Becmuux MI'TY, mom 15, Nel, 2012 2. cmp.107-113

VK 577.152.3
NHcTpyMeHTAJIbHBIE METOAbI ONpeIe/IeHUs CTeNeHU
AeaneTUJINPOBAHUA XUTHHA

FO.A. qum{al, H.B. I[o.ﬂronﬂTOBal, B.10. HOBI/IKOBl, B.A. CaraiizauHblii,
H.H. M0p030132

! Texnonoeuueckuii paxynomem MI'TY, kagpedpa xumuu

2 Honumexnuyeckuii paxymomem MI'TY, kagedpa duzuku

AnHotanus. [IpuBeneH 0030p METONOB OMNpEAENEHHs CTENECHH [ealeTWIMPOBaHUS xXuTHHA. OmnpeneneHa
ONTHYECKas IUIOTHOCTh OOpa3IoB XWTO3aHA C PA3IMYHONW MOJEKYJSIPHOM Maccoil B MH(pakpacHOH oOmactu
crektpa. [IprBeieHbI CPaBHUTENBHBIC PE3YNIBTATHI ONPEACICHNUS CTEIICHN ACAICTHINPOBAHIS XUTHHA METONAMH
MH(paKpacHOW CIEKTPOCKONUU M C TOMOIIBIO PETUCTPALMHM HPOJYKTOB KHCIOTHOTO THIPOJIM3a XHTHHA
METOJIOM JKHJIKOCTHOI XpoMarorpadum.

Abstract. The overview of methods for determination the chitin and chitosan deacetylation degree has been
carried out. The optical density of chitosan samples with different molecular weight in the infrared has been
defined. The comparative results of measuring chitin deacetylation degree by the method of infrared
spectroscopy and using registration of chitin acid hydrolysis product by the liquid chromatography method have
been given.
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1. BBenenue

Pa3paboTka KOMIUIEKCHBIX MAJIOOTXOJHBIX TEXHOJOTMH IepepabOoTKM MOPCKHX THIPOOHMOHTOB, B
YAaCTHOCTH TIPOMBICJIOBBIX PaKOOOpa3HBIX, COCTABISIET OJHY M3 BAXHBIX 3aJad COBPEMEHHOTO DPa3BUTHS
PBIOOX03AHCTBEHHOTO KOMILIEKCA.

OCHOBHBIM TIPOAYKTOM YTHJIM3aIMK OOJBIINX OOBEMOB OTXOAOB IEpepabOTKH PpakooOpa3HBIX
ABJSIETCS XUTHH, KOTOPBIM BCIEACTBHE IUIOXOH pPAacCTBOPUMOCTH HE HAaXOAMT IIMPOKOTO HPUMEHECHHS.
XuMHUYECKUH THAPOIN3 XUTHHA (KACIOTHBIA M MIETOYHOM) MPENCTaBIseT COO0H BaXKHBIH MeToa MOAu(HKAINN
9TOr0 NPUPOIHOTO MOJHCAXAPHAA C LIENBIO TONYYCHHS XUTO3aHa, XUTOOIUrocaxapuaoB 1 MoHoMepoB (Opirosa
u op., 1989).

Hcropudecku TepMHUHBI "XUTHH' H "XUTO3aH" CIOXWIHCH, HCXOJ W3 TJIABHOTO Pa3iN4ds CBOWCTB
3THX TMOJHMCAXapuIoB, a HMMEHHO pACTBOPUMOCTH B pa30aBJIEHHBIX KHUCIOTaX. PacTBOPUMOCTb 3THX
MOJTUCaxapuIoB B clabbIX M pa30aBICHHBIX KHUCIOTAX OMNPEENeTCS CTENEeHBIO ACaleTHIMPOBAHHS, T.C.
coliep)kaHueM B MoOJeKysne cBoOOAHBIX amuHOTpymnm. Kornma cremeHs jgeanetwnupoBanust meHee 50 %,
OmomonuMep MPUHATO Ha3bBaTh XUTHHOM. [Ipm cremenm neanertmnupoBaHus 6onee 50 % (oObraHO Oonee
60 %) monmcaxapuJ, CTaHOBHUTCS pAcTBOPUMBIM B  pa30aBiEeHHBIX pacTBOpax OPraHUYeCKUX |
HEOPraHMYEeCKMX KHCJIOT. TakoW monucaxapuj] TMOJy4ddsl Ha3BaHWe XuTo3aH. OOBIYHO OTOT TEPMHUH
UCIIONIb3YeTCs IS TIyOOKO JiealeTHIMPOBAaHHOTO XHUTHHA, KOTOPBIN SIBJISIETCSl PACTBOPHMBIM B pa30aBlICHHOM
ykcycHolt kucnore (bvikosa, Hemyes, 2002; Ottoy et al., 1996).

XuTHH — JIMHEWHBI amuHOmoJMcaxapua, cocrosiumid w3 N-amerwn-2-amMuHO-2-71€30KHCH-
D-rinmkonnpaHO3HBIX 3BEHBEB.

CrpykrypHas popMyia XUTHHA ITpeCTaBlIeHa Ha puc. 1.
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Puc. 1. CtpykrypHas hopmyina "uneansHOro" XUTHHA
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Xwuro3zaH obpasyercs myteM N-geaneTmimpoBaHUs XMTHHOBOM MoJEKyIbl. [0 aeaneTmiimpoBaHHbBIX
eIUHHUL, ompexaenseMas Kak crerneHb peanerwiuposanus (DD), cocraBmser o6brano ot 70 mo 90 %. Otm
napaMeTphbl MOTYT U3MEHSATBCS B 3aBUCUMOCTH OT UCTOYHUKA XHTHHA M METOLOB TEXHOJIOTHYECKOH 00pabOTKH.
CrpykTypHas GpopMyiia YaCTUYHO JealeTHINPOBAHHOTO XUTHHA IIPECTaBIeHa Ha pHC. 2.
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Puc. 2. CtpykrypHas ¢popMyia YaCTUYHO JCaleTUINPOBAHHOTO XUTHHA

Crenenp anetwirnpoBanus (DA) xutuHa (WM XUTO3aHA) OIpefeseTcs KaK OTHOUICHHE KOJIMYecTBa
N-areTHiIrmoko3aMUHHBIX 3BEHBEB (N) K 001I[eMy YHCITy MOHOMEPHBIX 3B€HbEB B MOJIEKYJIE IOIMCaXapHua;

DA =n/(n+m). 1)

Crenenp peanerwiupoBaHus (DD) — 3To OTHOIICHHWE KOJMYECTBAa TIFOKO3aMHHHBIX 3BEHBEB (M) K
00IIeMy 9rcirly MOHOMEPHBIX 3BEHBEB B MOJICKYIIE ITOJIMCaXapua:

DD (%) =n/(n + M) = Naysmeit / Noguic = 1 — DA 2)

KpaiiHue CcOCTOSIHUS NPENCTaBISIOT COOOH  TONHOCTHIO — ACTHIMPOBAHHBIE M HOJHOCTBIO
JealleTHIINPOBaHHBIC MTOJIUCAXAPHUABI, KOTOPBIE MOXHO CUMTATh HICAIBHBIMI XHTHHOM U XUT03aHOM. OOBIYHO B
NPHUPOJIE HE CYIIECTBYET ITOJHOCTHIO allETHIIMPOBAHHOTO WIIH ICalleTHIIMPOBAHHOTO MOJIMCaXapHa.

XWTHH W XUTO3aH, SBJLACH IIOJIMCaXapuIaMHd IEPEMEHHOI0 COCTaBa, MPEACTAaBISIOT co00il cMmech
MOJMMEPHBIX MOJIEKYJ, OTJIMYAIOIIMXCS 10 MOJICKYJSIPHOM Macce, IO CTENeHU JealeTHIMPOBaHUs, IO
pacrpeeeH’Io OJHOTHITHBIX 3B€HbEB BHYTPHU MOJIEKYJIbI.

B nporiecce 1m1e04HOT0 ruaposIi3a XUTHHA POTEKAeT TIIaBHBIM 00pa3oM peakius JeaneTHIMPOBaHMUS.
B mponecce KUCIOTHOTO THAPONM3a XUTHHA MapajielbHO C peakiuedl TMApOojM3a TIIIMKO3MIHBIX CBS3ei,
NPUBOISIIEH K JECTPYKIHMHU H JACTOIMMEPH3aLMU, IPOTEKaeT peakuus AealeTminpoBanus. Ha nporexanue 3Tux
peakiuii MOTYT OKa3bIBaTh BIIMSHHE Takue (QU3MKO-XHMMHYECKHE CBOWCTBA XWUTHHA M XHTO3aHA, KaK CTCICHb
JealleTHIINPOBaHKs M MOJICKYJSIpHAs Macca.

IToCKOJIBKY CTeneHb NealeTUIMPOBAHMS SIBISIETCS Ba)KHOW XapaKTEPUCTHKONW XHTHHA W XHUTO3aHA,
oIpesieNsFonIeii HX CBOWCTBA U 00JNACTH NPHUMEHEHHMS, OCTAHOBHMCS Ha OCHOBHBIX CIIOCO0AX ee ONMpe/IesICHUsL.

CTeneHb JealleTUIMPOBAHUS MOXHO ONpenenuTbh MetojoMm wuHppakpacHor (MK)-cnekrpockonun
(Domszy, Roberts, 1985), motenimomerpudeckoro turposanus (Broussignac, 1968), KHCIOTHBIM THIAPOIH3OM C
MOCIIEAYIONIMM OMpEIETIeHHEM YKCYCHOM KucioTel xpomarorpaduueckumu meromgamu (Niola et al., 1993),
depmenraruapiM Tuaponmsom (Nanjo et al., 1991), meromom ymbrpaduoneroBoii (YD)-cneKTpOCKOIHH,
CIEKTPOCKOIMEN sIIEPHOr0 MarHUTHOTO pe3oHanca (Saito et al., 1987; Varum et al., 1991), MmeTooM KpyroBoro
muxpomsma (Domard, 1987) u smemeHTHBIM aHamu30M. HekoTOpble W3 3THX METOZOB HE MOAXOIST IS
HEepacTBOPHMBIX MJIM MaJOPacTBOPHUMBIX 0Opa3lOB XMTHUHA U XHTO3aHA. B Ipyrux merogax oOpasibl JOJKHEI
ObITh TINATEIBHO OYMINEHBI JUISl yJaJleHWsl HEepacTBOPUMOW (pakuuy, HEKOTOphle W3 HHUX JOPOTH,
XapaKTepU3YIOTCSI HEBBICOKOH TOYHOCTBIO, JUTUTENIBHBI TP BHIIOJTHEHHH.

Lenbro paboThl siBIsieTcsl 0030p M3BECTHBIX W HamOoJiee JOCTYITHBIX METO/OB ONPE/IEIECHHS CTEIEeHH
JlealleTHINPOBAaHUs XUTHHA U XUTO3aHa; ONPe/IeNICHHE ONTHYECKOH INIOTHOCTH 00pa3IoB XUTO3aHa C Pa3IMuyHON
MOJIEKYJISIDHOH Maccoil B MH(pakpacHOW o0JacTH CHEKTpa; CPaBHEHHE PE3YJIbTATOB ONPENENICHHS CTEIEHH
JlealleTHINPOBAaHUsl XUTUHA METOJIOM MH(PAKpPaCHOH CHEKTPOCKOIUHM W C MOMOIIBIO KHUCIOTHOTO THIPOJIHU3a
XUTHHA C TOCIENYIOUmeH perucTparied NMpoIyKTOB THAPOJIM3Aa METOJOM BBICOKO3(P(YEKTHBHONW >KHUAKOCTHON
xpomatorpadun.

2. MeTtoabl onpeaejJeHusi CTENEeHU AcaleTUJIMPOBAHUA XUTHHA

Hau6oinee JOCTYIIHBIMU ABJIAIOTCA METOJbI I/IK-CHCKTpOCKOHI/II/I, TMMOTCHIIUOMETPUICCKOTO TUTPOBAHUAA,
KHUCJIOTHOI'O TUApOJIM3a W 3JIEMCHTHOI'O aHaJun3a. Kamamﬁ U3 3THX MCTOJOB HMMECT CBOUW OOCTOMHCTBA H
HCOOCTAaTKH. TaK, HaOopuMep, METOAOM MNOTCHUHUOMETPUYCCKOTO TUTPOBAHUA MOXKHO OHNPCACIATH DD Toabko
PaCcTBOPUMBIX o6pa3u013 XWUTO3aHa;, JIs1  ONPCACTICHHUA CTCICHU ACalCTUWIMPOBAHUSA METOAOM UK-
CIIEKTPOCKOIIUHA HCO6XOZIPIMLI CTaHJapTHBIC 06pa3HLI ¢ m3BectHoi DD. HOBTOMy HCIOJIb30BAHUC PA3JIMYHBIX
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METOAOB JIA XapaKTCPUCTHUKU CTCIICHU ACALCTUIMPOBAHWUA XUTHMHA MW XWUTO3daHa IMO3BOJIACT OUCHUTH ITOT
MoKa3aTesb ¢ HanOoJIbIIeH JOCTOBCPHOCTHIO.

2.1. MeTop 3/1eMEHTHOI0 aHAJIM3a

DJeMEHTHBIM aHAIN30M CTENCHb JCaleTHINPOBAHMS ONPENEIIIOT KaK MPOIEHT a30Ta, PAaCCUNTAaHHBINA
[0 OPTraHMYECKOW (QpaKIUN aHATU3UPYEMOTO IMOJcaxapuaa. AHAIM3HPYeMBIH o0pasen CHKWUTalT IIpH
temmnepatype 600 °C, 10150 HEOPraHUYECKOTO BELIECTBA ONPEEIIIIOT B3BEIINBAHNEM OCTaTKa MOCIIE CKUTaHUS,
CTEICHb JIealle THIMPOBAHNS PACCUUTHIBAIOT 110 (hopmyte:

DD (%) = [(8,695 — N) / 1,799] x 100, 3)

rae 8,695 — mpolUeHT a30Ta B MOJHOCTHIO JIealleTHIIMPOBAHHOM XUTo3aHe; 1,799 — paznuna mexny 8,695 u 6,896
(TIpOLICHT B MOJTHOCTHIO aleTHAMPOBaHHOM XUTHHE); N (%) — IPOIIEHT a30Ta, paCCYMTAHHBIN MO OPraHUYCCKON
(hpakimy aHaTH3UPYyEMOTO MaTepHaa.

DJIeMEHTHBIN aHAJIN3 XapaKTePU3yeTCs] HEBBICOKOM BOCTIPOU3BOAUMOCTRIO PE3YJILTATOB.

2.2. MeToa NOTEeHMOMETPUYECKOr0 TUTPOBAHMS

MeTox OCHOBaH Ha IOTCHIMOMETPUYIECKOM THTPOBAHHH XJIIOPHUCTOTO BOIOPOJA, CBS3aHHOTO C
aMHUHOTPYIIIIAMH MOJICKYJI XUTO3aHa.

[MoTeHIOMETpHYECKOE THUTPOBAHHE PACTBOPOB XHWTO3aHA PACTBOPOM THIPOKCHAA HATPHUS TOYHOU
KOHIICHTPAIIMH MPOBOIIINA TpH rmomommu uoHoMepa AnmoH 4151 (HIIII "Wudpacnak-Anamut”, Poccus) c
marom 0,1 cm®. Tlomydennyio kpuByio (3aBucumocts pH pacTBOpa OT 00beMa THTpaHTa) rpaHuecKH
oOpabatbeiBau U Haxoauiud 00bembl TuTpanTa (NaOH), COOTBETCTBYIOIIHME TOYKAM 3KBUBAIICHTHOCTH COJISTHOM
KHCJIOTHI M COJITHOKHCIIOTO XUTO3aHa.

Crenenp mearietuupoBanus obpasia (DD), B mporieHTax, BEIYHCIISLIIH 110 Gopmyte:

DD =203,2 x 100 / [42,0 + 1000 Mg / (Craor dVrzor)], @)

rae My — Macca XUTo3aHa B HaBecke, T; Cnaon — TOYHAS KOHIIGHTPAIUS PACTBOPA THIPOKCHIA HATPUS, MOJTB/ M ;
dVnaoH — 00BEM pacTBOpa THAPOKCHIA HATPHS, NOMICANIMN HA THTPOBAHUE AMHHOTPYIII, CM3; 203,2; 42,0; 100;
1000 — mepecuyérHbIe KO3(DOUITUCHTHI.

3a OKOHYATENBHBII PE3yNbTaT MPUHUMAIHM CpejHee apu(pMETHUECKOe 3HAUCHHE PEe3yJIbTATOB TPEX
MmapauIeIbHBIX U3MEPEHUH, OTHOCHTEIEHOE PACX0XKICHHE MEXIY KOTOPBIMH HE MPeBHIIaio 2 %.

B jaHHOW paboTe METOJ MOTEHIIMOMETPUYECKOTO THTPOBAHUS MPUMEHsIH Ui omnpexaeneHus DD
00pa3loB XHWTO3aHOB, KOTOPBIE Jajee HCIOIb30BAIU JJsi TMOCTPOCHHUSI KaJIHOPOBOYHOrO rpaduka mpu
OMpEICIICHUH CTETICHHU ICAI[CTUIIMPOBAHUS METOIOM HH(PPAKPACHON CIIEKTPOCKOIIHH.

2.3. MeToa nHpakpacHoii CIeKTPOCKONMUMN

WudpakpacHas cnektpockonus (B Tabnerkax KBr mwim IuieHkax) IIMPOKO HCHOJB3YeTCs IS
oIpeieieH st CTETEHH JealleTUIIMPOBaHust XUTHHA U xuTo3ana (Domszy et al., 1985; Khan et al., 2002; Wang et
al., 2004).

Cnextpsl nornomennst B MK-obmactn 3anuceiBanu Ha uHQpakpacHoMm crekrpogporomerpe IR-420
(Shimadzu, fnonus) B muanazone uactotr ot 4000 mo 400 em™. Anamms npoBoui B naboparopun GI'BYIL
"[lonsipHblii  HAy4YHO-WCCIENOBATENbCKUI  MHCTHTYT  pBIOHOTO  XO3siicTBa W OkeaHorpaduu WM.
H.M. Kannosuua" (ITMHPO).

B paboTe ucnonp3oBaii KpabOBBIil XUTHH, MOJYYEHHBIH 10 TexHOoruu (Joneconsmosa, 2011). Ins
MPUTOTOBJICHUSI 00pa3loB C PAa3IMYHON CTENEHBIO JCalETUIMPOBAHUS U MOJIEKYJSIPHOW MAacCOM MPOBOJMIH
KHCJIOTHBI THAPOIH3 XMTHHA B PACTBOPE XJIOPOBOIOPOIHON KHCIOTHI ¢ KOHIeHTparmeil 1,0 Moms/mv° mpu
temniepatype ot 50 °C.

Monexymnspryro Maccy (MM) 00pa3noB, MOTydeHHBIX B IPOIECCE KHCIOTHOTO THAPOIN3a, ONPEACIISUIN
Buckosumerpuuecku (I1asnos, Cemonun, 1986). T'uaponinsoBanHbie 00pa3iis! A€aETHINPOBATH B CTAHIAPTHBIX
ycnoBusx. CTaHmapTHOE AeaneTuinpoBanue ruapoan3oBanaeix B HCI 06pasnos xutnnaa mpoBoAwiu B 50%-HoMm
pactBope NaOH mpu 100 °C.

B pabGore Yebomox u Op. (2006) OBLIO YCTAHOBIEHO, YTO B YCJIOBHSAX CTaHIAPTHOTO
JealeTUINPOBAHUS CTCIICHD TOIMMEPH3ALNH XUTHHA U XUTO3aHa IIPAKTUYECKH HE N3MCHSACTCS.

Uccnenyembie obpasipl m3menbyann Ha menpHuie T1-100 (C.M.T. Co., Ltd., Snonus) B TeueHue
15MuH ¥ J0BOOMIM O TMOCTOSHHOM Maccel BeicymmBanmem mpu 100 °C. KBr mnpemsapurensao
MEPEKPHUCTAIM30BbIBAI M3 BOIHOIO pactBopa u npokammBaau mpu 600 °C. KauectBo KBr mposepsun 1o
nHdpakpacHoMy mornomeHnto. s npuroToBieHus TabJIETOK MCIHOJNb30BalM cMech obpasua u KBr B
cootHomreHny 1:80 mo macce. Tabnerkn roroBuim u3 HaBecku 120 Mr cMecH (IuaMeTp M TOJNIIMHA TAaOJIETOK
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COCTaBIIAIIM COOTBeTCTBEHHO 13 m 0,42 MM), npeccoBanu nmoj gaBieHueM 650 krc/cm? B Teuenne 1 MuH pu
KOMHAaTHOM TeMIieparype.

Ha o6pasuax xutrHa u xuroszana ¢ DD or 0 mo 100 % panee Osuto ycranosiexo (van Scheltinga,
1995), uro Hambosee MOAXOMASAIICH U M3MEPEHHs OTMOPHOW YacTOTON sBisiercst 2878 emt, ITornomenne Ha
9TOH HYacToTe OOYCIIOBIIEHO BaJCHTHBIMH KojeOaHmsMu cBszeld C-H, u BemMUMHA ONTHYECKOW IUIOTHOCTH
COXpaHseTCs TIOCTOSIHHOH JUI1 OOpasloB C pa3sHOM CTENECHBIO JAealleTHINPOBaHMA. JledopmMannoHHBIM
xonmeGanmsM amuHorpymmsl (Amuz |) cootBerctByer wactota 1655 cm™. Ilpumep o6paGotkm MK crektpa
MIPUBEJEH Ha pHUC. 3.

|
100

80 G
60

40 |

20
A
0 ) ) )
4000 3400 2800 2200 1600 1000 400 v

Puc. 3. UK-cniexktp mororienus xutuna B Tadbnerke KBr. JIuHM 1 TOUKM OKa3bIBAIOT MPUMEp rpaduuecKoi
00paboTtku maHHBIX i pacyera DD. | — mpomyckanme, %; v — gacToTa U3IydeHHUs, CM

ONTHYECKYIO MIIOTHOCTH PACCUUTHIBAIM 110 (hopMyITam:
Aggrs = Ig(AC/AB), (5)
A1555 = Ig(DF/DE) (6)

CreneHp JealeTHINPOBaHNS 00pa3lioB ONpeAesUIN 0 KaTHOpOBOYHOMY TpaduKy, MOIydeHHOMY AJIS 00pa3IoB
XUTO3aHa ¢ wu3BecTHHIM 3HaueHueM DD (puc. 4). Crenenp jgeaneTwiavpoBaHUsS 00pa3lOB XHUTO3aHa,
UCTIONB3YEMBIX JJISI MTOCTPOEHHs KalnOpOBOYHOTO TpaduKa, ONpENeNsuId METOJOM ITOTEHIIMOMETPHYECKOTO
TUTPOBAHHS.

1655/ 2878

31

0 10 20 30 40 50 60 70 80 90 100
DD, %

Puc. 4. 3aBuCHMOCTB TIOTJIONICHUS XUTHHA/XUT03aHa B IK-001acTH OT CTEIeHN Icane THIINPOBAHHS.
Tabuerka KBr. Agss/Agg7s — OTHOLICHHE OITHYECKON ILIOTHOCTH Ha YacToTe 1655 cM ™ K ONTHYECKOi
IUIOTHOCTHU Ha OMOpHO# yactote 2878 CM'l; DD — crenens neanerwiupoBanus, %

HOJ‘Iy‘IeHHOC YpaBHCHUEC PEIrPECCUU UMECT BUA!
Augss/ Azgrs = —0,03 x DD + 3,1078, (r? = 0,9992). )

PeSyJ’ILTaTLI HU3Yy4YCHUS 3aBUCHUMOCTU OTHOCHTEIbHOI ONTHYECKOH IIIOTHOCTHU 06pa3u013 XHUTO3aHa C
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pa3IMYHON  MOJIGKYJISAPHONM  Maccoil W CTCNCHBIO  JCAllCTHIIUPOBAHHMS  MPHUBEICHBI HAa  pHC. 5.
A = A1655/Asg78 — OTHOCHUTENIBHAS ONITHYECKAS INIOTHOCTb.

A
3°r

o b e

60 65 70 75 80 85 90 95
DD%
Puc. 5. 3aBHCHMOCTE OTHOCHTEIBHOM ONTHYECKOH ITIOTHOCTH 00Pa3IIOB XUTO3aHA C PA3IMNIHON MOJICKYIISIPHOM
Maccoit OT creneHu aeanermwinpoBanus. MM = 510650 [Ja (A ), 50270 Ha (o) u 10650 (o)

W3 puc. 5 cnemyer, 9TO OTHOCHTENBHBIC ONTHYECKHE IUIOTHOCTH OOpa3loB XHWTO3aHA C OJMHAKOBOM
DD, Ho paznuaHoit MM npakTHdecky coBmanatoT. VI3 moTydeHHBIX Pe3yIbTaTOB MOXHO CIEATh 3aKII0YECHHE O
TOM, YTO KaauOpoBOUHOW 3aBUCHMOCTBIO A — DD, mpuBeneHHOW Ha puC. 5, MOXKHO IOJB30BaThCS IJIf
OIIpe/IeICHUsI CTETICHH JIealle THIIMPOBAaHMs 00pa3LoB, XapaKTePU3YIOMINXCS Pa3InUHON MOJIEKYIISIPHOH MacCou.

K HenmoctatkaM ompesneneHHs CTENEHH AealeTHInpoBaHus MeTofoM HWK-CHekTpocKomuu MOXKHO
OTHECTH HEO0OXOJMMOCTh OIPE/ICICHHS CTEIICHH JIealleTHINPOBaHU 00pa3loB, HCIOIb3YEMBIX JUIS TOCTPOCHUS
KaIMOpPOBOYHOH 3aBHCUMOCTH, NPYrMMHU MeToaamu. Yaine Bcero Iyl MOCTPOEHUs] KaJuOpOBOYHOTO rpaduka
HCTIONIB3YIOT PACTBOPUMBIE 00Pa3libl XUTO3aHOB, DD KOTOPBIX ompezenseTcs MeTOJ0M MTOTEHIIHOMETPHUECKOTO
tuTpoBaHus. [lomydeHHyro Juis 0OpasloB XWTO3aHa 3aBUCHMOCTh A — DD skcTpamoimpyioT 10 HyJIEBBIX
3HaueHuit DD.

2.4. MeToa KUCJOTHOIO FHAPOJIN3A

[lepcrieKTHBHBIM METOJIOM JUIsl OTIPEZIECIICHHUS CTEIICHH ACalleTIIINPOBAaHNS XUTHHA B tuanazone DD ot
0 mo 100 % siBsieTca KUCIOTHBIM THAPONN3 MOJHCAXaphaa C MOCIETYIONUM KOJIUYECTBEHHBIM OIpeAeICHIEM
BBIJICJIMBLICHCS B IPOIIECCE JIealleTHIMPOBAHUSI YKCYCHOM KHUCIOTHI. BriepBble 3TOT MeTOA ObLI HCIOJIb30BaH
JUTSL OTIpeJIeTICHHsT alleTHIRHBIX TPYII B ApeBecuHe U comyrcTByromux usnenusx (Niola et al., 1993). B pa6orte
Niola et al. (1993) rumposn3 XuWTWHA OPOBOJMIM B TPHCYTCTBHH CEPHOH M IIABEJIEBOM KHCIIOT, YTO
yBenu4yrBaeT (G (GEKTHBHOCTh Ipollecca THAPOJM3a, T.K. CepHas KUCIIOTa YAaCTUYHO JICTIOJIMMEPU3YeT
HoJjmMcaxapmli, CHIDKas €ro MOJEKYJSIDHYIO MacCy, a Jajee IIaBejeBas KHCJIOTa JealeTUIUpPYeT.
Beiensitomytocss mpu lealleTHIMPOBAHWM XHWTHHAa W XHTO3aHAa YKCYCHYIO KHCIIOTY aBTOPBI 3TOH pPaboThI
omnpezensimu crektpodoromerpuueckn Ha A = 210-215 HM mocie paszeneHus PeakIMOHHONW CMECH METOI0M
JKUJKOCTHOW XpoMmarorpaduu. ITOT METOA NPUMEHHM JUIs IOJIHOTO JWalia3oHa CTeNeHel aleTHIMPOBaHMS,
pesynbTatel ompeneneHuss DD coBmamaioT C pe3ynabTaTaMu, IOJMYYEHHBIMHM JpPYrMMH MeTogamu. Merton
KHCJIOTHOTO T'MIPOJIM3a XapaKTeph3yeTcs HEMPOIOKUTEILHBIM BPEMEHEM aHallu3a 10 CPABHEHHIO C JIPYTUMH
METOJIaMH.

Jnst onpezieneHus CTENEHH JealleTHINPOBAHUSI METOJIOM KHCIOTHOTO THIpOJiM3a B JaHHOW pabore
UCIIONIb30BaIM  00pasibl KpaboBoro XxutuHa. Jlisi NpUroTOBNIEHHs OOpa3lOB C pa3IM4HOW CTENEeHbIO
JleareTIIINPOBaHNS IPOBOAMIN THAPOIN3 XUTHHA B 1 H xiopoBoxopoanoi kuciore (HCI) B Teuenue 5, 10, 20,
40, 50 u 60 mum. [lonydeHHBIe TakKuM 00pa3oM 0OpasLbl Jatee oOpabaThIBaTH cMechio ABYX Kuciot (0,5 cm
12M H,SO, u 2,0 cm® 0,0063 % pacTBopa AMIMAPAaTa MIABENEBON KHCIOTHI) B 3aMasHHBIX AMITYIax MPH
temneparype 155 °C B Teuenne 1 4.

Jdnst xpoMaTorpad)uueckoro aHain3a THAPOJIM30BAHHBIE B aMmIlyslax B NPHCYTCTBHH CEPHOM M
IIaBEJICBOM KHUCJIOT 00paslbl XUTHHA TOTOBWIIHM CIEIYIOIIMM 00pa3oM: aMITyibl pa3OMBalld, WX COAEPKUMOE
KOJIMYECTBEHHO IIEPEHOCHIM B KOOy, HeWTpaim3oBanmu H30BITOK KHCIOTHI pactBopoM Ba(OH), mo
pH = 2,0-2,5, noBoxutu 06beM pacTBopa 10 50 cM®, ymansum 06pasoBaBILHiics HEPACTBOPUMbIIA CyIb(aT Gapus
nentpudyruposanueM (Ha nenrpudyre OITH-8 npu ckopoctn 8000 06/Mun B Teuenue 20 muH). Paznenenue
MPOIYKTOB THIPOJN3a XUTHHA TOCIEe OOpabOTKH CMEChIO KHUCJIOT (CEpHOH W IIaBeJICBOH) W KOJIUYECTBO
BBIJICTIMBIICHCST YKCYCHOM KHCJIOTBI ONpENENsUId METOJOM JKHIKOCTHOM XpomaTtorpadmu Ha mpuOOpe
"Munmxpom-4".
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[lepen BBenenumem uccieayemMoro obpasia B XpOMaTOrpaduuecKylo KOJIOHKY €ro IMpeaBapUTEeNIbHO
¢buIbTpOBaANM Yepe3 MeMOpaHy U3 HepKaBerollel ctanu ¢ pazmepom nop 0,45 MKM.

Paznenenue mpoaykToB rumposusa mpoBogwin Ha komonke Nucleosil C-18 (150x4 mwm, 5 MkM).
DJroeHT — OMaucTUUIMpoBaHHas Boja ¢ gobasienueM 0,05 % opTo-¢pochopHON KUCIOTHI, CKOPOCTH MOJaYH
40 mx/mMuH, 00BbeM BBOAMMOHM TpoOBl — 10 Mxi. Bexomsmue ¢paknuy perucTpupoBai C HOMOIIBIO
Y®-gerexropa Ha AIHHE BOTHBI 214 HM.

Ha puc. 6 B kauecTBe mpumepa IPHBEICHBI XPOMATOTPaMMBI 00pa3LOB XWUTHHA (BpeMs THIPOIU3a
o6pasnos B HC1 5 u 10 mun). [ 1pyrux BccieqoBaHHBIX 00pa3IoB HOIYICeHB aHAJIOTHYHBIE Pe3yIbTAThI.

Al

0.045
0.040
0.020 0.035

0.030 7.3
0.015

2 0.025
0.020
0,010

0.015
0.005 0.010

0.005
0.000
214 v 0000131 ve

-0.008

-0.005

0 1 2 3 4 5 6 7 8 MU 0 1 2 3 4 5 6 7 8 M

Puc. 6. XpomaTorpammbl 00pa3IioB XUTHHA: a — BpeMs ruapousa 10 MuH, 6 — BpeMs TUAPOJIH3a 5 MUH.
ITuk 1 — maBeneBast KMCIOTa, MUK 2 — YKCYCHAast KUCIOTa

Kak BHIHO M3 XpOMATOTpaMM, B YCIIOBHSAX SKCIIEPUMEHTA MOJIYUEHO pa3eieHue XpoMaTorpapuuecKux
[OMKOB YKCYCHOM U miaBesieBoil kuciaoT. CTeneHb JealleTHIMPOBAHKS ONPEAS/SUId [0  KOJMYECTBY
BBIICNHUBIIIEHCS YKCyCcHOM KucnoThl o Gopmyine (Niola et al., 1993):

DD (%) = [161 X / (43 — 42 X)] x 100, ©)

rae 161 — MonekysipHasi Macca 3BeHa 2-aMHMHO-2-/1e0KkcU-D-rimoko3bl; 43 — MoneKkynsipHas Macca aleTHUIIbHOM
rpymmsl; X = mJ/M (M, — KOJMYECTBO BBIACIUBILECHCS YKCYCHOW KHCIOTBI, M — KOJMYECTBO MOJHCaxapHia,
B3TOr0 Ha aHaJIM3).

PesympTaThl OmIpeneseHHs CTENCHH JealeTHIMPOBAHMA XHTHHA KHCIOTHBIM THAPONU30M, C
NOCIEAYIONIMM pa3elicHHeM IMPOAYKTOB THIPOJIHM3a METOJOM >KHIKOCTHOH Xpomarorpaduu NIpUBEICHBI B
Tabm. 1.

Tabnmma 1. CteneHs neane THIIMPOBAHUS XUTHHA, OTIPEIeICHHAs KHCIOTHBIM THAPOIH30M,
C MOCJIEAYIOIINM Pa3JIelIeHHEM MPOTYKTOB THAPOJIN3a METOOM KHIKOCTHOH Xpomarorpaduu

Bpewms ruaponusa, Mux - 5 10 20
DD, % 1,02 4,4 8,8 16,1

B Tabin. 2 npuBeneHbl CpaBHUTENBHBIE PE3yIbTAThl ONPEEICHUS CTEIICHN JIealleTHIINPOBaHNS XUTHHA
MeTtogoM MK-cnekTpockonmuu M METOAOM KHCIOTHOTO THAPOJIH3a C MOCIEAYIOIUM pa3feleHHeM NPOLYKTOB
THAPOJIM3a METOJOM >KHAKOCTHOM Xpomarorpaduu. [yt mpurotoBiieHHs oOpaslioB C Pa3IM4YHOW CTETEHBIO
JlealeTIIMpoBanust mposoamiy ruposn3 xutuHa B 1 H HCI B Teuenne 40-60 MuH.

Tabmuma 2. CteneHp AealeTHINPOBAHNS XUTHHA, OTIPeAeIEHHAs METOJIOM
HK-cnekTpockonuu 1 METOA0M KHUCIOTHOTO THAPOIN3a

Bpewms ruaponusa, Mux 0 40 50 60
DD, % (MeToa KHCIOTHOTO THIPOIIH3a) 1,02 39 46 48
DD, % (metox MK-criekTpockonun) 1,2 43 50 51

HOHy‘IeHHBIC PE3YIbTATBl OHNPECACICHUA DD METOAOM KHCJIIOTHOI'O TIuUApOJIM3a C MOCICAYHOIIUM
pa3zaciaceHueM IMPOAYKTOB THUAPOJIKM3a € MOMOLILIO )KHHKOCTHOﬁ XpOMaTOl”pa(l)I/II/I XOpo1o corjiacyrorcsa ¢
JAaHHBIMHU 1O OIIPEACIICHUIO CTCTICHU ACAlCTUIIUPOBAHNS B o6pa3uax XHUTHHA MCTOJJO0M I/IK-CHCKTpOCKOHI/II/I.
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3. 3aku04eHue

1. Iloka3aHo, YTO OTHOCHTENIbHBIE ONTHYECKHE IUIOTHOCTH OOpa3lOB XHTO3aHAa B HH(PAKPaCHOI
00JacTH CIeKTpa ¢ ONUHAKOBOW CTEIEHBIO MACAlCTHIMPOBAHUSA, HO pa3IMYHOW MOJEKYJSIPHOW Maccoit
MPaKTHIECKU COBMANAIOT.

2. 3HaueHWs CTENEHHU [CalleTHIMPOBAHUS OOpAa3LOB XWTHHA, ITOJYYEHHBIE METOJOM KHCIOTHOTO
THAPOJIM3a C TOCIEAYIOIUM pPa3[JeleHHEM HPOIYKTOB C IMOMOINBIO JKHUAKOCTHOH XpOMaTorpaduu, XOpOIIo
COTJIACYIOTCSl B JAHHBIMH II0 ONpPEIEICHUIO CTENECHM [EalleTIINPOBAHUS, IONydeHHbIMH MeTogom MK-
CIEKTPOCKOTIHH.

HayuHo-uccnenoBarenbckass pabora BbIMoNHEHAa B pamkax peamnsamuu OIII "Hayunsle u HayyHo-
nejarorndeckye Kaapsl HHHOBaIoHHOH Poccun” Ha 2009-2013 rr.
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