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Ilpeonoosiceno 06a nodxooa K YHKYUOHANUIAYUU NOBEPXHOCMU CUNUKA2EISA, NO360IAI0-
WAUX ROJIYHUMb MAMEPUANbl C KOBATEHMHO UMMOOUIUIO0BAHHBIMU 8bICOKOPEAKYUOHHOCROCOO-
HbIMU anbOezuoHbIMu zpynnamu. Kosanenmuasa ummodunuzayus anboezuoHbIX ZPynn 6 nepeom
cyuae oocmuzaemcs 3a cuem «kauk»-peaxyuu Cu(l)-kamanuzupyemozo azudo-aikunogo2o WukK-
aonpucoedunenusn 4-(npon-2-un-1-unoxcu)oensanvoezuoa u 3-azudonponun-cuauxazeas. Bo
8mMoOpoMm ciayuae MoOUPUUUPOBAHUE NOBEPXHOCHU OCYULECEIACMCA 30 CUem PeaKyuu anKuiu-
Pposanusa 2udpokcubenszanvoezudos 3-xaopnponui-cunuxazeaem. Ioayuennvie obpazysvt cunuxa-
2eneil oxapaxkmepuszogansvt oannvimu HUK-cnekmpockonuu u mepmozpasumempuieckozo ana-
auza. /[na xapakmepuzayuu NOAYYEHHLIX MAMEPUALO8 PaA3padomana npocmas u HA0eHcHas
cnekmpoghomomempuyeckas MemoouKka onpedeieHus aib0eZUOHbIX ZPYRN HaA NOBEPXHOCHU CU-
auKazens ¢ ucnonvzoeanuem 2,4-ounumpopenuncuopazuna (2,4-AH®I'). B ocnose npednosicen-
HOIl MEmoOUKU NeIHCUM PeaKius KOHOEHCAUUU MeXHcoy RPUGUMBIMU HA HOBEPXHOCHMU AlbOe2UO-
Hoimu cpynnamu u 2,4-/TH@I. KonuuecmeeHHYI0 OUYEHKY COOEPHCAHUA NPUCUMBIX ATIbOEZUOHBIX
2PYynn BPeONoHCEHO PACCHUMBIEANb HO PAZHOCHU MeHCOY UCXO0OHbIM Koauuecmeom 2,4-/THDI u
OCMAGUIUMCA 8 PACMEOPE NOCTIE RPOBEOEHUs PEAKUUU. YCMaH061eHa Heo0X00UMocms noooep-
HCAHUS ROCMOAHCIMEA KUCTIOMHOCHU cpedbl nymem dobasnenus H>SO.. Ilokazano, umo npu
A = 340 um evinonnaemca OCHOGHOI 3AKOH CEEHIONO2TIOWEHUSL 6 OUANA30He KOHUEHMPAyUil
2,5:10°-12,5:-10°M. IIpogedena npogepka npasuibHOCHU RPEOIOHCEHHOT MEMOOUKHU, C UCHOIb-
308anueM RPOUEOYPbl ONEPAMUBHO20 KOHMPOIIA NPAGUIbHOCHU PE3YIbIMAM 08 XUMUYLECKO20 AHA-
ausza. /lannas npouedypa npedycmampusaem onpeoeenue aib0ecuOHbIX ZPynn 6 MoOupuuupo-
6aHHOM Mamepuaile RPU KPAMHOM 6APLUPOSAHUN HABECKU CUIUKAENA, U UCNOIb308AHUU 8 Ka-
yecmee XapaKmepucmuKu nozpewtHoCmu CPeoHeKeaopamuiHo20 OMKIOHEHUA NOBMOPAEMOCHU
pezynomamos usmepenuil. Ilpeonoicennan memoouxka onpeoenenHus aibO0ecUOHbIX ZPynn Ovina
anpoouposana Ha écex nojyuenHvix oopasyax cunukazens. lloxazano, umo npu eapvuposanuu
YC08UTL MOOUPUUUPOBAHUA NOBEPXHOCHU MONCHO HOJIYYUMb MAMEPUATIbL C PAZTUYHOU (PYHK-
UUOHAIbHOU eMKOCHbIO HO Al1bO0eZUOHBIM ZDYHRAM.
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Two approaches to the functionalization of the silica gel surface have been proposed, which
make it possible to obtain materials with covalently immobilized highly reactive aldehyde groups.
Immobilization of aldehyde groups in the first case is achieved by the click-reaction of azido-alkyne
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cycloaddition of 4-(prop-2-in-1-yloxy)benzaldehyde and 3-azidopropyl silica gel. In the second
case, surface modification is performed by the alkylation reaction of hydroxybenzaldehydes with 3-
chloropropyl silica gel. The obtained silica gel samples were characterized by infrared spectroscopy
and thermogravimetric analysis data. In IR spectra absorption bands determination of aldehyde
groups on the silica gel surface using 2.4 -dinitrophenylhydrazine has been proposed. The proposed
method is based on the condensation reaction between the aldehyde groups grafted on the surface
and 2.4 -dinitrophenylhydrazine. The quantitative estimation of the grafted aldehyde groups is sug-
gested to be calculated by the difference between the initial amount of 2.4-dinitrophenylhydrazine
and the amount remaining in the solution after the reaction. The necessity of maintaining a con-
stant acidity of the medium by adding H,SO4 was established. It is shown that at 2 = 315 nm the
Bouguer-Beer-Lambert Law is satisfied in the concentration range 2.5:10° to 12.5:-10° M. The
correctness of the proposed method was checked using the procedure of operative control of the
correctness of the results of chemical analysis. This procedure provides the determination of alde-
hyde groups in the modified material by multiply varying the silica gel weight and using the root-
mean-square deviation of the repeatability of measurement results as an error characteristic. The
proposed method for determining the aldehyde groups was tested on all silica gel samples. It was
shown that by varying the conditions of surface modification it is possible to obtain materials with

different functional capacity for aldehyde groups.
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BBEJEHHUE

OYHKIMOHATN3UPOBAHHBIE CUIINKATEH SBIIS-
I0TCS OHUMH M3 CAMBIX BOCTPEOOBAaHHBIX MaTEPHAIOB
B Pa3NUYHBIX 00JacTsIX XUMUU. OHH UCHOIB3YIOTCS
KaK COpOEHTBI, HOCUTEIH KaTalu3aTopoB, MaTepHaIbl
UIE MMMOOMIIM3alMK OHMOJIOTHYECKH AKTHUBHBIX CO-
e/IMHEHHUH, B TOM 4uciie GepMeHTOB, (a3bl sl pas-
JUYHBIX BUOB Xpomarorpaduu, TeTeporeHHbIe pea-
TeHTHl U TOJYNPOIYKTHI Il CHHTE3a TBEPAO(a3HBIX
skcTparenTos [1-10].

TpaaumoHHO TS TIEpBUYHON (DYHKIIMOHAIHN-
3alUM CWJIMKAressl UCIOIb3YITCS MPOMBILUIEHHO JI0-
CTyIIHbIE KapOO(YHKLUMOHAIBHBIE TPHAIKOKCHUCUIIAHBI,
coJiep Kallfe BBICOKOPEAKIIMOHHOCTIOCOOHBIE TPYIIIIBI
— aMMHO-, 3MIOKCH-, U30I[MaHATO- U JIp., ¥ Jajiee oCy-
HIECTBIIIETCSI KOHCTPYHPOBaHUE TpeOyeMoi (pyHKIM-
OHAJIBHOM TPYMNIIbI HA IOBEPXHOCTH IOCPEACTBOM pas-
JIMYHBIX XUMUYECKUX PEAKLUM, IPUBOAAIIMX K YBEIIU-
YEHHUIO MOJIEKYJISIPHOM CIIOKHOCTH ()YHKLIMOHAIBHOTO
(parmeHTa.

Hanuuue KoBaneHTHO 3aKpEIIEHHON peaKiu-
OHHOCIIOCOOHOH aTbAETMIHOMN TPYMITBl HA MOBEPXHO-
CTH MAaTpHUIBl, JIETKO BCTYNAIOIIEH BO B3aUMOJIEH-
CTBHE C TMEPBHYHBIMH aMUHOTPYNIIaMU OHOJIOTHYe-
CKUX MOJIEKYJI, SIBISETCSA KJIKOYEBBIM MOMEHTOM IIPU
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peanu3alyMu pa3iIMYHbIX OMOXUMHYECKHX IPOTOKO-
JIOB, TAKUX KaK: MMMOOMIIN3AIMA JIEKapCTB U KJIETOY-
HBIX OpraHell, CHHTE3 KJIETOK B MEMOpPaHHBIX peaKkTo-
pax ¢ MMMOOWJIM30BAHHBIMH SIIPaMH, 3aKpeIUICHHUE
(epMeHTOB (HanpuMmep, IIIIOKOAMUIa3bl, TPUIICHHA K
JIPOXOKEBBIM KIIETKaM Ui THAPOJIN3a AEKCTPUHOB U
oenkoB) [11].

B nuTeparype onucaHO HECKOJIBKO HMOAXOJ0B
K (QYHKIIMOHATU3AIMN TOBEPXHOCTH CHIIMKATEIIS alb-
JETUTHBIMU TPYIIIaMHU: OKUCICHUE (QYHKIIMOHAIBHBIX
IpyII, KOBaJEHTHO UMMOOMIM30BAaHHBIX HA CHJIMKA-
rene [12-14]; ucnonb3oBaHUE OPraHOTPUATIKOKCUCH-
JIAHOB, COJICPXKAIIUX B KapOO(YHKIIMOHAILHOM (par-
MEHTE MOJIEKYJIbl ajbAeTUaHyt0 rpymmy [15, 16]; ko-
BaJCHTHAass HWMMOOWIM3aLUsl Ha IpeIBaPUTEILHO
(YHKIMOHANM3UPOBAHHBIA CUIIMKAreidb UalbICIH-
1oB [ 17-19]. Onncanubie criocoObl OCHOBaHBI JIHO0 Ha
MPUMEHEHUH TPYAHOJOCTYIHBIX M JOPOTOCTOSIIMX
peareHTOB, MO0 Ha HCIOJIB30BAaHUU AMAIBICTHIOB,
HalpuMep TJIyTapoBOTO ajbJAETHAa, MPEACTaBISIIO-
miero co0oif HeyCTOWYMBOE NPU XPAaHEHUH COEIMHE-
HUE, KOTOPOE, BO-TIEPBBIX HEOJHO3HAYHO PEarupyer ¢
[IEPBUYHOM aMUHOTPYIIIION Ha NOBEPXHOCTH MpE]Ba-
pUTENbHO  (PYHKIIMOHATM3UPOBAHHOTO CHIIMKATreld,
BO-BTOPBIX, P €70 KOBAJICHTHOM 3aKpeIuieHHuH o0pa-
3yeTcsl OTHOCHTENHHO Ja0WiIbHAs WMWHHAS CBSI3b,
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CrocoOHast pa3pymaThes B ONPEACTICHHBIX YCIOBUSIX U
MPHUBOJUTH K JETPaJalliyl MMOJIYYCHHOTr0 MarepHuaa.
3agaueil JaHHOTO UCCIIEI0BaHUS SBIISIETCS pa3padoTKa
croco60B moTydeHus TBepAO0(da3HbIX MaTepUaNIOB Ha
OCHOBE CHITUKAreys, QyHKIHOHATU3UPOBAHHBIX aJTb-
JICTUTHBIMU TPYIIIIaMU, U TPOCTON, HAJCHKHOU METO-
JIUKA OIPENEICHNUs MMMOOWIN30BaHHBIX (DYHKIIHO-
HAJILHBIX TPYIIIL.

METOAUKA SKCIIEPUMEHTA

B pa6ote ncnonp3oBanu cunmkarens Kiesegel
60 (0,040-0,063 mm) (Macherey-Nagel), u3 xotoporo
HOCJIE TIPEIBAPUTENHHON aKTUBALMK MOTydain 3-XJI0p-
nponuin-cikarens [20] u 3-asumonponuii-cuinka-
reab [20]. TuapokcubOeH3anbaeruapl SBISITUCH KOM-
MepuyeckuMu mpoayktamu Aldrich, a 4-(mpo-2-un-1-
WIIOKCH )0OCH3aIbICT |/ TOTydalti o Metoauke [21].

Tepmuueckuii aHamu3 00pa3lOB CHIIMKArels
npoBoawan Ha mpubope STA 409 Luxx (Netzsch) B
IUIATUHOBO-POMEBBIX MUKPOTHUIJISIX B MHTEPBAJIC TEM-
niepartyp 30-1000 °C B armocdepe Bozayxa (50 Mi/mMun),
npu ckopocTr HarpeBanus 10 °C /MuH.

UK crnekrpsl nuddy3Horo orpakeHus: peru-
ctpupoBainu Ha ciektpomerpe IR Prestige (Shimadzu)
B JMana3oHe BOJHOBBIX yncen oT 400 no 4200 cm?, ¢
WCTIONb30BaHNeM mpucTaBku oTpaxeHuss DRS-8000
DJEeKTPOHHBIE CIIEKTPHI MOTJIOMICHHS PACTBOPOB PETrH-
ctpupoBanu B YO u Buaumoit obmactu (200-800 um)
Ha cnekrpodoromerpe UV-2401 PC (Shimadzu);
IUTMHA ontuyeckoro nytu coctasisuia 10,00 M.

PactBop 2,4-auHuTpodeHMITHPa3NHA C KOH-
LHEeHTpanueu 5-102 M roToBWJIH B MepHO# Kobe Ha
50 M3 pacTBOpEHHEM TOYHOW HABECKU pEarcHTa
m = 0,4953 r B 3TUJIIOBOM CIIUPTE C JOOABICHUEM 6 MIT
koHIeHTpupoBaHHOU HoSO4.

QyuKyuoHAIU3AYUSL  CUTUKA2ENST  ANlbOe2UO-
HbILMU 2DYINAMU € UCHONIb308AHUEM (KIIUKY-PEeaKyul.

B nByropiyio KpyriomoHHYIO KOOy, cHaO-
KEHHYI0 MEXaHWYECKOH MeIIaJkod u oOpaTHBIM XO-
JOAWIBHUKOM, noMewaoT 40 Myl TMMeTHICYNb(OK-
cuaa, 5t 3-azuponponui-cunukaress, 0,8 r 4-(po-2-
uH-1-wiokcH )oeH3anbpaeruaa, npuodassor 0,2 r ac-
kopOata HaTpust 1 BHOCAT pactBop 0,125 r nsaTuBoj-
Horo cynbgara meau (1) B 0,5 mit Boasl. [TomyueHnyro
CYCIIEH3HIO BBIICPKUBAIOT PH HHTEHCHBHOM TIepeMe-
mmBanuy U temneparype 50 °C 6 4. [Tocne storo cu-
nvkaresib  oTuibTpoBhiBatOT Ha ¢uisTpe [lotTa,
MPOMBIBAIOT ALIETOHOM, BOAOU, 2M COJNSIHOW KHCIO-
TOH, BoJOW ¥ BHOBH areToHoM. Cymat mipu 55 °C B
TeueHue 12 4 ¥ 0CTaTOYHOM JaBJICHUH 5 MM.PT.CT.

DyHKYUOHATU3AYUA  CUTUKAENST  ANbOe2UO-
HbIMU 2PYINAMU C UCHONb308AHUCM PeaKyuu aniKUuiu-
posanus.
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B xpyrnojonHyo xon0y, CHaOXKEHHYIO Mar-
HUTHBIM TIEPEMEIINBAIOIIAM 3JIEMEHTOM H OOpaTHBIM
XOJIOAWIBHUKOM, TToMmemator 50 mu Tomyona, S T 3-
XJIOPIPOHI-CHIUKaress (eMkocTh = 1,1 MMOJB/T),
1,8 r 4-(3- mmu 2-)rugpoxcubeH3ansaeruaa, mpuoas-
asttot 1,125 1 (0,0075 monb) noauna vHatpus u 1,07 mu
(0,0075 monb) TpusTHIamMuHa. [lonyyeHHyto cycneH-
3WI0 BBIAEPKUBAIOT NIPW WHTEHCHBHOM II€pEMEIINBa-
Huu 1 temieparype 80 °C 12 4. Iloce aToro cunmka-
renb oTQMIBTPOBBIBAIOT Ha GmibTpe LlloTTa, MpoMbl-
BalOT alleTOHOM, BOJOM, 2M COJIIHOH KHCIIOTOM, BO-
noii i BHOBB arletoHoM. Cymrar mpu 55 °C B TedeHue
12 9 ¥ OCTATOYHOM JABIICHUN 5 MM.PT.CT.

Onpeoenenue anvoeecudrnvlx epynn ¢ KMnQOs 6
Kucot cpeoe.

K maBecke crmkarens 0,05 T mpriuBaroT 25 M1
MpeABapUTeNbHO  cTaHmaptuzupoanHoro 0,01 H
KMnOs u 1 M 25% H2SO4, HarpeBatoT B TeUeHUE
10 MuH, He TOTyCKas KUIIEHUS, Jaliee BHOCAT YKBUBA-
neHTHOe KonmmdectBo HoCo04 (25 M 0,01 =), Harpe-
BatoT 10 90 °C u turpyrot 0,01 H pactBopoM KMnO4
J10 TIOSIBJICHMSI PO30BOM OKPAacKH, yCTOMUMBOM B Teue-
nue 30 c.

Onpeodenenue anb0e2UOHbIX 2PYIN C UCNOTb30-
sanuem 2,4-0unumpogpenunzuopazuma.

HaBecky MoauduIMpoBaHHOTO CHIITMKArels
(m=0,1; 0,075; 0,05 r) momemaOT B BUaIy C BUHTO-
BOIi KpbIIKOH, BHOCAT 10 M 2,5-10°M pactBopa 2,4-
OUHUTPOGEHWITHAPA3HHA, HArpeBalOT B TEUYCHHE
10 MuH, He JONyCKas KHUIICHHUS, OXJIAXKIAIOT, OTOH-
paloT aNMKBOTY, HM3MEPAIOT 3HAYECHHE ONTHYECKOU
IJIOTHOCTHU pacTBopa npu A = 340 M.

PE3VJIbTATBI U NX OBCYXIEHUE

Hamu npeyioskeHo JBa BapraHTa GyHKIIMOHA-
JMU3alMM  CHJIMKareied albAerHIHBIMH TPYMIaMHU.
[lepBsiii crioco0 (puc. 1) ocHOBaH Ha HCIIOIb30BaHUHU
«xymk»-peakunn Cu(l)-karamuzupyemMoro asua-aiku-
HOBOTO ILIUKJIONPHCOETUHEHUSI MEXIY 4-(Ipor-2-1H-
1-unokcum)0eH3aabAeTHIOM U 3-a3HIOTPOTIHI-CHITH-
Karenem, B pe3yJbTare KOTOPOH MMMOOUIH3AIMS J0-
cTUraercs 3a cuetr oOpasoBanus 1,2,3-TpHa30jibHOTO
LUKIIA.

Bropoii npeioxkeHHbIi Hamu crioco0 (puc. 2)
3aKITI0YAETCsl B UCTIOIB30BAHUN PEAKIMY aJKUIINPOBa-
HUSl THIPOKCUOEH3AIBACTHIOB 3-XJIOPIPOIMII-CHITH-
kareneM. Peakiust mpoTekaeT B cpeze TOIyosa B IPH-
CYTCTBHHW DKBUMOJIEHOTO KOJIMYECTBA TPUITUIIAMIHA U
noguaa Hatpus npu temrepatype 80 °C B redenue 12 4.

Hanuuue anpnernHoil rpynmsl B MOJIy4YeH-
HBIX (DYHKIIMOHAJIM3UPOBAHHBIX CHIIMKATENSX MOJ-
TBEP)KIAJIOCh KAYECTBEHHOW pPEaKIMEeN C pacTBOPOM
2,4-nuHuTpoeHMITHAPA3MHA, CONPOBOXKAAIOLICHCS
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OKpallliBaHWEM MaTepuala B OpPaHKEBO-KPAaCHBIN
uset. B UK cniekrpax monmy4eHHBIX (pyHKIIMOHATU3H-
POBaHHBIX CHJIMKArejieil MpUCYTCTBYET IIMPOKas IO-
J0ca mortomenus B nuanazone 3200-3700 cm™, koTo-
past ABJISETCS PE3yJIbTATOM HAIOKEHHS T0JIOC BATICHT-
HBIX KOJEOAHWI CHJIAHOJBHBIX TPYIIT M BAJICHTHBIX
KoJieOaHui ancopOupoBaHHBIX MOJEKYI BoAbI. [Inpo-
Kas ¥ MHTCHCHBHAS I0JIOCA TOTJIONICHUSI B 00JacTh
1090 c¢M™ COOTBETCTBYET BAJCHTHBIM AHTHCHMMET-
PUYHBIM KOJIEOAHUSIM CHIIOKCAaHOBOUM CBSI3M, TOJIOCA
800 cM™ — BaJIEHTHBIM CHMMETPHYHBIM KOJIEOAHHSIM.

D.N. Konshina et al.

ITosock mornomenus B o6mactu 1870-1970 cm™ sBns-
0TCs 00epToHaM KonebaHus octoBa [22]. B To ke
Bpems B MK criekTpax HaOMIOJAIOTCS TONOCHI MTOTJIO-
IICHHUS, COOTBETCTBYOIUE MPUBUTHIM (DYHKITMOHAIH-
HBIM TPYINAaM: B CIIEKTPaxX MPUCYTCTBYET MOJIOCA IMO-
[JIONICHUS, COOTBETCTBYIOIASA BAJCHTHBIM KoJjeba-
HusIM KapOoHWILHOM Tpymmsl C=0 mpu 1699 cm™?, no-
sockl nornomenus B oomacta 3030, 3090, 3129 cm?
OTBEYAIOIIHe 3a BaJeHTHBIe kKonebanus C-H apomaru-
YEeCKOro KOJIbIA, a TAKXKE IMOJIOCHI TIOTJIOMICHHUS MPH
1580 u 1600 cm* — 3a xonebanus Csp>~Csp? B apoMa-
TUYECKOM KOJIbIIC.

CuS0,410 monb % H

Ackop6at HaTpua 20 monb %

H
N, o+ o—©—<\
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[MCO, 50 °C, 6 4
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Puc. 1. (DyHKI.II/IOHaJII/BaLII/I}I CUJIMKAreyjd ajJlbACTUAHBIMU T'PYIIIIAMHU C UCIIOJIb30BAHUEM «KIIUK»-PEAKIIUNA
Fig. 1. Functionalization of silica gel with aldehyde groups by the "click" reaction

H__O
cl Z —JOH
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Nal 100 monk %
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PhMe, 80 °C 124
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Puc. 2. q)yHKIII/IOHaJ'II/IBaHI/Iﬂ CUJIMKarejid aJlbACTUAHBIMUA I'pyIIaMy ¢ UCIIOJIB30BAHUEM PCAKIINU aJIKWJIMPOBaHUSL
Fig. 2. Functionalization of silica gel with aldehyde groups by alkylation reaction

Tabnuua 1
Pe3yJ’ll)TaTbl onpeaeJeHus ajJlbACruiHbIX rpyni B Mo-
Z[l/l(l)PlIIl)[pOBaHH])lX CUJIMKAreJsax nNpu BapbupoBaHuHU
maccebl HaBeckn (N=5, P=0,95)
Table 1. Results of determination of aldehyde groups in
modified silica gels by varying sample mass (n=5, P=0.95)

EmxocTts,
Ne | MoaubuiMpoBaHHbIN CHIHKAreIb MMOJIB/T
Xtts/ \/ﬁ
H
o
1 /\/\N— Ny 0,5770,011
3 OQ(” 0,363+0,009
(o]
4 ‘/\/\OJ? 0,215+0,011
0” H
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[TomyueHHBIE MOIU(PHUIIMPOBAHHBIC CHIIMKA-
TeIM 0XapaKTepPU30BaHbI JAaHHBIMH TEPMOTPABUMET-
pudeckoro aHanm3a. Ha repmMorpammax Beex 00pasios
HaOIIOJTAIOTCST HECKOJBKO 3TAIoB MOTepru Macchl. Ha
nepBoM dtane npu HarpeBanuu ot 30 °C go 180 °C
MIPOUCXOANUT yAallieHHE (PU3NICCKH aIcCOPOMPOBAHHON
BOJBI, KOTOPOE COIPOBOXKIAACTCS DHIOTCPMHUUECKUM
addexTom, 9To MOKHO HabmoaaTe Ha KpuBbix JICK.
JlanbHelme STanbpl MOTepH MacChl IS BCceX 00pasioB
CWJIMKarens B TemnepaTypHoM unTepsaie 180-600 °C
conpoBoxaaroTcs nukamu Ha JICK kpuBoii, nemMoH-
CTPUPYIOLUMH  SK30TEPMUYHOCTh  TPOUCXOSAIINAX
MPOIIECCOB, CBUIETENHCTBYIOMIUX O MPOTEKAHUH Tep-
MHYECKON JECTPYKIIUUA TPUBUTOTO MOBEPXHOCTHOTO
oprauyeckoro cios. O0mas morepst Macchl s 00-
pasuoB cuiukaress cocrasuia 12-14%.

Jlns mpuOIM3UTETHFHON OIIEHKH COJEPIKaHMS
albJACTUIHBIX TPYIII BO BCEX IMOJYYEHHBIX MaTepHua-
JIax UCHOJIb30BAJId METOAMKY, OCHOBAaHHYIO Ha peak-
UK OKUCIIEHHsI KapOOHUIBHBIX Tpynn KMnQOy B kuc-
noit cpene [23]. KomuyecTBO U3pacxogOBaHHOTO B
xone peakuuu KMnQOs cuutanu paBHbIM KOJIUYECTBY
(hyHKIIMOHATBHBIX TPYII Ha MMOBEPXHOCTH MATPHIIHI,
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paccurTaHHbIC 3HAYCHUS (QYHKIMOHATBHOW EMKOCTH
npeAcTaBiIeHbI B Ta0I. 1.

OpfHaKko OKHCIIEHHE NEPMAHTaHATOM Kajus B
KHUCJION cpeJie He ABJISETCSA CeIEKTUBHON peakiuil 1J1st
oTpeAeNIeHNs] allbJeTUAHBIX TPYII, OCOOEHHO eCcHn
MIPUHMMATh BO BHUMaHNE BO3MOXHOE Y4acTHE B peak-
UM OKUCIICHHS APYTuX (YHKIUOHAIBHBIX (pparmeH-
TOB Ha TIOBEPXHOCTH cuumkarens. lloatromy Takas
cXeMa OLEHKH (YHKIMOHATU3AIMHA MOKET HCIOIb30-
BaThCA JIMIIb Kak MpuOnusutenbHast. [louck Gonee ce-
JIEKTUBHOW M HAJEKHOW METOAMKHU OTNpeIeTIEHUs Kap-
OOKCHIIBHBIX TPYIIIT Ha TTIOBEPXHOCTH MATPHIL BBISIBUI
HECKOJIBKO COOOIIEHHH, KOTOPBIE MOXKHO Pa3/IeiHuTh
Ha JIBE TPYIIIHI — IIEPBasi — KOJIOPUMETPHUIECKHE TTOITY-
KOJIMYECTBEHHbIE METOIUKH OTpEeAeNeHHs, BTOpas —
CHEKTPOCKOMMUYECKOE KOJIMUYECTBEHHOE OIpE/IeIeHNUE.
B mepBoii rpynme cooOmieHuil onuceiBanack mpoie-
Iypa TIPOBEACHUS KadyeCTBEHHOH XpoMOQOpHOU
HpO6I>I Ha HAJINYUC aJIbACTUAHBIX I'PYIII C UCIIOJIb30-
BaHUE aHMCOBOrO anbieruaa [24], 4-amuHo-3-rujapa-
3UHO-5-MepkanTo-1,2,3-Tpuazoma [25], a Takxe 2,4-
nuHUTpoQeHmITHapasnHa [26]. s kadecTBEHHOTO
OMpPEACIICHUA aIbACTUAHBIX T'PYIII, 3aKPCIJICHHBIX Ha

@4 G

70 °C 10 MuH

[IOBEPXHOCTH MAaTpHll, HCIOJIb30BATIN IpPEABapU-
TEJILHO MPUTOTOBJICHHYIO IIBETOBYIO IIKATY JUISI BU3Y-
aIpHOU olleHKH. BTopas rpymma cooOIieHuid onuch-
Baja CIIEKTPOCKOIIMYECKOE KOJIMYECTBEHHOE OIpele-
JICHHE KapOOHWIBHBIX IPYII, B OCHOBE KOTOPOTO Je-
KaT peakuy C MPOU3BOAHBIMY T'HAPA3HHA - THAPA3UA0M
5-(aumeTrniamMuHO)-1-HadTanuHCyIb()OHOBON KUCIOTHI
(marcwun ruapasuH) [27] 1 4-HATPODESHUNTHAPAZHHOM
[28]. Cxema anamuza [28] mnpemycmaTpuBalia HeE
TOJILKO MOJTy4eHHE THAPA30Ha, HO U aNbHeHiee Tu-
POJMTUYECKOE €0 Pa3pylIeHUE Ha UCXOIHBIE COEIU-
HEHMS U CIEKTPO(OTOMETPUIECKOE ONPEEICHUE BbI-
JENMUBILErocss MpH 3TOM 4-HUTpO(EHUITHAPA3UHA.
Hamm Ob110 mpemioeHo 3aMeHHUTH 4-HUTpODECHHII-
ruapasuH (puc. 3) Ha Oonee TOCTYNHBIHN 2,4-AMHATPO-
(deHUNTUAPA3NH, a TAKKE UCKIIOUYUTH CTAAMIO Pa3Jo-
KEHHUs, KOTOpasi BHOCUT JIOTIOJIHUTEIIbHBIE JKCIEpH-
MEHTaJIbHbIE TPYZAHOCTH U NorpemHocTs. KonnuecTsen-
HYIO OLICHKY IMPUBHTHIX ANIBACTHIHBIX TPYI MPeIo-
KEHO PACCUUTHIBATH [0 Pa3HOCTH MEXIY HCXOIHBIM
KOJMYECTBOM 2,4-THHUTPOPEHIITHIPA3HHA U OCTaB-
LIMMCS B PaCTBOPE MOCIIE MIPOBEICHHS PEAKLIUH.

NO,

sto,,

N\N
7 H  No,

Puc. 3. BSaI/IMO,E[eI/ICTBI/IC aNpJeTHI-CHINKareen ¢ 2,4-TMHATPOQEHIITUAPAZHHOM
Fig. 3. Reaction of aldehyde silica gels with 2,4-dinitrophenylhydrazine

600

p T

Puc. 4. DnexTpoOHHBIE CIIEKTPHI TTOTIIOMICHHS PaCTBOPOB 2,4-THHHT-
podenmtruapasuna (1 —2,5-10°°M, 2 — 5-10°M, 3 — 7,5-10°M,
4-1-10*M,5-1,25-10* M)

Fig 4. Electronic absorption spectra of 2,4-dinitrophenylhydrazine
solutions (1 —2.5-10°°M, 2 — 5-10°°M, 3 — 7.5-:10°M, 4 — 1-10* M,
5-1.25-10* M)

[Ipu dukcupoBaHHON KOHIIEHTPALIMH CEPHOU
KHACJIOTHl OBLIM  3apETUCTPUPOBAHBI  3JIEKTPOHHBIE
CIIEKTPHI MOTJIONIEHHS pacTBopa 2,4-NTUHATPODECHHII-
TUIpa3vHA U BBIOpaHa aHATMTHYECKAS JJIMHA BOJIHBI

88

A = 340 HM, IpU KOTOPOI HAOIFOAAETCS BHIMIOJTHEHUE
3akoHa byrepa-JlamGepra-bepa B nuamnazoHe KOHIICH-
Tpaumii ot 2,5-10°-12,5-10° M (puc. 4).

OcTaToYHyI0 KOHIEHTpaLuIo 2,4-TUHATPOdE-
HWITHIpPa3WHa B PACTBOPE IMOCJIE MPOTEKAaHUS peak-
LUK OIPEIEIISUIN 110 TPagyupPOBOYHOMY I'paduKy, MO-
CTPOEHHOMY IO pacTBOpaMm, NMPHUTOTOBIEHHBIM pac-
TBOPEHHEM TOUHOU HaBECKHU peareHrta (puc. 5).

Konpencamust 2,4—nmuHUTpOQEHIITHIPAZHHA
C aNbJIETMIHBIMU TPYNIaMU Ha MOBEPXHOCTH COMpPO-
BOXKJIaach yMEHBIICHHUEM WHTEHCHBHOCTH OKPACKH
pacTBopa peareHTa M OKpallMBaHHUEM MOIU(PHUIIUPO-
BaHHBIX CHJIMKAresieu B spKo-opaHxkeBbIi 11BeT. Konu-
YeCTBO HENpOpearupoBaBmero 2.4-TuHATPOGEHHII-
THIpa3HHa OIIPEeNsuId CIEKTPO()OTOMETPHYECKH, HC-
MI0JIb3YSl paHee MOJyYEHHBIE U YCPEIHEHHBIE Ipagyu-
POBOYHBIE 3aBUCHMOCTH ONTHYECKOH MIOTHOCTH pac-
TBOPOB CaMoTo0 peareHra (puc. 5).

CopneprkaHue albJeTUAHBIX TPYNI B MOAU(H-
[UPOBAHHOM CHJIMKATelle PAaCCYUTHIBAIH 110 hopMmyIie.
(€1—C2) " Viposu

mCPlflPlKal‘eJ'lﬂ

C(cro) =
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C(cHoy — KOHIIGHTpAIUs allbJACTHIHBIX TPYII Ha TO-
BEPXHOCTU CHJIMKAress, Moib/r; Ci1 — KOHIEHTpAIU
UCXOJHOTO pacTBopa 2,4-TUHUTPO(EHUITHApa3HHa,
Moub/it; C2 — KOHIICHTpANWS HEIPOpPearupoBaBIIETO
2,4-muHUTpoeHUIrHApa3rHa, ONPeaeICHHas 10 Tpa-
JlYUPOBOYHOMY TpauKy, MOJB/IT;, V upos — 00BEM OTO-
OpaHHOI aTMKBOTHI HAJOCAIOYHON JKUJKOCTH, JT; Mey-
mkarens — MAcCa CHITMKATEISl, B3SITOTO JUIS aHAIH3A, T.
Pe3ynbrarhl onpeaeneHus aibAerUaHbIX TPYIIIT
B MOAM(MUIMPOBAHHBIX CHJIMKArelsX, KOrjJa Macca
HaBecku cocrtapisier 0,1 T, mpemcTaBiieHs! B Ta0. 2.

A
0,3

0,25
02 -9

0,15 R
0.1 &

0,05 L

0 5 10 15
C-10°%, monb/n
Puc. 5. 3aBucuUMOCTb ONTUYECKON MIIOTHOCTU PACTBOPOB 4-1111-
HI/ITpO(bCHI/IJ'IFI/IZ[pa3I/IHa OT KOHICHTpalunu
Fig 5. The dependence of the optical density of solutions of 4-di-
nitrophenylhydrazine on the concentration

[IpoBepky mNpaBHUIBHOCTH MNPEIJIOKECHHON
CXEMBl ONPEICICHHUS aJlbJETHIHBIX TPYII IPOBO-
JIWITH, UCTIOJNB3YS MPOLIEAYPY ONepaTUBHOTO KOHTPOJIS
MIPaBUJIBHOCTH PE3yJIbTAaTOB XWMHYECKOTO aHaju3a,
KOTOpasi MpedycMaTpuBaeT KpaTHOE BapbUPOBaHHE
HABECKH U OTIpeieSIeHUE B KaX/I0M CIIy4ae KOJIHUeCTBa
AIBJICTUIHBIX TPYII, pacyeT XapaKTEepUCTUKU TO-
TPEIIHOCTH OINpEeNeNIeHUs, B Ka4yecTBE XapakTepH-
CTHKH TIOTPELIHOCTH BBICTYNAIO CpeIHEKBaIpaTHy-
HO€ OTKJIOHEHHE IOBTOPSIEMOCTH IPH BBINOJIHEHUH
napajyieNbHBIX HM3MepeHuil. BapbupoBanue wmacchl
HAaBECKH OCYILECTBIISUIM TaKMUM 00pa3oM, YTOOBI CO-
Jiep>KaHue aJIbJIeTUAHBIX TPYIIIT COOTBETCTBOBAJIO AMA-
Ma30HYy OMNpENeNIeMbIX KOHILEHTpPAluil — KpaTHOCTh
BapbUPOBaHMUS HABECKH MOIM(HUIMPOBAHHOTO CHIIM-
karens coctaBuia — 1,3 u 2. [IpaBIiIbHOCTE ompenere-
HUSI aJIbJIETUAHBIX TPYII MPEUIOKEHHONH METOJMKON
OLICHMBAJIM HAa OCHOBAHUH BBIMOJIHEHMS CIIEILYIOLINX
YCIIOBUH, periaMeHTHpOBaHHBIX B [29] (puc. 6).

Pe3ynprarh! onpeaeneHus anbAerUAHBIX TPYIIT
NPUBE/ICHBI B Ta0JI. 2.
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Puc. 6. AJIFOpI/ITM OILICHKH IPaBUJIBHOCTU ONPEACIICHUS aJIbJIC-
THJAHBIX I'PYIII B MO)JI/I(i)I/IL[I/IPOBaHHI;IX CHJIMKarejiax METoJ0M Ba-
PBUPOBAHUS HABECKH, T€ M1 M2 M3 — Macchl HABECOK MO (DH-
IMUPOBAHHOT'O CUJIMKATCJId Xm2;3 — pE3YyJIbTaT KOHTPOJILHOI'O U3-

MepeHHs COACPIKaHMA ONpeesIeMOro KOMIIOHEHTa B paboueit
npo6e ¢ N3MEHEHHOH HaBeCKOH; Xmi — Pe3ynbTaT KOHTPOIBHOTO
H3MEpEHHs COAEPKaHUs ONPEAEIIEMOr0 KOMIIOHEHTA B paboyeit
po6e. A 2/(Xm) — 3HaYCHHE HHTEPBAIBHO OILICHKH MOKA3aTeIs
TOYHOCTHU PE3YJIbTATOB aHAaJIU3a, YCTAHOBJICHHOC B na60paT0pHH

Ipu pe€ajin3aliui METOAUKHU U COOTBETCTBYIOLICE CONCPIKAHUTIO
OTIpeeNIIeMOTO KOMIIOHEHTA B paboucii mpode (B paboueii mpode

C U3MEHEHHOIT HaBeCKO#l)

Fig. 6. Algorithm for assessing the correctness of determining al-
dehyde groups in modified silica gels by varying the weight,
where m1 mz ms — masses of samples of modified silica gel Xmz;3
— the result of the control measurement of the content of the ana-
Iyte in the working sample with a modified hitch; Xm1 — the result
of the control measurement of the content of the determined com-
ponent in the working sample. A 2/(Xm) — the value of the inter-
val estimate of the indicator of the accuracy of the analysis re-
sults, established in the laboratory when implementing the meth-
odology and corresponding to the content of the analyte in the
working sample (in the working sample with a changed sample)

TakuMm 00pa3oM, JUIst BCeX TPYIIl Pe3yIbTaToB
OTIpeETICHHSI AJThJIETHTHBIX TPYIIT MOKHO HAOIIOaTh
BBITIOJIHEHUE KPUTEPUS TPABUIIBHOCTH.

BBIBO/IbI

[Mpennoxeno nBa noaxoja K pyHKIIMOHATH3a-
UM TTOBEPXHOCTU CHJIMKAreJis, MO3BOJIIOUINX TOJY-
YUTh MaTEPUANbI C KOBAJCHTO UMMOOMIM30BaHHBIMH
IBJICTUIHBIMU TpyniaMu. KoBaneHTHass ”MMOOWIH-
3a1us ajdbJETUAHBIX TPYIII B IEPBOM CIIydae JOCTHra-
erca 3a cuer «kiuk»-peakuun Cu(l)-xkaTanusupye-
MOTO a3WJ0-aJIKWHOBOTO IMKJIONPUCOETUHEHHUS 4-
(mpomn-2-uH-1-nnokcu)0eH3anpaeruia U 3-a3uaonpo-
nwi-cuirkaress. Bo Bropom ciyvae moguduunpona-
HUE MOBEPXHOCTH OCYIIECTBIISIETCS 32 CUYET PEaKiuu
ANKWIMPOBAHUS THUAPOKCUOCH3AIBAETHIAOB 3-XJIOp-
MIPONHII-CHUIINKAT €JIEM.

[Ipennoxena mpoctas U HaJAeKHAsI CIIEKTPO-
(hoToMeTprUecKas METOANKA ONIPEEIICHUS AJTbeT /-
HBIX TPYII Ha MOBEPXHOCTU CHIIMKATENIS C UCTIONB30-
BaHueM 2.4-puHutpodeHmnruapazuHa. llposenena
MPOBEPKa MPAaBWIBHOCTH TPEIJIOKESHHOW METOJMKH,
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UCIIOJIB3Ysl NIPOLIELypY OIIEPaTUBHOIO KOHTPOJIS Ipa-
BUJIBHOCTH PE3yJIbTATOB XMMHUYECKOTO aHAJIN3a, KOTO-
pas mpexycMaTpuBaeT KpaTHOE BapbUPOBAaHUE Ha-
BECKHU U HCIIOJIb30BAaHNE B KaYeCTBE XapaKTEPUCTHUKU
HOTPELIHOCTH CPETHEKBAAPATUIHOTIO OTKJIIOHEHHS 110B-

TOPAEMOCTH Pe3yJbTaTOB U3Mepenuil. [lokazaHo, 4To
[IpH BapbUPOBAHUM YCIOBHHA MOAU(DULINPOBAHUS TIO-
BEPXHOCTH MOXHO MOJIYYUTh MaTe€pHallbl C pa3iud-
HOM (YHKIIMOHATFHON €MKOCTBIO MO ajbJAEeTHIHBIM
rpynmam.

Tabnuya 2

Pe3ysbTaThl onpeaesieHUs ajJbJerHAHBIX IPYNI B MOAN(GHIMPOBAHHBIX CUINKATEJISAX P BAPbUPOBAHHH MacChl
naBecku (n=5, P=0,95)
Table 2. Results of determination of aldehyde groups in modified silica gels by varying sample weight (n=5, P=0.95)

Emkocth
i cu- > E s / EmKocTh, MMOJIB/T
Mombrspome e ot | 5| FETLSEL s | S|
(m = 100 mr) n XS/ Jn (m = 30 wr)
H
o]
/\/\N'\'*N d: 0,277+0,011 |0,0291|  0,292+¢0,015  [0,03316]  0,301+0,014  |0,0276
\\&o
H
OKJ/g ® | 0,174£0,005 {0,0183|  0,173£0,005  |0,01907|  0,171£0,004  |0,0150
OQYH 0,124+0,007 |0,0427|  0,128+0,006 | 0,0401 |  0,126+0,0040 | 0,0337
o
OJ? 0,093+0,007 |0,0502|  0,085+0,009 | 0,0537 |  0,0917+0,006  |0,0411
O~ "H

Paboma evinonnena 6 pamxax eocyoapcmeeH-
Hoeo 3a0anusi Munucmepcmea Hayxu u Buvicwezo 06-
paszosanusi Poccuu Ne FZEN-2020-0022.

Asmopul  3aaeiawom 00 OmMCYmcmeuu KoOH-
@auxma unmepecos, mpedyruie2o pacKkpvlmus 8 OaH-
HOUl cmambe.
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