paKLMOHHbIX pe(eKCOoB IM03BOJISIET OLIeHUTh (DOPMUPOBaHHE KPUCTa//IMueCKOn
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¢a3b1 06pasiia, BO3MOKHOE MPUCYTCTBUE [OMOMHUTEIbHBIX KPUCTAIINYeCKUX (a3 1 0CoOeHHOCTH
ero CTpyKTypbl. IlonmyueHHble pe3ynbTaTbl TIOC/Ay’KaT HAyYHOM OCHOBOW U1 OL|€HKHU
BOCIIpOM3BOAUMOCTH cuHTe3a Mg-MOF-74, XxapakTepuCTUKM €ro CTPYKTYPHBIX CBOWCTB
U Jla/IbHeHIIIero ucciiefoBaHus GU3NKO-XUMUYeCKUX U a[ICOPOIIMOHHBIX XapaKTePUCTHK.

Marepuasbl 1 MeTOABI

MertasnoopraHuueckuii  Kapkac Mg-MOF-74 6bUl  CHHTe3WpPOBaH COJIbBOTEPMAJIbHBIM
METO/[0M Ha OCHOBe 2,5-gurupokcurepedraneoit kuciotel (H,DOBDC) u rekcaruapara HUTpara

maraus  (Mg(NO,),-6H,0). B kauecTBe peakIMOHHOW Cpe/ibl UCMO/b30BamM cmech N,N-

mumetundopmamuga (DMF), abcomoTHOro sraHosia W JUCTW/IIMPOBAaHHOW BoAbl. [y cuHTe3a
6pami 0,56 mmons H,DOBDC u 1,85 mmone Mg(NO,),"6H,0. MosnspHoe COOTHOLIEHHE COJH
MeTaJl/la MU OpraHuyeckoro jimrasza Mg:murasz cocrapssino 3,3:1. O6béMHoe cooTHoleHHe DMEF,
3TaHOMa M [UCTWIIMPOBAaHHOW BOJbl B pacTBOPUTE/NbHOM cucTeMe cocTaisyio 15:1:1. laHHoe
COOTHOILIeHWe COOTBeTCTBYeT YyCJIOBUSM, NPUMEHsIeMbIM B COJIbBOTEPMaJIbHBIX METO[AaX CUHTe3a
Mg-MOF-74.

Ha nepBoM 3Tarie rotoBu/IM pacTBOPUTe/IbHYIO cpefy IyTém cMmeruvBaHus DMEF, staHona
Y IMCTUJJTAPOBAHHOW BO/ZIbI B COOTBETCTBYIOII[EM COOTHOIIIEHHWH. B rosiyueHHyt0 cMech A00aB/siiv
H,DOBDC wu mnepememmBanud [ 00eCrieyeHUss PaBHOMEDHOTO pacrpe/ie/ieHds peareHTa
B pacTBopuTesibHOW cpefe. 3arem BBogwiu Mg(NO,),"6H,0 u mpogo/mkanu mnepeMeriiBaHie
B TeyeHue 30 MuHYT. B pe3ysnbrare ronyvyanud peakLMOHHYHO CMeChb, IIpeJHa3HaueHHYIO JJIs
MoC/IeAyollel COTbBOTePMa/IbHOM KpUCTa/UTU3aLuH.

[ToAroToBNeHHYI0 peakLMOHHYH0 CMeCh T[1ePeHOCW/IM B aBTok/iaB o6bémMom 200 wmin
Cc TedUIOHOBBIM BKIajplllleM. ABTOK/IaB TepMETHUYHO 3aKpblBa/IM W I[OJBeprajud TepMHUYeCKOW
obpabotke mpu Temriepatype 125 °C B TeueHwe 20 yacoB. B 3THUX yC/IOBUSIX B pe3y/bTare
KOOP/IMHALMOHHOTO B3aMMOJIEMCTBUS MOHOB Mg?" ¢ OpraHMyeckuM /MrasgoMm (hopMHUpOBasICs
KpucTta/yimyeckuid kKapkac Mg-MOF-74. Tlo 3aBepiueHMM peakLMM aBTOK/IaB eCTeCTBEHHBbIM
00pa3oM oxJiaKJamu 10 KOMHaTHOW Temrieparypbl. OOpa3oBaBIIMICS TBEPBINA MPOAYKT XKEITOTO
L|BeTa OT/eJIs/IM OT pacTBOpa (pUIbTPOBaHHEM.

[TonyyeHHbIN 0CAOK TPWX/bI MTpoMbIBamu cBexkuM DMFE. Ha ciemyromeM 3tarie obpaser]
oOpabaTbIBa/i MeTaHOJIOM C Tiesibto yaaneHuss DMF u3 mop marepuasa u ocyiecTsieHusi obMeHa
pactBoputesisi. OOpabOTKy MeTaHOJ/IOM TMPOBOAWIM B TedeHHe TPEX CYTOK, PETY/ISIPHO 3aMeHsis
pacTtBopuTesib. [IpOMBITHIN MPOAYKT CHayasa CyLIWIM M0J BakyymoM Ipu Temneparype 80 °C,
a 3aTeM aKTHMBUPOBA/IM IO BaKyyMoM I1pu TeMrieparype 220 °C B TeueHue 12 yacoB sl yjajieHus
OCTaTOYHBIX MOJIEKY/T paCTBOPHUTeJIsl, COXPaHUBLIMXCS B IOpax MaTepuana (puc. 1).
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XKenTblil KpUcTannuyeckuin

Cywka n AktuBauus nopowok Mg-MOF-74

PucyHok 1. Cxema conbeomepmaibHo20 cunmesa Mg-MOF-74

OOpa3oBaHre KOHEYHOTO TPOAYKTa M OCOOEHHOCTH ero KpPUCTA/UTMYeCKOM CTPYKTYPbI
OLleHMBaJIM MeToJoM peHTreHodaszoBoro aHanusa (PPOA, XRD). JudpakrorpaMmy aHanivu3vupoBaiu
C Lenbl0 UAeHTUhUKAlMU KpUCTalLIMueckol ¢asbl, xapaktepHou s Mg-MOF-74, u oneHKu
BO3MOXXHOTO TIPUCYTCTBUS IOTIOTHUTE/TBHBIX (ha3.

PE3YJII)T8TI)I 41 06CY)KAEHI/IE

KpHCTEl]IIIH‘-IGCKOﬁ 44 q)a3OBOFO COCTaBad

C CTPYKTYPbI
MeTasyIoopraHuueckoro Kapkaca Mg-MOF-74 pentreHoda3oBsiii aHanmu3 (XRD) mpoBoawiyd Ha

eJbro HN3yueHuda

mudppakromerpe SHIMADZU XRD-6100. MeTos peHTreHOBCKOM JuU@pakLUyy I03BOJISIET

OLl€HHUBATb CTPYKTYPHYIO yriopsa404e€HHOCTb KPUCTa/UTHUEe CKHUX MdTepHraJIoB, BBIABJ/IATH

xXapakTepHble AUGPAKIMOHHBIE peduieKChl W WAeHTU(UIIMPOBATh KpUCTa/uIMYecKue Qasbl,
Mg-MOF-74,
MeTaJlJIo0praHuue CKui

obpa3oBaBIMecss B TMpolecce CHUHTe3a. TakkKe Wu3BeCTHbIM Kak CPO-27-Mg,

npefcTaBiasier  coOOM  TTOPUCTBIN KapKac, OCHOBaHHBIM  Ha
KOOD/IMHAI[MOHHBIX CBSI3SIX MeXKy UOHAMH MarHusl U IMraHgamu 2,5-qurugpokcurepedranara. Ero
KPUCTA/I/IMYeCKasi CTPYKTypa XapaKTepu3yeTCsl Ha/luuheM OJHOMEPHBIX KaHa/oB. VIHTeHCHBHbIe
MUbPpaKIMOHHbIE MAKCUMYMbI, Hab/moZiaeMble Ha TIOJTyYeHHOU AudpakTorpaMMe B 00/1aCTH MajibIX
yIJIOB, B YaCTHOCTH TpY 3HadueHusx 20 okoso 6,8° u 11,8-12,3°, uMeroT BakHOe 3HaueHue Jis
Mg-MOF-74. Otu pedekchbl

C HepI/IO'I[quCKOI‘;I MOBTOPAEMOCTBIO CTPYKTYPbI KdpKdCa W YIIODAAOUEHHBLIM PdCIIO/I0KEHHNEM

OLIeHKM (OPMHPOBaHUS KPUCTA/I/TMUECKON (a3l CBsI3aHbI
aTOMOB M WOHOB B KpHCTas/uiiueckoid periétke. [losiBneHre AuQpakIMOHHBIX MaKCUMyMOB TIpHU
MaJIbIX yIJIaX OTpakaeT XapaKTepHYI0 MepUOJUYHOCTb KPUCTA/UTMUeCKOW pellIféTKM MaTepuasoB
turna MOF-74.
VIHTeHCUBHOCTb U TOAYIIMpPWHA  AUQPPAKIMOHHBIX  MAaKCHUMyMOB  Tpe/I0CTaB/ISIOT
JIOTIONTHUTeTbHYI0 MH(MOPMAL[HI0 0 KPUCTA/LTHUeCKHUX CBOMCTBaX mMarepuasa. OTHOCUTENLHO Y3KUe
1 YETKO BBIp@KEHHbIE peduIeKChl CBSI3aHbl C HATMUMEM KPHUCTa/I/TMUeCKUX 00/1acTell U CTPYKTYpHOM

YTIOpSIZIOUEHHOCTEI0. BMecTe ¢ TeM IupuHa peguieKCOB 3aBUCHT He TOJBKO OT pa3mepa
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KpUCTA/UIMTOB, HO U OT MuKpojedopmaiuii, JedeKToB KpPUCTA/UTMUECKON  PeliéTKU,
MHCTPYMEHTA/IbHOTO YIIMPEeHUs] U YCIOBUM U3MepeHHs. YUacTOK Au(pakTorpaMmbl B Juaria3oHe
20=20-45° Takxe uMeeT 3HaueHUe Jis (pa3oBoii uaeHTUdUKaLMHU (pUC. 2).

Mg-MOF-74

Intensity (a.u.)

| | | | ] | |

5 10 15 20 25 30 35 40 45
Two-theta (degree)

PucyHok 2. PenmzeHozpamma (XRD) memannoopzaHuueckozo kapkaca Mg-MOF-74

Pediekchl, 3aperucTpypoBaHHble B YKa3aHHOM [uaria3oHe, COOTBETCTBYIOT [PYTUM
MepUoINYeCKUM O0COOEHHOCTSIM KPHUCTa//TMYeCKO CTPYKTypbl. OTCyTCTBHMe B 3TOM 0061acTH
JIOTIOJIHUTEIbHBIX  peyieKCOB, XapakKTepHbIX /JIsi OKCHZAa MarHusi, HerpopearupoBaBllIero
OpraHWYeCKoro JIMraHja WIA [pPYI'MX KpUCTa/UIMYeCKUX TIPOJYKTOB, pacCMarpuBaeTcs Kak
Tipe/iBapyTe/IbHOe CBUZETE/NILCTBO B M0JB3y (a3oBoro cocrtaBa obpasia. OfHAKO OTCYTCTBHe
JIOTIOJIHUTE/IbHBIX pe(IeKCOB He /loKasblBaeT II0JHOTO OTCYTCTBHSI aMOP(HBIX IIpUMeceH,
MOCKOJIbKY aMOp(dHbIe KOMITOHEHTBI 00BIYHO (hOPMUPYIOT MMPOKUi Auddy3HbIN (oH, a He YETKO
BbIpa)KeHHble U(PaKLMOHHbIe MUKU. Pe3ynbTaTbl PeHTIeHOBCKOW Au(pakLuM, MoTyuyeHHble Ha
mudpaktometpe SHIMADZU XRD-6100, ciyxaT OCHOBOM [jisi OLIEHKM KPUCTa/UTAueCKOU
CTPYKTYpbl M (Da30BOro cocraBa MeTa/ljl00praHMyeckoro kapkaca Mg-MOF-74. XapakTtepHble
peduiekchl nipu 28 okono 6,8° u B AuarnaszoHe 11,8-12,3° IBASIOTCS BaKHBIMU AUAarHOCTUYE CKUMU
npu3HakamMy npu uaeHtudukarmu (asslr Mg-MOF-74. CooTBeTcTBHE OCTabHBIX peduieKCOB
STaJIOHHBIM JIJaHHBIM, a TakXe OTCyTCTBHMEe IIMKOB, OTHOCALMXCS K [JOIOJIHATEeIbHBIM
KpPUCTa/UIMYeCKUM (pa3aM, MO3BOJISIOT Ce/laTh BbIBOZ O (Da30BOM YMCTOTE MPOAYKTA MPU yCI0BUU
MO TBEPKeHUs pe3y/IbTaToB COMOCTaB/IeHUeM C 3Ta/l0HHOM Ar(pakTOrpaMMOi.

3ak/IloueHue

B xofe wucciefoBaHUS MeTa/IoOpraHnyeckuid kapkac Mg-MOF-74 Obl CHHTE3UpOBaH
CO/IbBOTEPMAJIbHBIM METOZIOM Ha OCHOBe 2,5-auruzapokcurepedranesoi kuciorsl (H,DOBDC)

v rekcaruzipara Hutpara Mmarhus (Mg(NO,),"6H,0). B mnporecce cuHTe3a WHCIIOIb30BAIHA

pacTBOpUTENIBHYI0 cucTeMy, coctosilyio u3 DMF, abconmoTHOro 3TaHona M JUCTH/UTUPOBAHHOMN
Bozbl. Kpucramnusauuio nposoawid rpu Temreparype 125 °C B teueHue 20 yacos. [IpombIBKa
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riostyyeHHoro rnpogykra DMF u metanosiom, roc/eyrolias Cylka ¥ akTUBaLys 1107, BaKyyMOM IIpU
TeMrieparype 220 °C B TeyeHue 12 wyacoB coO3faBa/id yYC/AOBUA I YAa/leHUs MOJIeKY/l
pacTBOpPUTeJIsl, COXPAHUBLLUXCS B [I0pax Marepuana.

Kpucraninueckyto CTPyKTypy U ()a30BbIi COCTaB CUHTe3UPOBaHHOIO MPOAYKTa UCC/Ie0BaIn
Ha paudpaktomerpe SHIMADZU XRD-6100. XapakrepHble [udpakLMOHHblE MaKCHMYMBI,
HabO/mojaeMble Ha qudpakrorpamme rpu 20 okono 6,8° u B guama3zone 11,8-12,3°, ObIIM OLIEHEHBI
KakK MpH3HaK{, COOTBETCTBYIOLMe (POPMUPOBaHHMIO KpucTanauueckor (assl Mg-MOF-74. Kpome
Toro, pednekchl B [uamna3oHe 20=20-45° TO3BOMWIMA [OTOJHUTE/NILHO OXapaKTephu30BaThb
KPUCTQ/IJIMYECKYX0  CTPYKTypy. OTcyTcTBMe B 3TOM  [Juara3’oHe UYETKO  BbIpaKeHHbIX
JIOTIOJTHUTENIbHBIX ~ peeKcoB, XapaKTepHbIX /1 TOCTOPOHHUX KPUCTa/UIMYecKux (a3,
CBU/IeTE/IbCTBYET O TOJIOKUTE/bHBIX pe3y/bTaTax Ipe/jBapyuTe/IbHOM OLIeHKH (pa30BOr0 COCTaBa
obpas3tia.

Takum o00pa3om, COMbBOTEPMa/bHBIA CHHTE3 W TIOC/IeAyIOLjas aKTHBALUs — ObLIM
WCIOJIb30BaHbl Ay TonyueHuss Mg-MOF-74, a pesynpratel XRD 1103BO/IW/IM  OLIEHUTH €ro
KpUCTa/UIM4yecKyro ¢a3y. [losyueHHble pe3ynbTaThl CO3/1al0T OCHOBY /IS [ia/ibHEeMIero u3y4yeHust
YCJIOBUM CHHTe3a M CTPYKTYPHBIX XapaKTepUCTHUK MeTa/uI0OpraHnuyeckoro kapkaca Mg-MOF-74.
[ns  okoHuarenbHOW WAeHTUGUKAMKU (a3bl, KOJMUECTBEHHOM OLleHKU (Da30BOM UHMCTOTHI
U TIOATBEP)K/I€HWsS COOTBETCTBHUSI CTPYKTYPbl 3TajlOHHBIM JlaHHBIM HeoOXOAWMBI JeTabHOe
COTOCTaB/IeHWe 3KCIepUMeHTanbHOM u(pakTorpaMMbl C 3TaJiOHHBIM MpoduaeM W, TIpU
HeoOXOAUMOCTH, JOTIOIHUTE/IbHbIE CTPYKTYPHBIE UCC/IeI0BAaHUS.
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