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PaspaboTtaH crocod Mmonudukaunu yactuy Fe;O,4 monumepom Ha ocHoBe N-BUHUIMTUPPOIUIOHA C MOJIe-
KYJISSPHBIMM OTHe4YaTKaMu 4-HutpodeHosaa. OG0CHOBAaHbI YCIOBUS CHUHTE3a COPOEHTa: COOTHOILICHUS
CIIIMBAIOIIIETO areHTa M (PyHKIIMOHAJIbLHOTO MOHOMEpA, a TakK>Ke TeMIlIaTta U pyHKIIMOHAJIbHOTO MOHOMeEpa.
Pasmep gactuir copberra coctaBmi okoyso 100 am. IpemmoxeHa ycraHoBKa IJIsI KOHIICHTPUPOBAHUS
4-HuTpodeHOoIa 13 BOTHBIX PACTBOPOB B IMHAMUYECKUX YCIOBUSIX. [IoCTUTHYTO 96 %-HO€ M3BJIeYeHUE ITPU
100-KkpaTHOM KOHLIEHTpMpPOBaHUU. VI3yuyeHa CeJIeKTMBHOCTh MOJIYYEHHOro Itojaumepa. MIMIpPUHTUHT-
dakTop IO OTHOIIEHUIO K 4-HUTpO(dEeHOIy cocTaBmI 3.8.
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DdeHoMbI — MHUPOKO PACIIPOCTPAHEHHBIE SKOTOK-
cUKaHTHl. Hambojiee mmpoxko IpuMeHSIOT (GEeHOI,
HUTPOGhEHOJIBI U aKuadeHoabl. PeHObl XapaKTe-
PU3YIOTCS BBICOKOI TOKCUYHOCTBIO, UTO OOYCJIOBJIM -
BaeT HM3KME MOITyCTUMbIE YPOBHU UX COIAEPKAaHUS B
MpUPOAHBIX 00beKTax [1]. st onpeneneHust peHo-
JIOB TpeOyeTcsl cTaaus IIpeaBapUTEIbHOTO KOHIIEH-
TpupoBaHus. OIVH M3 COBPEMEHHBIX ITOIXOMO0B K
KOHILICHTPUPOBAHUIO — MPUMEHEHHE COpPOEHTOB Ha
OCHOBE MarHMTHBIX HAHOYACTHII, YTO OOeCIIeurBaeT
OBICTPHBIN TIEpEHOC BEIIeCTBA HA COPOCHT, HE3HAUM -
TeJIbHbIE 3aTpaThl BpeMEHU Ha OTIeJIeHUEe pacTBOpa
OT copOEHTAa 1 MaJIbIiA pa3Mep YaCTHILI.

Cpenu HUTpoGheHOJIOB HaOOJTbIIIce 3HAYCHIE Me-
10T 2-autpoderon (2-H®D), 4-uurpodenon (4-HD) u
2,4-nuautpoderon (2,4-AHP). OHu 3aHeceHbI B
TepedHr ATEHTCTBA MO OXpaHe OKPYKaIOIIeil Cpeabl
CIIA [2]. JI19 KOHIOEHTPUPOBAHUS U U3BJICYCHUS
HUTPOMEHOJIOB MPUMEHSIOT Pa3JIMYHbIE TTOIXOIbI,
BKJIIOYAS] XKUIKOCTHO—KUIKOCTHYIO 3KCTPaKIUIO U
pa3nuYHBIE BapWaHTH TBepmO(asHON MUKPOIKC-
Tpakuuu. B padore [3] mpemioxkeH CItocob MUILISIT-
JIsipHOI aKcTpakiuu 4-H®. B kauecTBe aKcTpareHTa
MpUMeHsIIN KpeMHuiiopranndeckoe ITAB DC193C.
ITpu pH 7 B npucyrctBuu 1.5 M Na,SO, creneHp us-
BireuyeHust 4-H® cocraBuia 68%. J11st KOHLIEHTPY-
poBanmsi 4-H® mnpuMeHSIM Takke WOH-HapHYIO
skcTpakuuio [4] mpu pH 10 ¢ asmyIsraropom 1eTuia-

MeTWIaMMOHMIT 6poMuaoM. B KauecTBe aKcTpareHTa
HMCIONB30BaJIM OKTaHOJI- 1. TToce aKcTpakimm sMyib-
cuto pasnensiiy Ha ueHTtpudyre mpu 5000 06/MuUH.

B nocnenHue roapl A1 KOHLIEHTPUPOBAHUSI BCe
yaiile MpUMEHSIIOT pa3InuHble BApUAHThI TBepaodas-
HOIi MMKPOSKCTpPaKIuM, B YACTHOCTU, MCIOJb3YIOT
MpU CcOpOLIMU MOJISIKYJIIPHO WMIIPUHTUPOBAHHBIE
noauMepsl (MHAII) nim MarHUTHBIE HAHOYACTHULIBI,
nokpeiTeie MUII. B pabore [5] nipemioxxeH crmocoo
amriepoMetrpudeckoro onpeaeiaeHust 4-HD ¢ npen-
BapuTEJIbHLIM KOHILEHTPUPOBAHUEM Ha KapTpUILXeE,
3anonHeHHOM 100 mr MUII Ha ocHOBE 4-BUHUIIIIU-
punuHa. KoagdulimeHT KoHLIeHTpUupoBaHus 4-HO
coctaBwi 97.7. ns copouum 4-HD, 2-HO u 2,4-JITHD
3 deKTUBHBI MATHUTHBIE HAHOYACTUIIbI, TOKPBITHIE
nojiunupposioM [6]. MeHOIbI M3BIEKATIN M3 CTOY-
HBbIX, PEUYHBIX U JOXKIEBbIX BOJ CO CTETIEHSIMU U3BJIe-
yeHUsT HUTPoPeHoIoB 84—99%.

Jnsg monyaeanss MUII gacTto mCIionb3yoT MeTa-
KPUJIOBYIO KUCJIOTY UJIU €€ TIPOU3BOAHBIE B KAUECTBE
(GYHKIIMOHATBHOIO MOHOMEpa U JIUBUHMIOCH3OJI
win sTuieHrKonpauMeTakpmiat (DI/IMA) B ka-
YecTBE CIIMBaIIero areHra. [loauMepbsl Ha OCHOBE
N-punmwiaMugoB (N-BUHWINMUPPOIUIOH, N-BuU-
HUJIKAIPOJIaKTaM) SIBASIOTCS 3(P(GEKTUBHBIMH COP-
OeHTaMM (PEHOJIbHBIX coenMHeHUli. Mcrmonb3oBaHue
B KadecTBe (PyHKIIMOHAILHOIO MOHOMepa 4-BUHWII-
NUPPONUIOHA TTo3BoaniI0 mmoayautb MUII ¢ orre-
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yatkamu 4-H® [7]. BeanynHa umopuHTUr-dakropa
(IF) coctaBuia 1.2. Ilpu cunteze MUII Ha ocHOBe
akpunamuaa BennunHa IF coctaBuna 3.3. B paborte
[8] MoneKyISIpHO MMIIPUHTUPOBAaHHBIE TTOJIMMEPHI C
onevyarkamu 4-H® nonydyanu pagykaabHO COITONIM-
Mepuzanmeil QyHKIIMOHATbHBIX MOHOMEPOB U DT JIMA
B a0COIIIOTU3UPOBAHHOM METaHOJIE B TeUeHue 16 4 ripu
70°C. docturnyto 85%-w1oe ussneueHue 4-H® npu IF,
paBHOM 2.0.

OcHoOBHas 11eJ1b HacTOsIIEN padboThl COCTOsIIa B
U3y4eHUN BO3MOXXHOCTU cuHTe3a MUII Ha ocHoBe
N-BununnuppoauaoHa (HBII) ¢ orrieuatkamu 4-HO
METOIOM CYCTIEH3MOHHOM MOJMMEPU3alUU U OLIeH-
K& OCHOBHBIX COPOIIMOHHBIX XapaKTEPUCTUK TMOJIY-
YEHHOTO MOJMMEPA U €ro CEJIEKTUBHOCTU 1O OTHO-
mreHuo K 4-HO.

OKCIEPUMEHTAJIbHAA YACTb

IIpuGopsl, peakTHBBI M MATEPHAJBI. XJIOPUJL XKeJie-
3a(Ill) FeCl; - 6H,0 (Sigma-Aldrich/Merck); cynb-
dar xeneza(Il) FeSO, - 7H,O; pactBop ammuaka
(25 mac. %), Tonyon, mpomanoi-1, 2-H®, 4-HO,
IUOYTWJIAMUH, METaHOJ, OOACLMIICYIh(pOoHAT Ha-
tpusi (BekToH, Poccus) 4. a. a. IlerposieiiHbIi
a¢up 4. (BektoH, Poccus), Kuciaora osjaenHoBas
KBamuKalMy “miss Ta3o0BOil xpomartorpadum”
(Sigma-Aldrich/Merck).  DTWJICHIITUKOIbINMETA-
kpunat (BektoH, Poccust) cogep:kain 98% oCHOBHOTO
BemiecTtBa. N-BuHWIIMppoaunoH (Acros, CIIA),
MeTakpuiokcunponwitTpuMmetrokcucuiaad (MOTC)
(IT® “Texnocunanbl”, Poccus), 2,2'-a3001cu300y-
tupoHutpwi (AUBH) (OO0 “Kemuxkan Jlaitn”, Poc-
cust) comepxkainu 1o 99% oCHOBHOTO BellleCTBa.

Yactuuel Fe;O, 1 monuMepa CUHTE3UPOBAIU B
TPEXTOPJION KOJ0e ¢ BEpXHEIIPUBOIHON MEIIATKOMN
ES8300 (DYkxoxum, Poccus), temmepaTypy moanep-
JKMBaJIU C ITIOMOILbIO TepMocTaTupyloliero 6j1oka RE
415 GLCK 1911 (LAUDA, TI'epmanust). O6paboTKy
VJILTPa3BYKOM TIPU CUHTE3€ MOJUMeEpPa OCYIECTBIIS-
J1 B yJAbTpa3BykoBoii BaHHe Branson B1510-DTH
(Branson Ultrasonics, IlIBeitnapus). 1 ucciaeno-
BaHUs nojuMepa npuMeHsuin MK-Pypbe-criekTpo-
metp HMHPppallOM DT-08 (Jlromake, Poccus).
YaenpHyI0o IIolagb IIOBEPXHOCTU o MeTtomy bOT
ycranasmBanu Ha aHanmu3atope TRISTAR IT 3020
(Micromeritics, CIIIA) B LeHTpe KOJJIEKTUBHOTO
noab3oBaHus (LIKII) benropoackoro rocymapcTBeH-
Horo yHuBepcuTteTa. Pa3zmep gactuir copbeHTa orpe-
JIeJISUTU C TIOMOIIbIO CKAaHUPYIOIIETO 3JIEKTPOHHOTO
MuKkpockora JSM-6510LV (Jeol, SlrtoHust) B TexHO-
napke LIKIT BopoHekcKoro rocymapcTBEeHHOTO YHHU -
BepcuteTa. Ilpn AUHAMWYECKOM KOHIIEHTPUpPOBa-
HUU TIpUMEHSIIN TNepucTtanbTudeckuii Hacoc LOIP
LS — 301 (AO “JIOUII”, Poccust). s mepeMenim-
BaHUS IPpU AUHAMUYECKOU COPOLIUY TIPUMEHSITIA HE-
KOMMEPUYECKYI0 MUKPOMEIIAJIKY COOCTBEHHOM KOH-
CTpyKuUMHU. [Jis1 CHEKTPOMETPUYECKUX H3MEPEHUI
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ncrnonb3oBayM criekrpodoroMerp Shimadzu UV-1800
(Shimadzu, fAmnonHus). 2-, 4-HutpodeHosl omnpee-
JISUI (POTOMETPUYECKH IO peaKIIMy ¢ aMMuakoM [9].
MarHuTHbBIE HAaHOYACTUIIBI M3BJIEKAJIM HEOOAUMOBBIM
marauToM kitacca UH (pabouwnii nuara3oH TemMnepa-
Typ 1o 180°C).

Meroauka 3KkcnepumeHTa. Cunmes HaHouacmuy,
maenemuma (Fe;0,). B Tpexropiyio Koja0y noMemanu
300 MJ1 OUIMCTWUIMPOBAHHOI BOJIbI, PACTBOPSUIM B
Heit 20.0 r FeCl; - 6H,0 u 9.6 r FeSO, - 7H,0. Ioy-
YeHHBI pacTBop nepemernuBaau pu 3000 06./MUH
npu 80°C, mocTereHHO MpuoaBiIsiiIn 25 MJI pacTBopa
NH; u 2.5 r onenHoBoii kKucyaotsl. [Tpogomkanu ne-
peMemmBaTh B TedeHME 1.5 4. [TonydeHHBIE YaCTULIBI
M3BJIEKAJIM MarHUTOM, IIPOMBIBaJIU, BBICYIINBAIN
oA, BaKyyMOM, IIPOMBIBAJIA TOJIYOJIOM M XpaHWIU
B HEM.

Moougukayus nosepxnocmu macHemuma mema-
kpunoxcunponusmpumemorcucusanom [10]. K 50 mn
nucnepcuu yactull Fe;O, B Toyosne nodasisiiv 5 M
MOTC u HecKOJIbKO Karmesb JUOyTujiaMuHa, Imocie
yero rnepeMenBaiv Melajkoi B TeueHue 48 4 npu
1000 06./muH pu 70°C. Yactumsr Fe,0,4, Mmomndu-
uupoBaHHbele MOTC (Fe;0,@MOTC), Bbiaensiig u3
TOJIyoJ1a TIeTPOJICMHBIM 3(PUPOM U CYIITWJIU MO BaKy-
YMOM.

Modugpurxauyus nosepxrocmu yacmuy, Fe;0,@MOTC
noaumepom MemooOM CYCHEH3UOHHOI NOAUMEPUIAUULL.
N-BuHmwimuppomunoH npiivBaid K 50 M1 mpomnaHo-
Ja-1 1 TIiepeMelmBay B TeueHre 3 4. 3ateM 100aBIsIn
10 M1 Tonyona, ciumBatoiyii areHT (BT JIMA) v Bbiaep-
xkuBanu 10 MUH B yIbTpa3ByKoii BaHHe. Jlanee K cMecu
MPUWIMBAIM CYCIIEH3UIO, COAEPXKAIlyl0 3 T MarHUTHBIX
yactul Fe;0,@MOTC B Tomnyorne, u 500 ma 0.015 M
pacTtBopa nonenwicyibdoHara HaTtpust. CMmech nepenu-
BaJlv B KOJIOY, 1OOABISUIM MHULIMATOP MOJIMMEPU3aliun
AWBH u niepemertmsanu 30 4 ipu 700 06./MuH 1 60°C.
IMocie cuHTe3a MpOMbIBaJIY MOTYYE€HHbIE YaCTHULIbI, MO-
TUULTMPOBAHHbIE MOJTMBUHWUITUPPOSTUAOHOM,
(Fe;0,@MOTC@IIBIT) cmechio metaHos—Bona (3 : 1,
o oobeMy). Konmaectsa nodasisiembrx HBIT, DIZIMA
n AMBH nipuBenens! B Ta6. 1. Iomydanm cepuio momm-
MepoB cpaBHeHust (IIC) ¢ COOTHOLIEHUSIMU
HBII1: BI'’ZIMA: 1:5 (IIC-1-T1C-3), 1 : 15 (ITC-4—
MC-6)m 1: 30 (IIC-7—I1C-9).

MoONSIKyAsIpHO WUMIIPUHTUPOBAHHBIE MOJIUMEPHI
cuHTe3upoBaiu npu cootHomenun HBII, STIMA
n AUBH kak B IIC-5, KoTOpHBIiT XapaKTepn30BaJICs
HAWJIyYIIMMHU COPOLIMOHHBIMU XapaKTepUCTUKAMU
cpenu ToJuMepoB cpaBHeHUs. i moaydyeHus 1o-
JIMMEPOB C MOJIEKYJIIPHBIMU OTIEeYaTKaMu cMech 4-
H® u HBIT npunusanu k 50 mi npomnaHoa-1 u ne-
pemelinBaiv B TeyeHue 3 4. Jlajnee cMHTe3 MpPOBOAU-
JIK, KaK M3J10kKeHO Bbille. COOTHOIIEHUS TeMIaTa
(4-H®) u dyHkuuoHanbHoro MoHoMepa (HBIT)
npuBeaeHkbl B Tabi. 1. [Tonydanu moaumMepsl ¢ MoJie-
KynsgpHbiMU otniedatkamu UTT-1—-UTT-4.
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I'VBUH u np.

Tab6auma 1. Cop6uus 2-HutpodeHosa 1 4-HuTpodeHosa Ha TToJInMepax CPaBHEHUS Y MOJIEKYJISIPHO UMIIPUHTUPOBAH-

HbIX noauMmepax (n = 3, P=0.95, macca copoenta 0.05 )

Koadpdpuiment
KOMM4ecTBo CrerieHb usBjiedeHus R, % paCIIpeeeHN s, M/T
Macca
[Monumep S, M%/T BIIMA*,

’ AWNBH, mr 4-HO
MMOJIb 2-H® 4-HD 2-H®, D _’2

D x 10
IC-1 17 25 20 18 +2 43+ 3 43+ 5 1.5+0.2
IcC-2 28 25 50 182 50+2 43+ 4 2.0+0.2
IC-3 51 25 100 21 £2 49+2 53+6 1.9+0.2
IcC-4 46 75 20 2512 61 £3 67x5 31%0.3
IC-5 51 75 50 25+2 68+ 2 675 42104
IC-6 39 75 100 25+2 672 676 40+04
nc-7 35 150 20 21 £ 2 512 536 2210.2
IC-8 29 150 50 182 53+3 435 2.31+0.3
IC-9 31 150 100 18 +2 51+£2 43+ 5 2.2%+0.3
MIT-1** 107 75 50 21 £ 2 84 + 1 53+6 10.5+0.7

HIT-2%* 119 75 50 21 £2 89+ 1 53+6 16 £2
HIT-3** 117 75 50 202 85+ 1 505 11.3+0.8
MIT-4** 96 75 50 202 78 +2 506 71+£0.8

* KommuectBo HBII cocTaBiisiiio 5 MMOJIb TPU BEITIOJTHEHUU BCEX CUHTE30B.
** KonmuuectBo 4-H® nipu mostydeHMM MOJIEKYJIIPHO MMIIPUHTUPOBaHHBIX TToaumepoB WII-1, UT1-2, UI1-3 u UI1-4 cocrasnsuio 1,

2, 3 1 5 MMOJIb COOTBETCTBEHHO.

Copbouus 6 cmamuueckux ycaogusx. 10 Ma pactBo-
poB (eHonoB ¢ koHueHTpausmu 0.001, 0.01, 0.05,
0.1, 0.5, 1.0, 1.25, 1.5, 1.75, 2.0 mMr/mMa noMeliaau B
XUMH4YecKue cTakaHbl, godapasin 0.05 r copbeHra
(IIC-5 wunu WII-2). TlepememiMBaJii B TeyeHUE
50 MuH MarauTHoM Memankoii. Ilocie copommm
MarHUTOM M3BJIEKaJIu COPOEHT M OIpenessii KOH-
HeHTpamrio (eHojla B pacTBOpe ITOCe COPOIIMU
(Mpax = 405 M), CTpowsii 3aBUCHMOCTU BEJTMIMHBI
agcopouuu (a, MMOJIb/T) OT PaBHOBECHOII KOHIICH-
Tpallui HUTPOMEHOJIOB B pacTBOpE IOCJIe COPOLIMU
(¢p, Mr/min). OOHOBPEMEHHO PACCYMTHIBAIM XapaK-
TePUCTUKU COPOLMU: cTeneHb u3BnedyeHus (R, %),
koo puiueHT pacrnpeneiaeHus (D), KoabhUIIMEHT
KoHLeHTpupoBaHus (K) M MMIPpUHTUHT-(GAKTOP
(IF) [8], a Takke K02(hDUIIUEHT CeIeKTUBHOCTU (k)
[10]. dnst necopbum H® ucrnonp3oBanu 1 M1 pac-
tBopa NaOH (pH 10).

Ilocmpoenue Kunemuueckux Kpusbix copoyuu.
CTpowin 3aBUCUMOCTH CTereHH u3BieueHus (R, %)
OT BpeMeHHU. ['0TOBMJIM pacTBOPHI (DEHOJIOB C KOH-
ueHtpauueit 10 Mxr/mi, nob6asnsuiu 0.1 r copbeHTa
I1C-5 wiu UII-2, nepeMeinBain, mpoobl OTOMpanu
yepe3 5, 10, 20, 30, 40 u 50 MuH.

IIpucomoesnenue KoHUeHMpUpyOWe20 nampoHa o1
copbyuu 6 dunamuueckux ycaosusx. KoHIIEHTpUPYIO-
M MaTpOH MOJydyalyd W3 TOJUATUIEHA CpedHei
IJIOTHOCTHU IyTeM ¢opMoBaHusi. Bce aneMeHThI cBa-
pUBaJIM TOPSITYMM BO3IYXOM, CBapHBIE ITOJIMMEPHBIC
IIBbI TEPMETU3UPOBAIN MOJUAITUIECHOBOM IJIEHKOM

KYPHAJI AHATUTUUYECKON XUMUU

M CHOBa oOpabaThIBaIu TOpsSTIUM Bo3ayxoM. Ilomy-
Yyajics TIOJYHpO3padyHblii KOHIEHTPUPYIOIIWI IIa-
TPOH KPYIJIOTO CEYEHUSI TUCKOBOIT (hOPMBI 00BEMOM
10 cM? co cbeMHOIt BepxHei KpbIKoii (puc. 1). Bol-
pe3aii OTBEPCTHE MOJ Bajl MUKPOMEIIAJIKU U IIPU-
KpeTUIsIu BXOAHOM U BBIXOAHOI MaTtpyoku. BHyTpu
MaTpoHa IMOMeNlajJy HeOAMMOBEIII KOJbIIEBOII Mar-
HUT B hopMe aucka (7) uepes CbeMHYIO KPBIIKY (6,
BbIZIeJIEHA XKUPHBIM KOHTYpOM). MarHut npeaBapu-
TEJIbHO T€PMETU3MPOBAIM, IIOKPHIBAsl BCIO ITOBEPX-
HOCTb KOHTaKTa TEPMOYCAAOYHO! MOJUITUIIEHOBOM
TUIEHKOM (&), U COeAUHSIIN C BaJIOM MUKPOMEIIIAJIKU.
Bo3MoxeH BapuaHT pacIie4aTKi KOHLIEHTPHUPYIOIIe-
ro nmaTpoHa ¢ npuMeHeHneM 3D-TipruHTEepa METOOOM
TEePMUYECKOM HaIMJIaBKU TIOJUATUJIEHA BbICOKOI
IUIOTHOCTH.

st mpoBeneHUs1 COpOILIUM CYCIIEH3UI0 MarHuT-
HOTo COpOEHTA B BOJE IToMellaiu B crakaH (), oToun-
panu mnpuiem (2) u yepe3 BXoAHo (4) U BBIXOAHOM
(5) maTpybKku momeiaa B KOHIEHTPUPYIOIIUIA na-
TpOoH. MemIeHHBIM BpalieHrueM Melaiku (/0) paBHO-
MEPHO pacnpelessiiii COpOEHT O MAarHUTHOMY JAUCKY
(7) c 06pazoBaHUEM TOHKOTO OTHOPOIHOTO cJiost (9) 110
Bcell MOBEPXHOCTY MarHuTa Ha ruieHke (8).

Copouyus 6 dunamuueckux ycaogusx. B KOHUEHTpU-
pytomumii rmatpoH nomemanud 0.1 r copoenra I1C-5
nmm UMII-2 m mporryckaim pacTBOp, ComepxKalluii
1 MKT/MJ heHOoJa, BKIIOYATIU MAarHUTHBIN TUCK C Ya-
crotoii BpameHus 20 06./muH. IIpomyckanu depes
KOHIIEHTPUPYIOIIWI MaTPpOH aHAJIU3UPYEMBIN pac-
Ne 7 TIPUIOXEHWE
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Puc. 1. KoHiuleHTpUpYyIOLIMit TATPOH ISl COPOLIMU B IMHAMMYECKUX YCJIOBUSIX: | — MpUTroTOBIeHNE U OTOOP CyCIIeH3MU Mar-
HUTHOTO copOeHTa; 11 — 3amonHeHne copbeHTOM KOHLIeHTpupylomiero rmarpoHa; 111 — dopMupoBanue ciiost copbeHTa Ha Mar-
HUTHOM J¥cKe. | — CyCTIeH3UsI MAarHUTHOTO COPOEHTa B XUMUYECKOM CTakaHe, 2 — IIMPUIIL IJIsT 0TOOpa CyCIIeH3MU COpOeHTa,
3 — KOHIIEHTPUPYIOLINIA TaTPOH, 4 — BXOMIHOI MaTpyOOK, 5 — BBIXOIHOM MaTpyOGOK, 6 — CheMHasi KphIIKa, 7 — HEOIMMOBBIN
MarHuT B opme aucka, § — MoJUATUIeHOBasl 000104Ka, 9 — CJI0oil MAarHUTHOTO copOeHTa, /0 — memanka, /1 — Bajl MelIaJiKu,
12 — xopmiyc memanku. Ha paspezax A—A u b—b mokazana nmpoekiims BXomHOTo rarpyoka (4).

TBOp co ckopocTsamu 0.5, 1.0 u 2.0 mun/mun. Yepes
OIpeieIeHHbIE UHTEPBAJIbl BDEMEHU OTOMPAJIU TIPO-
Obl U CTPOWJIU BBIXOAHBIE KpUBbIE copbobuuu [8].
YcranaBnuBanm oobeM 10 Tpockoka (Vye) 1 Koad-
¢unmeHT xkoHueHTpupoBaHus (K). Ctpounu 3aBu-
CUMOCTH OTHOIIIEHUSI paBHOBECHOI KOHIEHTpaIluu
(¢) K ucX0oHOI (cy) OT 0OBbeMa MPOITYCKAEMOTrO pac-
TBOpa (V).

st KoHUeHTpUupoBaHUs U ornipenaeaeHust 4-HOD
gepe3 maTpoH Ipoiryckaau 100 M pacTBopa ¢ KOH-
ueHtpauueii 4-H® 1 u 100 MKT/MJI cO CKOPOCTBIO
0.5 msi/muH. Ilocjie 3TOro KOHLEHTPUPYIOLIUI Ma-
TPpOH 3amnojHsuim 10 Ma cMecu B3TaHOJ—pacTBOP
NaOH c pH 10 (1 : 10, mo o6beMy). KoHLIeHTpUpYyIO-
1[I MaTPOH MPOMBIBAIU AECOPOUPYIOIIUM PACTBO-
poM u otpenensuii B HeM 4-H®.

PE3VJIBTATHI 1 X OBCYXIEHMUE
IIpu cpaBHeHun MK-Pypbe crniektpoB Fe;O,,
Fe;0,@MOTC, I1C-5 u UII-2 no MakcuMyMam 1o-
DJIOMICHUST MASHTUMDUIIMPOBAIN Clieaytone QyHK-
LIMOHAJIbHBIE TPYIIIHI (puc. 2): 578 ¢cM~' — Koseba-
Hus cBsI3nu Fe—O, TposIBASIOTCS BO BCEX CIEKTpax;
847 cm~! — muk, coorBercrBylomnii cBsasu Si—C;
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rpyrma nukoB 1075—1100 cm~! xapakrepHa ms Si—O;
1272 cm~! — makcumym nomtomieHus cBsasu C—N;
rpynmna nukoB 1630—1650 cm~! — konebaHus aMu-
Hoit C—O rpyrirsl; rpynna nukos 1708—1725 cm~! —
KoJiebaHUsI KapOOHWIBHBIX TPYIIMN; KoJaebaHUsl Tpu
2850—2925 cm~! xapakrepusyior Hanmmuue CH,- u
CH;-rpynin [10, 11]. Ilo pe3synbTatam pacTpoBOit
BJIEKTPOHHONW MUKPOCKOIUU pa3Mep YacTHUIl COp-
OeHTa cocTaBiisieT 65—145 HM, OTIENbHBIX YACTULIL 1O
200 uM, cpemHmii pasmep okojo 100 HMm (puc. 3).
Hawnbosee Menkure 4acTULIbI 00pa3yroT arjioMepaThl.
VienpHbIe TUIOIIAAM MTOBEPXHOCTH (S, M2/T) CUHTe-
3MPOBAaHHBIX COPOCHTOB MPUBEICHEI B TA0I. 1.

MakcuManbHbIe cTerieHn n3BieueHus 4-HD no-
cturatorcsl B ciaydyae noiaumepa I[1C-5 nipu cooTtHo-
menn HBIT-OI'IMA 1 : 15 u no6aBneHumn 50 mr
AWBH (1a6a. 1). ITpu cunteze MUII B mpucyTcTBUU
4-H® onTuMaibHOE COOTHOIIEHHWE TeMIllata |
(YyHKIIMOHATTLHOTO MOHOMEpPA JIOCTUTAETCsl Ha TOJIM-
mepe MII-2, mpu 3TOM cremneHb usBieyeHus:t 4-HD
MakcuMaibHa (Tadr. 1). st olleHKY CeJIeKTUBHOCTU
U3BJIEYEHUSI PaCCUMTHIBAIU KOI(DDUIIMEHT celieK-
TUBHOCTHU (k) KaK OTHOILIeHUE KO3 (PUILIMEHTOB pac-
npenenenus 4-HO u 2-HD (ky_yp)»-nep) Ha UMIIPUH-
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Puc. 2. UK-Dypoe-cniextprl Fe;0, (1), Fe;0,@MOTC (2), nomumepa cpaBHeHust [1C-2 (3) 1 MOJIEKYISIPHO UMIIPUHTHPO-

BaHHOTO rosimmepa UTI-5 (4).

TUPOBAaHHOM ¥ HEMMITPUHTUPOBAHHOM IOJIMMEpPax
(tabn. 2). KoadduiimeHTbl CeIeKTUBHOCTU st
MMUWII Oosnblile, yeM JIsT TTOJIMMEpPA CPaBHEHUS B
cpenHeM B 2.5—5 pa3, BeJIM4yrHa UMITPUHTUHT-(aK-
Topa coctapiseT 1.7—3.8.

it mpakTudecku ToJiHoro mspinedyeHus (95% u
6oJtee) TpedyeTcss macca copoernTa MI1-2 okono 0.1 1.
B Takux ycaoBUSIX IpM JOCTHXKEHUN PAaBHOBECUS U3~
Biiekaercst 96% 4-H® u He 6Gomee 35% 2-HD
(puc. 4). I1lpu 3ToM K03 GULINEHT KOHIEHTPUPOBA-
Hus g 4-H® cocrasnager 100. KuHetuka copoumnu
4-H® u 2-HD na UII-2 (macca 0.1 1) cyliecTBEHHO
paznmuuaercsa. Ilpy MHTEHCMBHOM NepellMBaHUU B
CTaTUYECKOM PEXMME YK€ uepe3 5 MUH U3BJICKACTCS
0k0J10 82% 4-HD u 17% 2-HD (puc. 4). I1pu copb-
UM HA NOJMMEpe CpaBHEHUS CTEIICHU U3BJICYCHUS
2-H® u 4-H® orauuaiorcss B MEHbIIE CTEIeHM.
ITpu cop6uuu Ha UTI-2 u I1C-5 cTteneHb u3BiIeyYe-
Hud 2-H® 3"HaunTesbHO HUXKeE, 4yeM 4-HD, uTo 00b-
SICHSIETCSI HAJIMYMEM BHYTPMMOJIEKYISIPHOM BOIO-
POIHOM CBS3U.

M3orepmsbl copounu 4- HO Ha nmoauMepe ¢ MoJjie-
KyJIsipHBIMH oTrieyatkamu MIT-2 m monnmMepe cpas-
HeHus1 I1C-5 cyumiectBeHHO pasznuyaroTrcst (puc. 5).
YcraHOB/IEHO, YTO 3HAUYEHMeE TIpelesibHON copOiuu
4-H® (163 Mr/r) 3HaYUTEIbHO OOJBIIE, YEM OIS
2-H® (78 wmr/r). IIpumepHO Takue ke 3HA4YeHUS
npenenabHo copouun (155 Mr/r) mocTuraloTcs mpu
MCMOJIb30BAaHUU B KauecTBe (DyHKIIMOHAIBHOTO MO-

KYPHAJI AHATUTUUYECKON XUMUU

HoMepa MOJUMMMUHOITUJIEHA U CLIMBAIOIIIEro areHTa
nuariokcuaikuia [12]. BenuuuHa nipeneabHOM copo-
mun 4- HO menbmre (57.8 1 129.1 Mr/T) B cltydae TIpu-
MEHEHUS B KauecTBe ciiuBaromiero areHra DI JIMA,
a B KauecTBe (DYHKIIMOHAJIbHOIO MOHOMEpa — MeTa-
KPWJIOBOM KUCHOTH [13] mam 3-aMUHONPOITMITPU -
aToKcucuiaHa [ 14] coorBeTcTBeHHO. B ciryyae mmonm-
Mepa Ha OCHOBE METAKPUJIOBOI KHCJIOTHI U TJIyTa-
pOBOrO ajlbAeruia B KauecTBe CIIMBAIOIIETO areHTa
(Momudukarop B-UMKIOAEKCTPUH) MOJYIeHBI 6O-
Jiee BBICOKME 3HauyeHMs TIpelejbHON copOIuu
(254 mr/1) [15].

Ta6uuna 2. [TokazaTenu ceJIeKTUBHOCTU COPOLIUU 4-HUT-
podeHona

[Tonmumep ks nop-no* IF**
I1cC-5 6.3 -
NTI-1 19.8 2.5
HII-2 30.5 3.8
HII-3 22.6 2.6
UTI-4 14.3 1.7

* PaccunThIBAIM KaK OTHOIIIEHNE KO3(MOUIIMEHTOB pacIipeae-
JieHust 4-uutpodeHona u 2-HuTpodeHona.
** PaccUMTBIBAIM KaK OTHOIIEHUE KO3GhGUIIMEHTOB pacipeae-
JIEHUsI MOJIEKYJISIPHO UMITPUHTUPOBAHHBIX mojumepoB MUIT-1—
WTII1-4 u nonumepa cpaBuenus [1C-5.
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Puc. 3. DnexkrponHas MukpogoTtorpadus 4yacTull MOJIEKYJISIPHO UMIIPUHTUPOBaHHOTO nojaumepa UTT-2.

Pasnuna B copouuu 4-H® na MUII n noaumepe
CpaBHEHUS OOBSICHSIETCSI HUITMYKUEM LIEHTPOB CHEel-
¢duueckoro cpsizpiBaHusl 4-H®. B obGnact Mayibix
KOHIIeHTpaluii n3orepmMnl copouuu 4-HD na UII-2
u [1C-5 npakTh4ecKu He OTJIMYAIOTCS. DTO O0YCIIOB-
JIEHO TEM, UTO crieli(UIeCcKre LIEHTPbI CBI3bIBAHUS
4-H® BKJIIOYEHBI B NOJIUMEPHYIO MaTpuLly, a Gpu3u-
yeckasi copOoLMs MPOUCXOAUT B MEPBYIO OUepelib Ha
Hecnenupuaeckux ueHrpax. C yBeaIndeHUEM KOH-
neHtpanun 4- H® HaumHaeTcs cBSI3bIBaHUE Ha CITe-
mudndeckux neHtpax [10, 16]. decopobuus 4-HD ¢

R, % 1
100 -

80

60 -

40

20

| | | | J
0 10 20 30 40 50
I1ponoKuTeabHOCTh COPOLIMU, MUH

Puc. 4. Kunetnyeckuie KpuBble COpOLIMY 4-HUTPODEHO-
sa (/) u 2-nutpodeHona (2) HAa UMIPUHTUPOBAHHOM IO~
mmmepe UTT-2.
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WI1-2 3anumaer Oonblie BpeMeHH, yem 2-HD
(tabu. 3). lecopouus 2-H® u 4-H® Ha I1C-2 npo-
TeKaeT C OMMHAKOBOI CKOPOCTBIO.

J171s1 OLIEHKM XapaKTepHUCTUK COPOSHTA B TMHAMM -
YEeCKOM PeXXMME CTPOWJIM BBbIXOAHbIE KPUBBIE COPO-
mu (puc. 6). OnTuMaabHasi CKOPOCTh ITPOITYCKaHUSI
cocrasiser 0.5 min/MuH, [1pu yBeImyeHNN CKOPOCTU
MPOITYyCKaHMS MMPOUCXOAUT YMeHbIlleHUe Tuhy3uH,
YTO BeJeT K YMEHBIIIEHUIO 00BheMa 0 IIPOCKOKA 1 KO-
addunreHTa KOHUEHTpUpoBaHus (tabu. 4). Jlanb-
Helllllee YMEHbIIeHUEe CKOPOCTU MPOMYCKaHUsl 10

a, Mr/t
180

160 - 1
140
120
100
80
60
40
20

| I R —
N

0 0.5 1.0 1.5 2.0
Cp» MI/MIT

Puc. 5. zotepmbl copb1iuu 4-HUTpodeHo1a Ha TToJIUMe-
pax UI1-2 (1) nu I[1C-5 (2).
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I'VBUH u np.

Ta6auua 3. Iecopdiius heHO0B ¢ MOJIEKYJISIpPHO UMTIpUHTUPOBaHHOTO roiuMepa M T1-2 u monumepa cpaBaenus [1C-5 (ne-

copbenT — 1 M1 1 X 10~ M pactBopa NaOH)

CreneHs gecopbuuu (%) 3a IpoOMeXYTOK BpeMEHU
®deHon CopbGeHT
2 MUH 5 MUH 10 MmuH 20 MUH
4-HD UII-2 47 78 90 99
2-H®D II-2 78 95 99 —
4-HD T1C-5 81 99 99 —
2-HD T1C-5 82 99 99 —

Ta6auma 4. Copbuust 4-HuTpodeHola B TMHAMUYECKUX

YCIOBUSX
Oo0beMHast O6beM Koabpuuuenr
KOHLICHTPUPOBaHMSI
CKOpOCTb, IO TIPOCKOKA,
MJI/MUH Vinor . MIL B IMHAMUYECKUX
10%: ycinoBusix, K*
0.5 116 100
1.0 89 85
1.5 51 47

* KoaddunmeHT nipusBeneH ¢ yuetoMm oobema pactBopa NaOH
npu gecop6ruuu (10 mu).

0.25—0.3 my1/MUH Helieaecoo0pa3Ho, MOCKOJIbKY CY-
ILECTBEHHO YBEJIMYMBAETCSI IIPOJOIKUTETHLHOCTD
aHaJn3a.

I[TpuMEHMMOCTh METOJIOB CTATUYECKOTO U TMHA-
MUYECKOTO KOHIEHTPUPOBAHUS OLICHUBAJIU CIIOCO-
O0oM BBeacHO—HaiimeHo (tadi. 5). Hias copOuuu B
CTaTUYECKUX YCIIOBUSIX roTOBMJIM 10 MJI pacTBOpPOB C
koHueHTpauusamMu 4-H® 1.0 u 10.0 mxr/mi (conep-
kampx 10 u 100 mxr 4-H®). [1pun nuHaMU4YeCcKOM
copouum 100 M1 pactBopa 4-H® ¢ KoHueHTpalLvei
1.0 MKT/MJ TIponycKaau co cKOpocTbio 0.5 MJI/MUH

0 100 200 300

400 500

|4

ip> MIT

Puc. 6. BeixogHble kpuBble copOiym 4-HUTpodeHoIa
MPU PA3TUYHBIX CKOPOCTSX MPOIyCKaHusl, MJI/MUH: [ —
2.0,2—1.0,3-0.5.

KYPHAJI AHATUTUUYECKON XUMUU

Ta6auna 5. PesynbraThl (MKr) onpeneieHus: 4-HuTpode-
HOJIa TIOCJie KOHIIEHTPUPOBAHUS B CTAaTUIECKUX M THWHA-
Muyeckux yciaoBusix Ha nonumepe UIT-2 (n =3, P=0.95)

BgeneHo Haiineno s, % 10? o, %
CraTryeckue yCiaoBuUs
10.0 9.8 0.7 6.7 7.1
100 9+5 4.0 5.0
JlvHaMu4YecKue yCIOBUS
100 985 4.1 6.1

yepe3 KOHLEHTPUPYIOIMIWI TaTpoH. JecopOimio
nposommin 10 mir pactBopa NaOH c pH 10. Ilo-
Ip€IIHOCTDL OIIPEACICHHUA B CTaTHUYCCKUX YCIIOBUAX
He mnpeBblnana 7.1%, B IMHAMUYECKUX YCIIOBUSIX —
6.1%. Ilpenen obHapykeHUST cOCTaBUI 4.7 MKT/II.

k %k %k

TakuMm obGpa3zoM, mM3ydeHa BO3MOXKHOCTbH MOIU-
¢dukanuu nosepxHoctu Fe;O, MoJeKynsipHO UM-
NPUHTUPOBAHHBLIM IToJMMepoM Ha ocHoBe HBII
(pyHkumoHanbHBII MOHOMeD) 1 DI JIMA (ciumBaro-
muii areHT), temriar — 4-H®. BenununHa uMnpuH-
TUHT-(aKTopa Ipy NPUMEHEHUH ITOJIy4EHHOIO I10-
ymmMepa cocTasisgeT 3.8. YcranomiaeHo, yuto MUII
MO3BOJISIET NOCTUYb 96%-Horo usBiedyeHust 4-HD
npu 100-kpaTHOM KOHIEeHTpUpoBaHUU. st 06JIb-
X 00BEMOB aHAIM3UPYEMBIX PACTBOPOB (00BEM 10
100 mJ1) mpemyioKeH CIocod AMHAMUYECKOro KOH-
neHtpupoBaHus. KoapuiueHT KOHIIEHTpHUpPOBa-
HHUS B IUHAMWYECKMX YCIOBUSIX KOJEOJIETCS B MH-
TepBajie oT 47 10 100 1 3aBUCUT OT CKOPOCTH ITPOITyC-
KaHUS pacTBoOpa uyepe3 KOHIEHTPUPYIOIIN HaTPOH.
[MorpemHOCTE (POTOMETPUUECKOTO OMpPEaCIICHUS
MpU COPOIIUU B CTATUUECKUX YCIOBUSIX HE MPEBBIIIIA-
eT 7.1%, B iInHaMW4eCcKuX ycinoBusx — 6.1%.
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