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[IpemnoxxeH KoMno3uT Ha ocHoBe HaHovacTull Fe,0,, okcuma rpacdeHa M MOHHOU Xuakoctu (1-0y-
TWI-3-MeTUJIMMUIA30JINSI-2-KapOOKCcuaaTa) B KadecTBe copOeHTa [IJIs W3BJIeUYeHUsT OucdeHosa
A (B®A) 13 NOHHBIX OTJIOXEHUI METOIOM MaTpU4YHOro TBepaodasHoro aucrneprupopanus (MTOM).
HamarHnuyeHHOCTh HACHIIIIEHUSI CMHTE3MPOBAHHOTO copOeHTa cocTaBuia 34 3.Mm.e./T. M3MenbueHUe
MOHHBIX OTIOXKECHUI M MOCJEAyIolIee MepeTupaHue ¢ COPOCHTOM ITPOBOMIIIM Ha IapOBOM METbLHUIIE.
Hexoropsie sransl MT®/I, yacTMyHO aBTOMAaTU3UPOBAHbBI, B YACTHOCTH ITPOLIEAYPHl MArHUTHOM cera-
pauuu, necopounun BMDA u perenepauuu copberra. CreneHb usBiedeHuss bOA B momo6paHHbBIX 9KCIIe-
PUMEHTAJILHO yCIoBUsX (Macca copobeHTa — 0.5 T, BpeMsl, HeoOXoaMoe IIJis riepeTupaHus copoeHTa — 5
MUH) cocTapiisieT 94%. CopOeHT BbLIESPXKUBAET YEThIPE LIMKJIA COPOLIMK-AecopOLuy 6e3 oTepu COpOLIu-
OHHOIT eMKOCTH. [IJI1 OYMCTKY MaTPUIIBI OT MEIIAIOIINX BIMSHUM IMPeUIOKeHA TIPOMBIBKA H-TeIITAHOM.
Bbucdenon A ornpenesnsiii METOIOM ra3oBoii XxpoMaTorpaduu-mMacc-CcreKTpOMEeTPpUH ITOCIIe IepruBaTHU3a-
LIMY YKCYCHBIM aHTHIPUIOM. AHATUTUYECKHE XapaKTePUCTUKHM METOIA YCTAaHABIMBAJIU C IPUMEHEHUEM
MOJIE/IbHBIX 00pa310B JOHHBIX OTJI0KEHUI, KOTOPble UCKycCTBeHHO 3arps3Hsuii BDA. IIpenen onpene-
JIEHUs pa3pabOTaHHBIM CIToco6oM coctaBmi (.1 MKT/KT, MTHTEpBaJl IMHEIHOCTH TPagyupOBOYHOIO Ipa-
duxka 0.3—12 mxr/kr (7 = 0.994). B kauecTBe peaibHbIX 0OBEKTOB JJIsT aHAIM3a MCIOIb30BaHbI JOHHbBIE
OTJIOXKEHUsI, OTOOpaHHBIE BOJIM3M cOpOca OUMCTHBIX coopyxeHmii I. Boponexa (p. Boponex u p. [loH).
Konuenrtpauuss B®A B 1OHHBIX OTI0XEHUSIX cocTaBmia 3.83—6.52 MKI/KT.

KiioueBbie c10Ba: MaTpuuHOe TBepaoda3sHoe TUCIepPrupoBaHKre, HAHOYACTULIbI MATHETUTA, OKCUI Ipa-
(dena, oucheHon A, TOHHBIE OTIIOXEHUSI, OTIpEIeIICHUE.

DOI: 10.31857/50044450224090066, EDN: titgjz

MarpuuHoe TBepmodazHOe AUCIEPIUPOBAHUE
(MT®1) sBrepeoie onucaHo B 1989 r. C. bapkepom
¢ coasrT. [1]. CopbenTsl misgs MT®/1 noaxHbI 06J1a-
JaTh a0pa3sMBHBIMM CBOMCTBaMHU, ITO3TOMY paHee
OOBIYHO IPUMEHSIIM TBEPABIl MaTepHUal-HOCUTEND
oktamerwicwma (C,y) — MPOU3BOOHOE NMOKCHAA
KPEeMHMSI, UCIOJIb3yeMoe B OOpalieHHO-(ha30Boit
xpomarorpaduu. CymHocts MT®JI cocToUT B TOM,
4yTO oOpasell I aHaau3a (B OOJBIIMHCTBE CITy4aeB
TBEPIbIii) IIOMEIIAIOT B araTOBYIO CTYIIKY, COIepXKa-
Y0 IPYroii TBepAblii MaTepuan (COpOEHT) U Iiepe-
trpamoT [2]. I1pn aHanm3e Xuaknx mpod i mpood
C TIOBBIIIIEHHOM BIAXKHOCTHIO BOAY YIAJISIOT 100aB-
JieHreM 1pokajaeHHoro Na,SO,. [Ipu cMemmBanuu

JOJDKHO IMPOU30MTH UCTUPAHKE 1 pa3pylIeHUe 00-
pasia mpooOkl. 3aTeM nepeTepThiii 00pas3elr mepeHo-
CAT B KOJIOHKY, MOIXOMSIIYIO JIJII IIPOBEACHUS T10-
CJICMOBATENIBHOIO 3IIOMPOBAHUST PACTBOPUTEIISIMU.
st BblOe/ieHUsI BBIOPAHHOTO COEAWHEHUSI MOXKET
OBITh MCTIOJIb30BaH OIWH WJIM HECKOJIBKO PaCTBOPU-
Teneil. BeimeneHue ompenensieMoro BellecTBa HO-
CTUTAeTCs MPUMEHEHUEM BCIIOMOTaTeIbHBIX KOJIO-
HOK, 3aII0JTHEHHBIX COPOEHTAMM WM HOCUTEIISIMMU,
HCIIOJIb3YEMBIMH B KOJIOHOYHOM XpoMaTorpachuu.
3a nmocneguue 10 et npu peanmsaunu MTO]]
nepeyeHb IIPUMEHSIEMBIX COPOEHTOB 3HAYUTENIb-
HO pacmmpuics. B HacTosiee BpeMs UCIIOIb3YIOT
MOJIEKY/IIPHO MMIIPMHTUPOBAHHBIE MOJIMMEPHI |3,
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4], KOMITO3UTHI HA OCHOBE MOJIEKYISIPHO MMIIPUH-
TUPOBAHHLIX MOJUMEPOB U culMKaress [5], HaHO-
IUTACTMHKM TpadeHa [6] u JUOKCHUI KPEMHMSI, MH-
KarcyJIMpoOBaHHbBIN B TpadeH [7], MOJeKyIspHBIC
cura [8], xuro3aH [9], HEKOTOpBIE APYTHE MaTEPH-
ajbl. Takoke U3MEHWINCH MOIXOMBI K IIepeTUPaHUIO
oOpa3sla ¢ abpa3MBHbBIMU MaTepuaiaMu. st 3Toit
LIeJIM 0Ka3aJ0Ch IEePCHEKTUBHBIM IIPMMEHEHME II1a-
poBBIX MenbHUII [10].

C passutneM MT®]] Hayanu pean30BbIBATHCS
TOIXOIbI C UCTIOJI30BAaHUEM MAarHUTHBIX COPOCHTOB.
Hanouactuner (HY) Fe O, aBastioTcs mepcneKTuB-
HbeIM MatepuanoMm mig MT®/ [11]. Metog MT®]],
C UCTOJIb30BAaHMEM B KaueCTBE COpOEHTa MarHeTUTa
B couetannu ¢ BO2KX ¢ macc-criekTpoMeTpruaecKum

1017

JNETEKTUPOBAHWEM IIPMMEHEH IS KOHLEHTPUPO-
BaHMS U onpeneiaeHus 30 MeCTULMIOB B IMIIEBHIX
nponykTax [ 12]. [IlpyMeHeHe MAarHUTHBIX HAHOCOP-
6eHToB 11 MT®/] siBisieTcst OTHUM M3 COBpEMEH-
HBIX TPEHIOB KOHIIEeHTpUpoBaHU [12]: cymecTBeH-
HO yIpOIIaeTcs U3BJIeYeHe COPOeHTA M3 MAaTPUIIHI,
a TakxKe Ipolienypa BbIIEISHMS aHAIUTa, COKpalla-
eTcsl BpeMsi mpobomnoarotroBku. Bmecto Bcriomora-
TEJIbHBIX KOJOHOK MOXHO MCIOJIb30BaTh MarHWUT-
Hylo cemrapanmio [13].

Meton MT®/] r1o3B0JIIET TPOBOAUTD IIPOLIELY-
Py U3BJICYEHUS aHAINTA 32 KOPOTKUI IIPOMEXYTOK
BpeMEHH B 00BEKTaX CJIIOKHOIO COCTaBa: MUIIEBELIE
MPOAYKTHI, OMOJIOTUYECKIE OOBEKTHI, JICKAPCTBEH-
Hble mpernaparsl (Tad. 1).

Ta6mua 1. [TpuMeHeHre MATPUIHOTO TBEPIO(ha3HOTO AUCIIEPTUPOBAHUS 71T KOHIICHTPUPOBAHUS aHATIUTOB

U3 pa3InYHbIX OOBEKTOB

O6BeKT YcnoBust KOH- Tutepa-
AHaJUTBI CopbOeHT LIEHTpUPOBa- R, % P
aHaIM3a Typa
HUSA
20 1exapCTBEHHBIX _
BeulecTB (bropxuHo- |OOpasLbl MonexynsipHO UMIIPUHTH- Mo = 0.2,
m,=0.15T, 74.5—-102.7 [3]
JIMHEI, TETPAIUKINHBI |[CBUHUHBI pOBaHHBIC TIOJTUMEPEI <
t= 3 MUH
U cylb(aHUIaMUIbI)
Tromet, kopa MoNeKyIApHOUMIPUHTH- | 90 0.,
KamnToreunH W JIUCThSI OBaH];};IeIl)'IOJ'II/IMepr m.=0.1T, 96.1—-103.3 [4]
Camptothecaacuminate p P t =5 MuUH
KoMmo3utsl Ha oCHOBE M= 0.1r
_ oo~ V-1l
AKpUIIaMUzI IleyeHnbe u x1e6 MOJICKYTIAPHO UMIIDHH m=0.15r 83.7-99.3 [5]
TUPOBAHHBIX MTOJMMEPOB
W CHJIMKAareist
6 (peHOMBHBIX PacturennHblil npena-|[padeHoBbIe HaHOIIA- m°6_: 24w,
m.= 24 wmr, 82.3—-98.3 [6]
KHUCJIOT pat Danshen Tablets  |cTUHKU .
t=1wmuH
ITonumerokcunupo- |JIucTos Juoxcun KpeMHUsI, UH- Mg = 25 Mr,
BaHHBIC (b1aBOHOUNB! |Murrayapanaculata KarncyJIupOBaHHbBINM B Tpa- m,=50 mr, 92.6—102.3 [7]
(L.) Jack dben t =3 MUH
Heopranuueckuii Mobckite MonexynsipHO€ CUTO mys = 50 mr,
ion v iomupoBaHHbIE p (SBA-15) ¢ noHHOI XumI- m,= 50 mr, 86.5-95.4 [8]
BOIOPOCIIH _
AMUHOKMCIIOTHI KOCTBIO t=30c
IIpuponHbie I1nonbl 0UBBI Mos = 30 mr,
PHbOIL /bl XuTosan m=25wmr, |80.1—-113.0| [9]
GdeHobI (Canariumalbum L.) -
t=1mMun
JlekapcTBO my/m.= 1:3,
5 ¢peHosoB Rubi Fructus Al-SBA-15 Y= 180 98—102 [10]
Eg;l:T, orypei, Mop- M, = 50 M,
30 necTULUIOB ’ Hanovactuus Fe,0, m.,= 50mr, 71.0—110.8 [11]
TOMar, Tepell, _
t=0.5 Mun
JIyK-11aJI0T, Kamycra
MarHuTHBIN oKeua rpage- M= 50 ML
ITapabGeHnl Monoxko Ha, TTOKPBITHIN TTOJIM (MH- c ’ 83-92 [14]
t =3 MuH
TONTHODEHOM)

TIpumeuanue: t — BpeMs1 IUCIIEPTUPOBAHUSL, /M, — Macca COPOEHTA M — Macca 0ObEKTa aHAIU3a.
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Marepuansl Ha OCHOBE I'padeHa 1 ero IIpou3BO-
IHBIX SBISIOTCS 3P OEeKTUBHBIMU copOeHTamu [ 15].
ITpocTeiimmmM cnocodboM (PyHKIIMOHATIM3ALMA Tpa-
(ena saBisieTcss 0Opa3oBaHMWE HA €0 ITOBEPXHOCTH
nossgpHeIx rpyrn (—COOH, —COO, —OH). ®yuk-
LIMOHAIM3ALIMS JOCTUTAETCSI OKMCIIEHEeM IpachuTo-
BOTO ITOPOLLIKA U IPYTMX POLCTBEHHBIX MATEPUATIOB
1o okcuga rpadena (OI) [16]. @yHKLMOHAIM3ALIMS
OTI nonnpimu xugkocTIMu (M) 1mo3BoisIeT mosry-
YUTDb DKOJIOTUUECKY YUCTHIN afcOpOSHT ¢ OOIBIIO
VIEIbHO! IUIOIIAAbI0 IMMIOBEPXHOCTU 3a CYET M3Me-
HeHMs1 (YHKIIMOHAJIBHBIX TPYIII Ha IOBEPXHOCTHU
maruutHoro OI [17].

bucpenon A (BPA) — MHOTOTOHHAXKHBIN XM-
MUYECKUI1 TIPOAYKT, HauOoJIee IUPOKO IIpUMEHSIe-
MBIi1 B IIPOU3BOACTBE IMOJUKAPOOHATHBIX ITOJIMME-
poB [18]. BDA Takke MMPOKO MCIIOIB3YETCS TPH
MIPOM3BOACTBE KOHTEHHEPOB ISl MUILNEBHIX IIPO-
IYKTOB 1 HAIIUTKOB, MIOCYIbI, BOMOIIPOBOIHBIX TPYO
[19], oymaru [20]. Jdas genmoBeka BMPA cuuraercs
OTHOCHUTEIHbHO MaJIOTOKCUYHBIM, OJHAKO BHI3BIBA-
€T B opraHu3me nodOouyHble 3¢ @EeKThl, CBSI3aHHbIE
C BCTPOTEHHOM aKTUBHOCTBIO [21, 22]. 3HaUnTE b-
HO Oojbmyio omacHocTh BMA mpencraBisieT s
BomHOM 6MoTHI [23]. YcTtaHoBIeHO, 9yTo BDA akky-
MYJIMPYETCSI B TOHHBIX oTioxeHusx (J10) [24]. dxs
KoHIIeHTpupoBaHusg u omnpeneinennss BOA B 1O
WIM TI0YBaX MCIIOIB3YIOT SKCTPAKIIMIO B aIrapare
Cokcrera [25], XKUIKOCTHYIO SKCTPAKIIWIO MO JaB-
JeHueM [26], TBepaodasHylo 3KCTpaKLMIO C HC-
noTb30BaHMeM oOpalieHHBIX a3 [27]. dxs ompe-
neneHnst BOA 0OBIYHO TIPUMEHSIOT METOJI Ta30BOIA
xpomatorpapun-macc-cuekrpomerpun  (I'X-MC)
C IIpenBapUTEIbHON AeprUBaTU3aIMEH ITyTeM alleTH -
JIMPOBAHUS WJIN CUJIVUTUPOBAHUS [28].

Ilenbp HacToseil padboThl — OLIEHUTH 3P deK-
TUBHOCTD IIPUMEHEHMS KOMITIO3UTHOTO MarHUTHO-
ro Matepuaina, cocrtostiiero 3 OI, HY marnerura
n XK mrg MTOJI BOA n3 J10 1 yacTMIHO aBTOMa-
TU3UPOBATh HEKOTOPHIE 3TAIThl KOHIIECHTPUPOBAHUS
IJIST TIOBBIIIIEHUSI BOCIIPOM3BOIMOCTHY PE3Y/IbTaTOB
aHaIM3a.

OKCITEPUMEHTAJIbHAA YACTb

IIpuGopst u peakTusbl. 151 cunte3a Ol mpume-
s rpadurtossiii mopomok (I'Il) oc. 4. (8-4, TOCT
23463-79, Poccus), H,SO, 4. 1. a. (Qxoc-1, Poccus),
KMnO, 4. 0. a (JIenpeakrus, Poccust) u H,0, 4. m.
a (Jleupeaktns, Poccus). [Ins mmomydeHnss copOeH-
Ta OpPUMEHSTIM N-TUAPOKCUCYTbOOCYKIMHUMMUI,
I'CC (Sigma-Aldrich, CIIA) n 1-sTin-3-(3-mu-
MeTHIIaMuHO Tporui)Kapoongnmumun, DIAK (Sig-
ma-Aldrich, CIIA), mumetundopmMaMung X. Y.
(JIenpeaktuB, Poccust). A O4MCTKM MaTPUIILI
NPUMEHSUIM H-TeNTaH X. 4. JJIS XpomaTtorpaduu
(JIenpeaktus, Poccus). AHanuThl gecopOupoBain
METaHOJIOM [JUISI Ta30Boi xpomartorpaduu, 99.9%
yucToro BemecTBa (Xummen, Poccust). B xauecTBe

XKYPHAJI AHAJTUTUYECKON XUMUU

I'YBUH u np.

MCXOOHBIX MOpoAyKToB mjis cuHTe3a MK mnpume-
Hsm N-Oytunumunason, 97% ducroro BelllecTBa
(Hangzhou Jhechem, Kurait) m nuMmeTninkapooHar
(Kemuxkan maitH, Poccus). IIpo6sr JIO n3mensua-
7 Ha mapoBoit MenbpHHIIe Retsch PM 200 (Retsch,
I'epmanms). Cunre3a MK mpoBommim Ha Macis-
Hoii 6aHe 5-drops 11D (5-drops, Poccust). B xaue-
CTBE O00BEKTa MCCIemOBaHUS HCIoab3oBain BMA
c colepxaHueM ocHoBHoro BeuiectBa 97% (Sisco
Research Laboratories, Wuous). ABTOMaTU3MPO-
BaHHAasl CHUCTeMa IS KOHLIEHTPUPOBAaHUsI BKIIIOYA-
JJa. MHOTOKAHQJIBbHBIA MEPUCTATBTUYECKUN HACcoC
BT600LC-S (Baoding Chuangrui Precision Pump
Co., Kwurait), TpexxonoBble 1 IIECTUXOTOBON Kpa-
ael (EUDF-L10UW, Valko, IlIBeitmapus), mepe-
MEIIIEHNE MAarHUTOB BBIMNOJHSUIM CEPBOIIPUBOIOM
Powerful Nylon Gear Servo Motor SG-5010 (Kmn-
Taif) ¢ MAHUIYISITOPOM, Ha KOTOPBIM U IIPUKPEILIS-
JI MarHuT.

Cunte3 komMmosutHoro copoenta mnsgs MTO]]
BKJIIOYAJI TIOJIyIeHE MarHeTUTa, (DYHKIIMOHAIN3H-
poBanHoro nepsoHadaabHo OH-rpynmamu (Fe,0,@
Si0,), a 3arem NH,-rpynnamu (Fe;0,@Si0,-NH,);
nonygenne OI' m M2K; monmyyeHne KoMmo3ura Ha Oc-
HoBe Fe,0,u OI u ero monudukanmio M2XK.

IIpuroroBienne oxcuaa rpadgeHa NPOBOIWIU
nyteM okuciaeHus I'Tl cepHoii KucaoToit B IpUCyT-
CTBUU NepmaHraHara kKanus. dust atoro K 5 r I'TI
no6asnsimu 200 M 96%-noii H,SO, u 7 1 KMnO,.
CmMech B TeueHHe 3 4 MHTEHCHUBHO IIepeMeINBaIN
co ckopoctbio 1000 06/MuH, a 3ateM 10 cytok 1o 12
g ripu 80—100 06/MuH. dobasnsiam 0.5 1 5%-Hoii
H,S0O,. Cmech TepMoctatupoBaiu npu 95—100°C,
a 3areM B TedeHUe 2—3 9 TeMIepaTypy CHUKaIN
a0 55—60°C. Jo6asasmm 20 ma 30%-woro H,O,
u nepeMemuBanu 4 4 mpu 500 06/muH. Llentpudy-
TMPOBAaHUEM OTAEJISUIM KOPUUHEBBII 0CAIOK U TPEX-
KpaTHO MPOMBIBaJIM eTo cMechio 5%-Hoii H,SO,, 0.1
M HCl u H,0,(1:1: 1, mo o6bemy) B TeueHue 20
MuH. OcagoK IPOMBIBAIM OMAWCTULIMPOBAHHON
BOIOI 1O HEUTPAJIbHOM pPEeaKILIMM MPOMBIBHBIX BOI,
n cymnn B tedeHre 10 1 mpum 40°C.

Ionyyenne Fe,0,@Si0, u Fe;0,@Si0,-NH,.
Hna monysenust Fe,0,@SiO, npoBomwin (yHK-
nuoHamu3anuo Fe,O, ¢ mpuMeHeHHeM TeTpasTH-
noprocunukara (T®OC), 3ateM MoITUMULIMPOBAIN
noBepxHocTh HY mMariHetura aMuHorpynmnamMu ¢ uc-
MoJTb30BaHNeM (3-aMUHOTIIPPOTINII) TPUATOKCHCHITA-
Ha (AIITOC). CuHTE3 MPOBOAMIN aHAJIOTMYHO [29].

Cunre3 1-0yTmi-3-MeTHIMMHIIA30J1a-2-KapOOoK-
cunata (BuMeIlmCQO,) [30, 31]. B TpyOky u3 kBap-
1IEBOrO0 CTeKJIa C 3aBUHYMBAIOIIMMUCS KpBIIIKA-
mu noMemanu 3 mu N-Oyrunmmmupaasona (Bulm),
4.5 Mmn gnmerunkapbonara m 0.5 mMa MeraHo:na.
TpyOky momeiniaau B MacisiHy0 0aHIO, 3aIl0JIHeH-
HYI0O CHJIMKOHOBBIM MAcCJIOM, BblIepxXuBaau 12 4
npu 125°C. TlomyyeHHBIE KPUCTAUTBI TPOMBIBAIN
METaHOJIOM U BBICYIIIMBAJIN IIPX KOMHATHOM TeMIIe-
parype. I1penapar conepxan 85% MUXK.

Ne 9
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Ilonygenne copoenta. K 50 mr OI' noGasisim
50 M1 BOOBI M MEpeMEIIMBAIM B YJIBTPa3BYKOBOM
BaHHe (5 4, 22 xIu). K momxyyeHHOIT B3BecH mO-
6aBsu o 500 mr I'CC u BJK u 50 mr Fe,0,@
SiO,-NH,, nepememmBanu 2 4 nipu 45°C 1ipu 11o-
CTOSTHHOM BO3IEHCTBUM YIbTpa3BykoM. Ilosyya-
mu komno3ut OI'-CO-NH-Fe,0,. HaBecky (2 mr)
OI'-CO-NH-Fe,0, nomemanu B 150 My aumeTu-
(dopMamMuaa, MHTEHCMBHO ITepeMEITNBaIN, BO3OCH-
CTBOBaIM yabTpa3BykKoM (22 kIir), modasmsnu 0.3 r
Bulm-CO, u npomoyokanu IpoLenypy B TeUeHUE
3 4. [IpomMbIBa/IM MOJYYEHHYIO MAacCy METAaHOJIOM,
3aTeM 3 pasa OMIUCTWUTMPOBAHHOIM BOIOW ITOp-
musiMu 110 15 mut. Cymmnm 1o, BAKyyMoM 24 9 1 T10-
JIy4ajyd TEMHO-KOPUYHEBBIN ITOPOIIOK MATHUTHOIO
xommno3uTa Ha ocHoBe OI' u 12K BuMeImCO,-OTI'-
CO-NH-Fe;0,. Cxema cuHTe3a IIpencraBjieHa
Ha puc. 1.

2+ _ 3+ NHaH0 g T30C AMTaC
Fe’'+ Fe _,.“, HO—‘—OH —>H2N—.—NH2

U] (] (1

KMnOs4 + k. H2804
10 cyTok

(v

Puc. 1. Cxema cunte3a copbenta BulmCO,-OI'-CO-
NH-Fe;0,: nonyyenue Hanouactuu Fe,O, (I); momnu-
¢ukammss moBepxHocth OH-rpynmamu (II) m NH,-
rpynnamu (II1); oxkucnenue rpacura (IV) no oxcuma
rpadena (V); monudukanus 'CC (VI) u BJIK ¢ nmony-
yeHnem OI'-CO-NH-Fe,0, (VII); nonyyenune BulmCO,
(IX) mo peakuuu Bulm (VIII) ¢ numeTrikap6oHaTOM;
noayyeHrne BuMelmCO,-OI'-CO-NH-Fe,0, (X) npu
B3aumoneiicteun OI'-CO-NH-Fe,0, u BulmCO,.
XKYPHAJI AHAJIUTUYECKOMN XUMUU
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Metoauka MaTPpUYHOTO TBepAO(A3HOro Amcnep-
rupoBanud. /s ananmmza oroupanu 5 v 1O, npen-
BapUTEIbHO BBHICYIICHHBIX IO BO3IYIIHO-CYXOI'O
cocTosiHUsl. MI3Melnbuany B M1aHETapHOM LIapOoBOit
MEJIPHUIIE C IIapaMy U3 OKCHIA IIUPKOHUS B Tede-
Hue 30 MUH 10 KOHCUCTeHIMM myaphl. CpemHuit
pa3Mep YacTHUll IOJIYyIeHHOTO ITOPOIIKA COCTaBIISI
0.7—1.0 mxm. K moporky mo6asmstiau 0.5 T copbeHTa
BulmCO,-OI'-CO-NH-Fe,O, u cHoBa usMeabgaimn
B 1IapOBOi1 MeJibHULIE B TeueHUe 5 MUH. [TonydeH-
HBII TOPOIIOK M3BJIEKAIN U IEPEHOCWIN B COCYI
¢ 20 M x-rerirana, mooasnsy 0.1 T momenniaCyIb-
(boHaTa HaTpuUs, IepeMEIIMBaIN MEIIAIKOM 10 T10-
JIY4CHUSI YCTOMYMBOM CYCHEH3UM U IICPEHOCWIN
B €MKOCTb, COCOIMHEHHYIO C MEPUCTAJIBTUYECCKUM
HacOCOM.

ABTOMATH3MPOBAHHAS NPOLEIYPa KOHIEHTPHUPO-
BaHus. /{719 KOHIIEHTpMPOBAaHUS IIPEMJIOXKEHA aB-
TOMaTU3UPOBaHHAsA cucTeMa (puc. 2), cocTosIas
13 MHOTOKAHAJbHOTO IEPHUCTAIIFTUYECKOrO Hacoca
(ITH), nByx ko0HOK (K1 m K2 K KOTOpPBIM MTOIBO-
ISTCSL M OTBOISTCSI HEOMMMOBBIE MAaTrHUTHI C TIOMO-
IIBIO CEPBONPUBOAA C MAaHUITYIsITOpoM. Bece yacTu
CHCTEMBl COEOUHEHBI CIJIMKOHOBBIMU TpPYyOKaMM
¢ BHYTpeHHUM quaMeTpoM 1.8 MM. YipaBienne mo-
TOKAaMH OCYIIECTBIISICTCS IIOCPEICTBOM IIIECTHXO-
nmoBoro kpaHa (IIIK) n tpexxomoBeix kpaHoB (TK1,
TK2). [Mosumum LK mpm pasnmuaHbIX pekmMax
paboTHI TIpeacTaBiIeHB! Ha puc 3. Bo3myx B cucremy
nomaetcst komripeccopoMm (KP). Cycnensus, 1mo-
JIydeHHas 1ocyie oopaboTku JIO B mapoBoii Meb-
HUIIE U IepeMEIIMBAHUS B H-TENTaHEe, IIOmaeTcs
yepes LK B kononky K2, rme MarHuTHEIN COpOEHT
M3BJIEKACTCSI M3 IIOTOKA CYCIICH3UM MAarHUTaMMU.
Cycnensus 6e3 MarHUTHOI'O COPOEHTA OTIIPABIISIET-
cs Ha cimB. Hisg mecopoumu bBDA meranon (1 mi)
n3 eMkoctu depe3 IIIK HampaBisseTcsI B KOJIOHKY
K1. MeTaHoJbHBIN 3KCTpakT MOCHE AecopOuUuu
yrmapuBanu 10 oobsema 0.1 M1 B citabom TOKe a3ora
n anammsupoBasm MetomoM I'X-MC. Ilocne ne-
copOIMM COPOEHT B KOJIOHKE IIPOMBIBAIM CMECHIO
aleToHUuTpuiI—MmeTaHoa—Boga (5 : 5 : 1, mo oobe-
My), 3aTeM Bomoii. Ilociie IpOMBIBK HEOOUMOBEIE
MAarHUTHl OTBOAWIMCH OT KOJOHKM K2 m m3 KoMm-
npeccopa (KP) momaBanm cxXaTblif Bo3nyX. Perene-
PUPOBAHHBIN COPOSHT M3 KOIOHKM K2 HampaBisum
B ChbeMHYI0 K0I0HKY K1, Tae oH 3agep:KuBaics Mar-
HUTHBIM II0JIEM, CO3IaBa€MbIM IBYMSI MarHUTaAMMU.
KononKy BeIHUMAaIHM, U3BJIEKAIN COPOCHT IS I10-
BTOPHOTO MCIIOJIb30BaHMS.

IIponenypy MT®JI nmpoBommim Takke C COp-
OeHTaMU, SIBJISIOIIMMICST IIPOMEXYTOYHBIMU IIPO-
nykrtamu 1pu cuHTe3de BuMelmCO,-OI-CO-NH-
Fe,0,. Ee ocymiecTBisuin Mo aHaJOTUYHOI cXeme,
nobapisisa K uamenpdeHHbM 10 Fe,0,, Fe,0,@8Si0,,
Fe,0,@Si0,-NH, u OI'-CO-NH-Fe,0, coorBert-
CTBEHHO.

DddextnBHocTs MeTtoma MTD oueHuBa-
JIN TI0 CTEMEHSIM M3BJICYCHUS M Kod(dduimeHTaM
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Puc. 2. ABToMaTu3upoBaHHasl CUCTEMA MAaTPUYHOTO TBEPIO(ha3HOTO TUCIIEPrUPOBAHMSI.

(a) (0)

Puc. 3. INonoxeHue 1mecTUXOAOBOrO KpaHa M HaIlpaBJIeHUe ITOTOKOB MpU paboTe aBTOMAaTU3UPOBAHHOM CUCTEMBI JJIsT Ma-
TPUYHOTO TBEepHOo(Pa3sHOro NMCIEPTUPOBaHUs (CM. CXeMy Ha pHUC. 2, OPaHXeBbIi LIBET — JACMCTBYIOIINN MOTOK, YEPHBIM
LIBET — HeNEHCTBYIOIIMIT TTOTOK): (a) — MPOITyCKaHUe CyCIeH3uH yepe3 KoJoHKy K2; (6) — necop6ius 6ucheHomna A; (B) —
MpOMBIBKa copOeHTa B KosloHKe K2; (T) — mpoayBKa CUCTEMbI BO3IYXOM, TPAaHCIIOPTUPOBKa cOpOeHTa B KOJIOHKY K1; (1) —
MPOMBIBKA CUCTEMbI OUINCTWIMPOBAHHON BOMOMA.
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KoHIeHTpupoBaHust EF [29], KoTopbie pacCUMTHI-
BaJIM, KaK OTHOIIeHUe KoHLeHTpauuu BDA mnocie
yIapuBaHUSI METaHOJBbHOTO KOHIIEHTpPATa K MCXOMI-
Hoit KoHueHTpauuu BPA B J10.

Onpenenenne doucenosa A B KOHIEHTPATaX Me-
Tonom I'’X-MC mpoBomwiM mocje AepuBaTU3aluu
VKCYCHBIM aHTUIPUIOM CIIOCOOOM, OIMCAHHBIM
B pabote [32]. YmapeHHbBIIT METaHOJIbHBIN SKCTPAKT
WHXEKTHPOBAJIX B y3eJl BBOJA Ta30BOr0 XpoMaTo-
rpada. XpomaTtorpaduueckoe pasaeieHue MmpoBO-
nuin Ha xpomatorpade Agilent 7890B GC System
¢ Macc-merekropoM Agilent 5977A MSD (Agilent
Technologies, CIIIA) mipu ciaemyommx yCIOBUSIX:
o6beM npoosr: 1.0 Mxi1, menenue moroka: 30 : 1, He-
nonsipHag koiaonka HP-5MS UI (30 m X 0.25 Mm
x 0.25 MKM), HertonBrokHada dasa: (5% dbeHmn)-Me-
TIIIOJIMCWIOKCAH, ra3-HocuTenab — renmit (1.0 v/
MWH), TeMIIepaTypa y3J1a BBoxa mpoosl: 280°C, TeM-
neparypa UCTO9HnKa MoHOB: 250°C, mpuMeHsIach
3JIEKTPOHHAsS. MOHU3AIMS C SHEPTUeH 3JIeKTPOHOB
70 3B 1 mporpaMMupoBaHUe TeMITepaTyphbl: CTAPTO-
Bas temmnepaTtypa — 90°C B TeueHue 1 MuH, manee e
MOAHUMAIH CO cKopocThio 3°C/muH no 150°C, 6°C/
muH 10 210°C u 10°C/mun no 280°C u ynepxuBa-
u 5 MuH. CKaHUPOBaHME IIPOBOIWIN I10 IIOJTHOMY
MOHHOMY TOKY; THaIta30H Macc m/z 213—270.

Anpobamust crmoco0a onpenenenusa Oucdenona
A Ha MOZeNbHBIX U peasibHBIX 00beKkTax. B kauecTse
peanbHBIX 00bekTOB NpuMeHsu O n3 ¢oHOBOI
30HBbI, 3AlIUILIEHHON OT aHTPOIIOT€HHOIO BO3IEH-
ctBug (J1O u3 03. Uucroe, Boponexcknii omocdep-
HBII 3aIllOBeNHUK). JlOHHBIE OTJIOXEHMSI M3BIIEKA-
JIX CO ITHA C MOMOIbI0 KoBima BaH-BuHa (00beM
0.5 1) 1 BEICYIIMBAIX IIpA KOMHATHOI TeMIlepaType
10 BO3AYIITHO-CYXOr0 COCTOSIHMSI. B mMaTpuily BBO-
nuin pactBop BDA B MeTtaHojie, TepeMelInBain
¥ BBIIEPXKUBAJIM 10 MCTIApEHUSI CITAPTA.

B kauecTtBe peaibHbIX 00BbEKTOB UCHOJIb30BAIN
IO B MecTe cOpoca 1eBoOepeKHBIX U IIPaBOOEpPexX-
HBIX OYMCTHBIX coopyxeHuit . BopoHnexa (p. Bo-
ponHex u p. Jdon). [Ipo6s1 orOupanu KoBiioM Bax
Buna (o6bem 0.5 1) ¢ myomusr 1.2—1.3 M B 30Hax
C YCTOMYMBBIM JIJAMUHAPHBIM T€UYCHUEM, MCKIII04Ya-
IOIIM 3HAYUTEIbHOE IIepeMelINBaHNe U TIepeMe-
menwue J10.

PE3VJIBTATbBI U UX OBCYXAEHUE

YacTuubl copdeHTa MPEACTaBISIOT COOOM CIIOXK-
HBII KoMIIO3uT. Pa3Mmep smpa, moKpeITOro 000109~
xoii (Fe,0,@Si0,-NH,), coctaBiseT B cpenHem 250
HM (puc. 4). Ha MukpodoTtorpacdun copobernTa Bul-
mCO,-OI'-CO-NH-Fe;0, BunnHo, 4To simpa cBsi3a-
Hbl ¢ OI, KOTOpHIii IIpeAcTaBieH B BUAE TEMHBIX TS-
xeit (puc. 4). CtpyKTypa copOeHTa TTOATBEPXKIeHA
meTonoMm MK-crrekrpockonmm ¢ mpeodpa3oBaHeM
Dypre (puc. 5). B UK-cnekTpe ycTaHOBIEHBI KOJIe-
G6anus cesizeir Fe—O (577 cm™), Si—O (1105 cm™),
—C-0-C- (1278 cm™'), —C=C— (1465 cMm!),

XKYPHAJI AHAJIUTUYECKONU XUMUU  TomM79 Ne9
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Puc. 4. Mukpodortorpadus kommnozuta BuMeImCO,-
OI-CO-NH-Fe,0,.
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3422

Puc. 5. UK-dypbe criektpsl kommnosuta BuMeImCO,-
OI-CO-NH-Fe,0,.

rpyrmmiel —C(O)—NH, 3a cdyeT KOTOpOI MPOMCX0-
aut npucoenuHenue K OT, (1632 cm™'), cBsazu C=0
(1720 cm~') u NH,-rpynmsl (3422 cm™') [33, 34].

Hudpakrorpamma oo6pasua BulmCO,-OI'-
CO-NH-Fe;0, (puc. 6) comepXuT IMKUA MarHe-
tiuta (20 30.38°, 35.58°, 44.14°, 53.48°, 57.08°
1 62.66°), COOTBETCTBYIOLIE 3HAYECHUSIM MHTEH-
cuBHocTel (211), (311), (400), (422), (511) u (440),
a TakXe IUPOKKUe NUKU mpu 20 20—29°, KoTophie
XapaKTepHbI IJiI aMOp(HOro KPEMHHUS BOKPYT
HY Fe,0, [34]. [Iukun O (26 10.21° u 43.05°)
cooTBeTcTBYIOT MHTeHCHBHOCTAM (001) m (100)
[35]. HaMmarHn4yeHHOCTh HACHILIEHUST COpOEHTa —
34 s3.m.e./T (puc. 7).
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Puc. 8. DddexkTBHOCTL U3BIIeUeHUsI OMcheHoaa A U3
JMOHHBIX OTJIOKEHHUI METOIOM MAaTPUYHOIO TBepaodas-
HOro aucrneprupoBaHusi ¢ npumeHenuem Fe,O, (1),
Fe,0,@Si0, (2), Fe;0,@Si0,-NH, (3), GO-CO-NH-
Fe;0, (4), BuMelmCO,-GO-CO-NH-Fe,0, (5).

IIpu cuHTE3e copbeHTa il yBeIWYeHUS 3¢-
dextuBHOCTH M3BNeuyeHust BPA npumeHeHa 6osee
rugpodobHas MK mo cpaBHEHMIO ¢ ONMHUCAHHOI
B pabore [33]. MK nmMmmoOuIm3oBaHa Ha copOeH-
T€ 3a CYET KOBAJCHTHBIX CBSI3€l MO MEXaHU3MY,
npeajaoXXeHHoMy B pabote [36]. JIig oueHKU (-
(extuBHOCTM mpuMeHeHUsT copbOeHTa BulmCO,-
OI-CO-NH-Fe;O, mo aHajJoOrM4HOMY aJTOPUTMY
npoBeaeHa MT®JI ¢ Kaxmoil M3 cocTaBsIoLIEi
komnosuta — Fe,0,, Fe,0,@Si0,, Fe,0,@Si0,-
NH, u OI'~-CO-NH-Fe,0, (puc. 8). IIpu nipoBene-
Hun MT®O]] ycTaHOBJIEHO, YTO MOCJIEI0BATEIbHOE
Jo0aBieHUEe KaXOOi COCTaBISIIOLIE B CTPYKTY-
Py KOMIIO3MTA YBEJIWYMBAET CTEIICHb M3BJICUYCHMS
B®A. Copbuuss MarHeTMToM oOOecredynuBaeT W3-
pieyeHue 18% BPA. DhheKTUBHOCTh U3BICYE-
HUSI PE3KO YBEIMYMBAETCA IIpH (PYHKIIMOHAIMU3A-
uuu copoenra SiO, (Momuduxanus OH-rpymnamu
¢ nmonyyenueM Fe,0,@Si0,). CreneHp U3BIeUSHUS
coctasisier 50%. [pu MonudUKaUY MOBEPXHOCTU
NH,-rpynmamu (Fe,0,@Si0,-NH,) crenens u3bie-
yeHust BDA cocrabnser 52%. IIpu copouun BOA
xomno3utom OI'-CO-NH-Fe,0, cTrenienp uzBiede-
HUA Bo3pacTaeT 10 74%. Moaudukauust copdbeHTa
Bulm-CO, c¢ nomyyeHuem xommosuta BuMelm-
CO,-OI'-CO-NH-Fe;0, o6ecneunBaet = 94%-Hoe
HU3JIeYCHHE.

OCHOBHOW cTagueii, BHOCSIIEH 3HAYUTEIIHHYIO
MOTPEIIHOCTh B M3BJIEUCHHUE U, COOTBETCTBEH-
Ho, B onpeneneHue BDA gpnsgercss nmepernpaHue
B araToBOM CTYyIKe, KOTOpPOE€ IIPOBOIUTCS BPYI-
Hylo. IlockoabKy TOHHBIC OTJIOXEHUSI XapaKTepH-
3YIOTCSI Pa3IMYHOI CTPYKTYpOii (¢ TIpeodamaHneM
MMHEPAJIILHOW YaCTU WX CO 3HAYUTEIBHOM HOJIEH
OMOTEeHHOM COCTaBIISIONICH), TO UX M3MEIIbUeHHE
¥ IIepeTUpaHue B araToBOM CTYIKe C COpOCHTOM
yacTo TpebyeT OOJBIINX YCWIWI. DTO NPUBOIUT
K YXYOIIEHWIO BOCIIPOM3BONMMOCTHU DPE3YJIBTaTOB
aKkcnepuMeHTa. JJIsT yMEHBIIEHUSI MOTIPEIIHOCTH
M TIOBBIIIEHUS BOCIIPOU3BOAMMOCTU PE3YJIBTAaTOB
OIlpeAeNICHUs TIepeTUpaHue IMPOBOMWIN C IIpUMe-
HEHHMEM IIapOBOII MEIbHMIIBI, KOTOpasi B aBTOMa-
TUYECKOM pEXHMe OOecCIleurMBaeT MaKCHMAaJbHOE
eAnHOOOpa3ue yCI0BUil IepeMellinBaHus copbeHTa
U TIPOOHIL.

Js HUBEIUPOBAHUS MATPUYHBLIX > (eKToB
MPUMEHSUIM TIPOMBIBAaHME COpPOEHTa H-TEIITaHOM.
B HeM pacTBOpSIIOTCSI IPAaKTUYECKHA BCE THIPO-
(¢obuBIe TIpUMecH (KUpPBI, Macia, HepTeIpOayK-
THl U TIPOOYKTBI MX OKHCIICHUS), KOTOPbIE COCTaB-
JISIIOT OCHOBY 3arpsisHeHust 1O M CylecTBEHHO
YCIOXHSIOT TIpolienypy npoborotoBku [37]. BDA
MPaKTUISCKU HEPacTBOPHM B H-TenTaHe. MHoOrue
TeXHOTeHHBIC (DEHOJIBI (B TOM 4uCJie XJIOp(hEHOHI,
aTKUI(pEeHONBI) YMEPEHHO WM XOPOIIO PacTBO-
PHMMEI B H-TeNITaHE, II03TOMY B 3HAUMTEILHOM CTe-
MEHW WIHN MPaKTUIECKU ITOJTHOCTBIO M3BJIEKAIOTCS
MM W3 MaTpHIBl. XpOMaTOTpaMMBI peaJbHBIX 00-
pa3noB (puc. 9) comepxaT HEOOJBIIOE KOJTUIECTBO
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MOOOYHBIX MMKOB MaJIOii THTEHCUBHOCTH, KOTOPHIE
He MelaioT onpeneyieHnio BMA B cuibHO 3arpsis-
HEHHOM MaTpulie JOHHBIX OTIOXeHUK. [TpombIBa-
HUE TIPOOKI H-TEIITAHOM IPUBOIUT K ITOJHOMY WIN
MPaKTUYECKN TIOJTHOMY YIajJeHUI0 OOJIbIIMHCTBA
TIPO(MOOHBIX BEIIECTB, KOTOPBIE XapaKTepU3yloT-
cs BBICOKMM cponcTBoM K matpute 1 0.

Boibop yciaoBuii KOHLIEHTPUPOBAHUSI C MpUME-
HennemM MT®Jl cocTosii B YCTaHOBJIEHUM HEO0-
XOOMMOI MacChl COpOEHTa, IIPOOOJLKUTEIHLHOCTU
MepeTupaHus B IIAPOBOM MEJIbHUIIE U AeCOpPOLIMHU
MeTaHoJioM. M3ydeHa Takke BO3MOXHOCTD MCITONb-
30BaHUsI COpOEHTa IPM HECKOJIbKHUX IIMKJIaX copO-
UN-IeCOPOIINMN.

YcranosneHo, 9to Macca copoenTa 0.5 T obecre-
yyBaeT cTereHb u3BieyeHnss bPA Ha ypoBHe 94%
(puc. 10a). Heobxomumoe BpeMsT iepeTUpaHus CO-
pOeHTa B IIApOBOM MEJIbHUIIE C HM3MEJIbYCHHBIMU
O (BpeMs HOCTIKEHUSI PaBHOBECHSI) COCTaBIISIET
5wmun (puc. 106). IIpu gecopbummu BPA meraHo-
JIOM C MarHUTHOTO COpPOEHTA IPaKTUYECKM TIOJTHAS
necopbuus (D, %) nocturaetcd 3a 5 MuH (puc. 10B).

ITo xoadpdummuenram EF oneHeHa CITOCO0-
HOCTb K pereHepauuu copberta. BuMelmCO,-
OI'-CO-NH-Fe;O, Bbmep:XuBaeT 4YeThHIpe IIMKIIA
copbuuu-gecopoburu 06e3 CylleCTBEeHHOU MoTepu
copbumonHoIt emkoctH (puc. 10r). 3a yeThIpe INK-
Jna koadduimentsl EF cHuxaorca Ha 4.5%. Ha

1023

U pereHepainuio copOeHTa, IO3BOJSET YIIPOCTUTH
MIPOIIECCHl OTAEICHMS MAaTPUILIBI OT COpOEHTA, YIyd-
AT BOCIIPOMU3BOAUMOCTh KAXIOW U3 CTagui
npoodononroroBku. CoOBMECTHOE BHEIpPEHHE Mar-
HUTHOI cemapalyd U aBTOMAaTU3allUM OTHEJIBHBIX
starroB MT®/] 1103BOIMITIO NCKITIOUNTH TIEPEHOC CO-
pOeHTa B KOJIOHKY M €T0 YIIAKOBKY B HEil, IIpMEHe -
HIE BCIIOMOTATEIbHBIX KOJIOHOK X COPOCHTOB, UTO
MPUBEJIO K 3HAYUTEJIbHOMY COKPAIleHIIO BpeMeHH
MOJIyJYeHUSI KOHILIEHTPATa, YIyYIIeHUIO METPOIOTH-
YeCKMX XapaKTePUCTHUK KaxIOro 3Tara 10 CpaBHe-
HUIO ¢ Ki1accmdecknuM BaprnaHToM MTO/I.
IIpenensr onpenenennst 1 ooHapyxkeHnss BOA mpu
aHaM3e MOIETBEHBIX 00pa3noB cocTaBistioT 0.3 1 0.08
MKT,/KT COOTBETCTBEHHO, MHTEepBaJI IMHEITHOCTH Irpa-
ayupoBodHoro rpaguka (7 = 0.994) 0.3—12 MKr/KT
(ta6m. 2). INpn anamm3e nMpoOd HOHHBIX OTIOXEHMUIA,
otoOpaHHbIX B 2023 Tomy y JIeBOOEepeXKHBIX W TIpa-
BOOEPEXKHBIX OYMCTHBIX COOpYXeHUli T. BopoHexa,
YCTaHOBJIEHBI TIPUOIM3UTEIHHO OMMHAKOBBIE YPOBHU
3arpsI3HEHHOCTU B 00euX TOYKax Oe3 BbIpa’kKeHHBIX
CE30HHLIX KoyiebaHMii. MakcuMaabHOEe colepKaHue
B®A B 1O (Tabu1. 3) ycTaHOBJIEHO OKOJIO MecTa cOpo-
ca JIeBOOEPEXKHBIX OUMCTHBIX COOPYKeHUI 6.52 MKr/

Tabmmma 2. Pe3ynbratsl onpeneneHus oucgeHoma A
B MOZAEJBHBIX 00pa3iiax TOHHBIX OTIOXeHUit (n = 3,
P=10.95)

OITOM LUKJAE COPOLMU-ASCOPOLMU MPOUCXOIUT
cHmxkeHue EF Ha 15%. OCHOBHOE BIMSIHUE HA CHU-  DBBEICHO, MKI/KT Haiineno, Mxr/kr Sy %
JK€HUEe COPOLIMOHHOI €MKOCTH OKa3bIBAalOT METal-
JIopraHMYeckue coeauHeHUs1 (0COOEHHO coeauHe- 0.5 0.39+0.15 14.5
HUS PTYTU — METWIPTYTh, STUIPTYTh, (PEHUIPTYThH
" Jp.), KOTOpBIe TakKxke 3(PPEeKTUBHO COpOUPYIOT- 1.0 0.9] + 0.25 11.3
ca rymatamu B ycioBusax MTDI (peHTUdULIM- B
poOBaHBI Ha XpoMaToTrpaMMe IIOC/Ie OeCOpPOIIMH).
IIpu 3TOM HX IecopOLMs B YCIOBUSIX SKCIEPUMEH- 2.0 194028 5.8
Ta, BEPOSITHO, IIPOTEKAET B HE3HAUNTEIIFHOM CTEIIe-
HU Y BBI3BIBACT MOCTEIICHHOE HakoruieHue Mmerain- 3.0 5.07%£0.51 4.0
JIOPraHUIECKMX COSMMHEHUI B COpOEHTE.
YactuuHast aBToMaTu3anys npouenypsl MTO/], 10.0 105+ 0.8 2.8

BKJIFOYAOIIAs] MATHUTHYIO CeIapalnio, 1eCOPOIIIIO
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Puc. 9. Xpomatorpamma o0pasiia TOHHBIX OTJI0XeHUM (LiMdpoii 1 0603HaYeH UK OrucheHoa A).
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Iuxirel copOuiH-aecopbILHT

Puc. 10. O6ocHoBaHME BBIOOpPA YCIOBUIT KOHLIEHTPUPOBaHUS OrcheHoaa A Tpyu MPUMEHEHUW MaTPUYHOTO TBeprodas-
HOTO IWCIePTrUpOBaHUS: BHIOOp Macchl cOpOeHTa (a), yCTaHOBJIEHHE BPEMEHM TEepeTUPaHMs B I1apOBOM MeabHUIE (0)
M BpeMeHU IecopOuuu (B), yCTAaHOBICHUE BO3MOXHOCTH IIOBTOPHOI'O MCIIOIb30BAHUSI COPOEHTa — KOJIMYECTBA LIMKJIOB

copO1uu-necopouu (r).

Ta6mua 3. Pesyasratel onpenenerus oucdeHona A B pealbHBIX 00beKTax (1 = 3, P = 0.95)

Mecto otbopa npood

Hara orbopa

Haiineno s, | darta otbopa Haiineno K

il

mpo6 B®A, mkr/kr | % mpo6 BDA, mkr/kr | %
Boporexckoe sonoxpanmme (150 | 120320231 | 3.89+0.45 | 45| 08.09.2023r. | 3.95%0.45 |4.5
OT cOpoca J1eBOOEePEXHBIX OUUCTHBIX
;gggﬁ;jfg)ﬂgw,”,,l\l 39913°38°E 15.05.20231. | 4994050 |4.0| 12.11.2023r. | 6.52+0.58 |3.5
. Jlott (320 v o cBpoca mpanoepexas | 16032023 | 3.83+051 |46 18.09.2023r. | 438+051 |47
OYMCTHBIX COOPYXKEHMIA)
koopauHaThl 51°39°44” N, 39°04°15”E 15.06.2023r. | 5.78+0.54 |3.7| 29.10.2023r. | 5.82+0.63 | 3.8
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KT, MUHMMAJIbHOE CcofepXXaHUe — y MPaBOOEPEKHBIX
OUMCTHBIX coopyxeHuii (3.83 mkr/kr). [lomyyeHHBIE
Pe3yIBTaThl COOTBETCTBYIOT paHee IMOJTy4eHHBIM C HC-
MOJIb30BAaHUEM [UISl KOHLIeHTpupoBaHusi BDA cop-
OCHTOB Ha OCHOBE MOJIEKYJIIPHO MMIIPUHTUPOBAH-
HBIX ommMepoB [38].

& 3k %k

Kommnosur Ha ocnose HY Fe,O,, OI' u 1-0y-
TWI-3-MEeTUIIUMUIA30JIMsI-2-KapOoKcuaaTa  Mpu-
MEHEH B KayecTBe copOeHTa 151 u3BieyeHuss bOA
n3 10 meromom MT®A. CreneHp u3BIEYEHUS
B®A cocrtaBuna 94% npu ogHOKpaTHOI COpOLIUAMU.
Hust cHKeHusT MaTpUYHBIX 3¢ (EKTOB ITprUMeHe-
Ha OYMCTKA MpoObI H-TenTaHoM. COBMECTHOE BHE-
JNpEHVE MATHUTHOM Cerapaluuu W aBTOMAaTU3aluu
oTaenbHbIX 3TaroB MT®/ nmo3BosmiIo COKpaTUTh
NPOIOJIKUTENBHOCTD M KOIM4YecTBO 3TanoB MT®/I,
a TaKXe MPOJOLKUTEIHHOCTh IIPOOOIIOATOTOBKH.
Coueranue MT®O/] u I'X-MC ycrieiHo mpuMeHeHO
st onpenenenuss BMA B J10. Ipenen onpenenexust
B®A HOBBIM crtocoboM cocTtapsieT 0.1 MKT/KT.

OUHAHCHUPOBAHUWE PABOThI

Hannag pabora ¢uHAHCHpoBajach 3a CYET
cpenctB Oomkera @I'BOY BO “Boponexckuit To-
CYyOapCTBEHHBIA YHMBEPCUTET WMHXKEHEPHBIX TEX-
Honornii”. HWKakmxX IOMOTHUTEIBHBIX TPaHTOB
Ha IIPOBENCHHE WIM PYKOBOACTBO HAHHBIM KOH-

KPETHBIM UCCJIEIOBAHUEM TOTYYEHO HE OBLIO.
KOH®JIMUKT UHTEPECOB

ABTOpBI JaHHOU padoOThI 3asIBJSIIOT, UTO Y HUX
HET KOH(JINKTa MHTEPECOB.
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APPLICATION OF A COMPOSITE BASED ON MAGNETITE
NANOPARTICLES, GRAPHENE OXIDE AND IONIC LIQUID FOR THE
EXTRACTION OF BISPHENOL A FROM BOTTOM SEDIMENTS BY MATRIX
SOLID-PHASE DISPERSION
A. S. Gubin®*, P. T. Sukhanov?, A. A. Kushnir?

“Voronezh State University of Engineering Technologies
Revolution Ave., 19, Voronezh,394036 Russia
*E-mail: goubinne@mail.ru

Abstract. A composite based on Fe;O, nanoparticles, graphene oxide and ionic liquid (1-butyl-3-me-
thylimidazolium-2-carboxylate) is proposed as a sorbent for the extraction of bisphenol A (BPA) from bot-
tom sediments by matrix solid-phase dispersion (MSPD). The saturation magnetization of the synthesized
sorbent was 34 emu/g. Grinding of bottom sediments and subsequent grinding with the sorbent was carried
out in a ball mill. Some stages of MSPD are partially automated, in particular the procedures of magnetic
separation, BPA desorption and sorbent regeneration. The degree of extraction of BPA under experimen-
tally selected conditions (sorbent weight is 0.5 g, the time required for grinding the sorbent is 5 minutes)
is 94%. The sorbent can withstand four sorption-desorption cycles without loss of sorption capacity. To
clean the matrix from interfering influences, washing with n-heptane is proposed. Bisphenol A was deter-
mined by gas chromatography-mass spectrometry after derivatization with acetic anhydride. The analytical
characteristics of the method were established using model samples of bottom sediments that artificially
polluted BPA. The limit of determination by the developed method was 0.1 um/kg, the linearity interval of
the calibration graph was 0.3—12 um/kg (r>= 0.994). The bottom sediments selected near the discharge of
the Voronezh wastewater treatment plants (Voronezh River and Don River) were used as real objects for
analysis. The concentration of BPA in bottom sediments was 3.83—6.52 um/kg.

Keywords: matrix solid-phase dispersion, magnetite nanoparticles, graphene oxide, bisphenol A, bottom
sediments, determination
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