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HUTPATHI HEJUIIOJI03bI U3 HOBOI'O UICTOYHUKA
HEJIJIIOJIO3bI - IIVIOJOBbBIX OBOJIOYEK OBCA

SxymeBa A.A.
OI'FYH «Hncmumym npobiem XumMuKo-3HepeemuieckKux mexHoni02utly
Cubupcrozo omoenernuss PAH, Buiick, e-mail: Yakusheva89 21.ru@mail.ru

VccenenoBaHo HUTPOBAHHE TEXHUYECKOH IEJUTIONO3BI, ITOTyYeHHON U3 HOBOTO MCTOYHHKA IIEJITIONI030COMep-
JKAIIETO CBHIPbSI — OTXO/I0B 3¢PHOIEPEPAOOTKH KPYIHBIX IIPOMBIILICHHBIX 3JI€BATOPOB — IIOAOBBIX 000I0UCK OBCa,
IPOMBIIUIEHHONW CEPHO-a30THON CMEChIO. YCTaHOBJIECHO, YTO CBOMCTBA HUTPATOB LIEJUIOI03bl, CUHTE3UPOBAHHbBIX
B OJITHAKOBBIX YCJIOBUSIX C HOCIEYIOIIeH cTaOMIN3alHeil B aBTOKJIaBe, XapaKTePU3YIOTCsl OJIM3KUMU 3HAUCHUSIMH:
cteneHu 3amemienus 2,19-2,28, Baskoctu 8-18 cIl, pactBopumocTu B cupToddupHOil cMecu 6onee 95 % u BbI-
xoza Ha ypoBHe 80%. MeTogoM pacTpoBOil AMEKTPOHHONH MHUKPOCKOIHMH OXapaKTepH30BaHbl MOP(OIOrHICCKHIEe
0COOEHHOCTH TEXHHYECKOU LEIUIIOIO03bI, OIyYeHHOH a30THOKUCIIBIM CII0COO0M U3 INIOOBBIX 000JI0YEK OBCa, H e
HHUTPATOB. YCTaHOBIICHO, YTO HUTPATHI LIEJLTIONIO3bI IPEACTABISIOT COOO0I CMECh PasINYHBIX MO (hOpPME U pasMepam
BOJIOKOH, MPEJ/ICTABICHHBIX B BHJIE IUIOCKHX yelryek. [1oka3aHo, 4To BOJIOKHA HUTPATOB LEJUIIOI03bI B OCHOBHOM
COXPAHSIOT ()OPMy BOJIOKOH HCXOIHOM IEJITIONO3BI C yBeIH4eHneM B oobeme. Merogom UK-cnekrpockomnyn mox-
TBEPIK/ICHO, YTO MOIyYCHHBIC HUTPATHI LEJUTIOI03bI 10 OCHOBHBIM XapaKTEPUCTHYECKHM YaCTOTAM COOTBETCTBYIOT
KJIACCHYECKMM HUTPATaM LIEIUTFON03bI. AMITYJIbHO-XPOMATOrpaiueCKiUM METOIOM YCTaHOBIICHO, YTO MOTyYEHHbIC
MIPOYKTHI SIBISTIOTCS. XUMUYECKH CTOMKIME COSIMHEHUSIMU.

KiioueBbie cj10Ba: 11010BbIe 000JI0YKH 0BCA, TEXHUYECKasH He/L110/1032, HUTPOBAHHE, ABTOKJIABHPOBAHHNE, HUTPATHI
LeJITI0JI03bI, PACTPOBasi JIeKTPOHHAsE MUKpockonusi, UK-cnekTpockonusi, XuMH4ecKast CTONKOCTb,
aMIyJbHO-XpoMaTorpaduyeckuii MeTox

CELLULOSE NITRATES FROM A NEW CELLULOSE SOURCE - OAT HUSKS
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As a result of nitration of the cellulose derived by the nitric-acid process from oat husks on a pilot plant, the
cellulose nitrates were obtained by a mixed acid, HNO, — H,SO, — H,0, with similar characteristics: substitution
degree of 2,19-2,28, viscosity of 8—18 cPs, and solubility in the alcohol-ester mixture of over 95%. The nitrates
were found be similar in main indicators to the standard colloxylin «N». Scanning electron microscopy revealed
that the fibers of the oat husk cellulose nitrates represent flat flakes distinct in shape and size. During the nitration,
the oat husk nitrocellulose fibers swell out, preserving the fibrous structure of the initial cellulose. IR spectroscopy
confirmed that the resultant cellulose nitrates correspond in the main characteristic frequencies of 1664—1660,
1646-1630, 1270-1280, 826815, 748-740, and 688-685 cm! to classical cellulose dinitrates. The comparison
between the obtained spectra and IR spectra of standard colloxylin-«N» indicates that these polymers have similar
structures. The ampoule-chromatographic method established that the products obtained are chemically stable

compounds, as the volume of NO evolved upon thermostating does not exceed 2,5 mL/g.

Keywords: oat husks, cellulose, nitration, autoclaving, cellulose nitrates, SEM, IR spectroscopy, chemical stability,

ampoule-chromatographic technique

B Hacrosiee Bpemsi akTyaJIbHOM 3ajadeit
SIBJISIETCS] IOUCK aJIbTEPHATUBHBIX HCTOYHUKOB
CBIPbS U TPOM3BOACTBA BOCTPEOOBAHHBIX
MapoK HUTPATOB LIEJUTIOIO3bI.

[TmomoBeie obomoukm oBca (ITOO) — co-
crapisifomne 10 28% OTXOmOB 00pabOTKH
OBca — paHee paccMaTpUBAINCh B KayeCTBE
MPOMBIIUICHHO 3HAYUMOIO HCTOYHHMKA JIJIsI
npousBonacTBa kcwiura [8]. IIOO mpencras-
JISTIOT cO00H KaTmOpOBaHHOE TIPHPOION CHIPHE
(pa3meps! yactur B quanazone 0,007—0,012 m)
¢ coaepkanueM 1emtono3sl 35-40% u pas-
MEIIAIOTCS HEMOCPEACTBEHHO B IIPOMBIIILICH-
HBIX pailoHax Ha sneBaropax. B UIIXOT CO
PAH BbINONHEHBI NPUOPUTETHBIE HCCIEAO-
BaHMs 0 MOJYy4YeHUIO0 wLemnono3el u3 1100
[1, 3], mpuromgHOW /IS CHHTE3a MPOCTHIX
[11, 2, 9] u ciiokHbIX 3¢upos [13, 12].

Lenbio gaHHON pabOTHI SIBISUIOCH MTOTyYe-
HUE HUTPATOB IEJUTIONO3bI U3 IJIONOBBIX 000-

JIOYEK OBCA CO CBOMCTBAMU, OJIM3KUMU K IITAT-
HOMY KoJiTokcuiuHy «H» [8, 6].

MarepuaJjibl 4 METOAbI UCCJIETOBAHUS

B kauectBe 00beKTa HCCIIEIOBAHHS HCIIONB30BAIN
TEXHHUYECKYIO IIEJIII0NI03Y, TIOJyYeHHYIO a30THOKUCIIBIM
crioco6om u3 [1OO na onbiTHOM npousBoactee UIIXOT
CO PAH.

Hutparsr nemmonosst (HL) momydanu cnenyrommm
00pa3oM: HaBECKy LIEJUIIONO3bI C BIXKHOCTBIO HE Ooree
5% maccoit 50 r 0OpabaTbIBaIi CEPHO-a30THON CMECHIO
¢ maccooit nosert (m.1.) H,O 14%. Hurposanue Benn
B OJIMHAKOBBIX yCJIOBUSX. MOy/Ib HUTPOBAHHS COCTABUIT
1:25. IIpoMsbITHIE 10 HETpanbHOI peakuny 06pasisr HIT
CTaOMJIM3UPOBAIM IIPU HENPEPHIBHOM IEepeMEIlINBaHUU
no cxeme: Bapka B H,O B Teuenne 1 1 npu 80-90°C, ap-
Toknasuposanue B 0,3 %-m pacteope HNO, B Tedenue
90-150 mun nmpu 130°C, Bapka B 0,03%-m pacTBOpe
Na,CO, B teuenue 3 4 npu 80-90°C, s3arem cnosa 8 H,0O
B Teuenue | 4 mpu 80-90°C. BricymieHHble pu TeMIIe-
parype (100 + 5)°C o6pa3ust HL] ananuzuposamy.
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M.n. a3ora (CTemeHb 3aMEUICHHUS) ONpPEIeIsTH
(deppocyb(haTHEIM METOOM [5], KOTOPBIH OCHOBaH Ha
omblieHur HIl KOHIIGHTpUPOBAHHON CEpHOM KUCIOTON
Y BOCCTAHOBJICHUHM OOpa30BaBILIEHCS a30THOM KHCIOTHI
cynedarom xenesa (II) mo oxmen aszora, kotopas c u3-
OBITKOM ITOCIIETHETO 00pa3yeT KOMILIEKCHOE COCANHEHHE
[Fe(NO)]SO4, okpammBaromee pacTBOp B JKEITOBATO-
po3oBslii 1BeT. Bsskocts HII onpenensiiun usmepenuem
BpeMeHH ncteueHust 2 %-ro pactsopa HI| B anetone u3
KanwuisipHoro Buckosumerpa — BIDK-1, pactBopumocts
B CIUPTOI(UPHON CMecH — (HIBTpanuell HepacTBOPHU-
Moro B criptoadupHoil cMecu ocrarka HI ¢ mocieny-
IOILEN CYIIKOW M B3BEIIMBAaHUEM. M. 1. 30J1bI ONPEAETSIIN
o Meroxy [10], KOTOpBIi OCHOBaH Ha MEIJICHHOM Pa3Jio-
skeHuy HII KOHIIeHTpUpOBaHHOM a30THOM KUCIOTOH Ipu
Harpe€BaHuu, MOCJICAYIOLIEM CXKUI'aHWW U B3BCIIMBAHUU
MIPOKAJIEHHOTO OCTAaTKa.

Beixon HII (o xomnmokcununy «Hy») paccauran mo
dopmyne

W= (mnp'Mr(H)' 1 00)/mm'Mr(HH),

rhe m, — Macca Mojy4eHHOro obpasua HII, r; Mr(Ll) —
MOJIEKYJISIpHAs Macca OTHOTO JIEMEHTapHOI'O 3BEHa LeJl-
Mono3bl, 162 r/mMonb; m  — Macca o0pasia IeUTIoNIo3bl
quist aurpoBanus, 50 r; Mr(HL]) — monexynsapras macca
oJiHOTO AteMeHTapHoro 3BeHa HII B 3aBucumoctu ot cre-
nenn 3amernienust HL (ta6m. 2), /mois [6, ¢. 238-239].
Mopdonoruto  MOBEpXHOCTH  BOJOKOH — H3ydYa-
1 METOIIOM pAaCTPOBOM OJIEKTPOHHOW MHKPOCKOITUH

(POM) Ha CKaHHPYIOIIEM 3JIEKTPOHHOM MHKPOCKOIIE
JEOLGSM 840 (SInonnst) mocne HanmbuteHnst Pt Tommu-
Hoit ciost 1-5 uM. MK-cniektper o6pasnos HI| perucrpu-
poBanmu Ha crekrpomeTpe «Muppamom-801» (Poccus)
B auamazone gactot 4000-500 cm'. JIast CheMKH CIIeK-
TPOB TpeccoBald TaOIeTKH B OpoMHje KalUsl B COOT-
HomeHun HI[:KBr=1:150. Xumuueckyro CTOMKOCTb
obpasuos HIJ onpexnensim ammynpHO-Xxpomarorpaduye-
CKUM MeTosIoM [4]. OObeM M COCTaB BBIACITUBIINXCS Ta-
30B ONpeessUIN Ha Ta30BOM xpomarorpade «Kpucram-
2000M» (Momxkap-Oma, Poccust) ¢ AETEKTOPOM IO
TEIJIONPOBOIHOCTH.

Pe3yiabTarhl necenoBaHus
U UX o0cy:KIeHne

s MONMyYeHUs: BBICOKOKAYECTBEHHBIX
HII npumensiercst chIpbe, colepraliee He
MeHee 92 % o-TeJUTI0NI03bI C CyMMapHBIM KO-
JIMYECTBOM HEIICJUTIONIO3HBIX TPUMeced OKO-
mo 1,2% [6]. Lemmionosa, momydeHHash Ha
OINBITHOM TPOU3BOACTBE (Tabm. 1), mpakrtu-
YECKH Y/IOBIETBOPSET TPEOOBAHHUSM IO M.JI.
o-1emumono3sl — 91%, HO Mo cymMMapHOMY
KOJIMYECTBY HEIEJUTIONIO3HBIX KOMIIOHEHTOB —
3,4% — ycTynaeT MPOMBIIIUICHHBIM IIEJITI0N0-
3aM. CrietyeT OTMETHTh BBICOKYIO CTETICHb IO~
mumepu3zanuu (CIT) TL ITOO — 1160.

Tadanma 1

CgoiictBa TLI, momydenHoii u3 [100O a30THOKHCIBIM CITIOCOOOM Ha OIBITHOM ITPOU3BOACTBE

HanmenoBanue | M.JI. o-ICIIIONIO3EL, M. 1. ocTaTOYHOTO o o
obpasia % CII uramnna, % 301bHOCTD, % | M. 1. eHTO3aH0B, %
TII TIOO 91 1160 0,19 0,13 3,08

B Tabn. 2 mpencraBieHbl XapaKTePUCTHU-
ki " BbIXonbl oOpaszno HII. Ilomyuennsie
obOpasubr HI[ xapakrepusytorcs OMM3KHUMH
3HAYCHUSIMH CTEIeHU 3amerneHus 2,19-2,28
u Beixoga 76—82 %. Bsizkocts o6pazmoB HIJ
HaxoauTcs B auana3zone 8—18 cIl (ans mrar-
Horo komtokcmimHa «H» — 8,5-15,8 cll).
B coorBeTcTBUM C TpeOOBAaHUSAMHU K KOJUIOK-

CWJIMHAM OIpeleieHa M.J. 30JIbl, JUuana3oH
kotopor Bapeupyercs ot 0,16 mo 0,24 %
Y HECKOJIbKO TIPEBBINIACT OXKHIaeMble HaMH
0,15%. Bo3MoxHO, 3TO 0OYCIIOBIICHO IOTE-
pPSMH IEJUTFOJIO3bI B MIPOLIECCE HHUTPOBAHUS
Bcnenacteue aectpykuuu B PKC, yto mom-
TBepkaaercs Beixogamu HII Ha yposue 79 %
(cpemHee 3Ha4YeHHE).

Tadnauma 2
XapakTepUCTUKH U BBIXOABI 00pa3uoB HL|
XapaKTepI/ICTI/II:I/I HIT Bhixort (110
Haumenosanue o6pasia CTCICHD BA3KOCTb 2%-T0 KOJUTOKCHJTHHY
3aMeIIeHus1/ pactBopa HIJ M.J1. 307161, %0 «H»), %

Mr(HIT) B arerone, cll ’
HII-1 2,28/263 18 0,18 82
HII-2 2,25/263 10 0,24 79
HII-3 2,19/261 8 0,16 76
Komnoxcnmua «H» 2,21-2,35 8,5-15,8 He 6oiee 0,15 —
KonnokcuinHel 1akoBbIe 2,23-2.35 0,6-10,6 He 6omee 0,15 -
Komnoxcniua T1akoMacTUYHBIN 1,87-2,38 6,0-15,8 He 6oiee 0,15 —

[Ipumevanue. Mr(HL)— monekymsipaast Macca oqHOTO aneMenrapaoro 3seHa HII B 3aBucumo-

ctH OoT crenenu 3ameriennst HII, r/moss.
PactBopumocTs 06pa3zmos HII B criupro-

a¢upHOH cMecH (B TaOII. 2 OTCYTCTBYIOT) — 00O-
nee 95%. CpaBHeHHE XapaKTEpPHCTHK OIBIT-

HBIX 00pa3roB HII co cBoiicTBamMHU MITaTHOTO
KoJokcuimHa «Hy» neMoHcTpupyeT 01M30CTh
OCHOBHBIX mOKazareje. OuUeBHUIHO, 4YTO
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KOPPEKTHPOBKA 3HAYCHUN BAZKOCTH IIPH U3Me-
HEHUH PE)KMMOB aBTOKJIABUPOBAHHUS ITO3BOJIUT
MOJIYYUTh U JIPYTHE Pa3HOBUIHOCTU KOJUIOK-
CWJIMHOB, UCIIOJIb3YEMbI€ B COOTBETCTBYOIIUX
obmacrsix [8, 6].

Hapuc. 1, a, B, npuBeneHs! pOTO pacTpoBOit
ANMEKTPOHHOW MuKpockonuu (POM) ncxomHoi
TLI I[TOO, koTopas npencTasisieT coO0H CMECh
pasnu4HbIX 10 GopMe U pa3MepaM LEeITIOI03-
HBIX BOJIOKOH, HAIIOMHHAIOIIUX IUIOCKUE Ye-
wyiky. J[TMHA BOJIOKOH COCTAaBISIET MPUMEpP-
HO 230-400 Mxwm, TommuHa — 14—70 mxwm. [Ipu
yBenuaeHun B 1000 pa3 (puc. 1, B) oTuemmBo

BHJIHO, YTO TOBEPXHOCTH IEJUTIONIO3HOTO BO-
JIOKHA TajiKast, 0e3 BUAMMBIX HAJTOMOB U pa3-
PBIBOB Ha Ooliee MelKHe 4acTHIbl. MeTomoM
POM (puc. 1, 6, r) mokazaHo, uto BojokHa HI]J
B OCHOBHOM COXPaHSIOT ()OpMYy BOJIOKOH HC-
XOIIHOM TIeJUTroNo3bl. [linHa BOIOKOH 00pasia
HII B nponoiabHOM HaIlpaBlI€HUM COCTABIISET
250420 mxm™, B nomnepedHoM — 30-70 mMKm.
[Tpu ysenmuennn B 1000 paz (puc. 1, T) MOX-
HO yBHUJETb, uTo BojokHa HII cranossrcs 60-
nee 00bEMHBIMH MO CPABHEHUIO C BOJIOKHAMH
HUCXOIHOH 1EeJTI0103bl. II0BEpXHOCTH BOJIOKOH
HII ocTaercs rmaakon.

Puc. 1. Bonoxkua TI{ I100 u HI]-2:
a, 6—x200; 6, 2—x 1000 (pomo POM)

B UK-cnekrpax o6pasnos HI[ mpucyt-
CTBYIOT IIOJIOCHI TIOIVIOIICHHUSI, OTIMYAIOIIUE
UX OT CIEKTpa MCXOTHOH MLeiuItono3sl. B 00-
nactu 1700-1500 cM™'  mepekpbiBaroTcsi He-
CKOJIbKO mosioc. [lo nuTepaTypHbIM JaHHBIM
[7], momoca B ob6mactr okoiao 1664—1660 cv!
ornecena K v (NO,) HUTpaTHBIX TPYMII, CBS-
3aHHbIX ¢ CH-rpynmamMu TIrOKOMUpPaHO3HBIX
wuksioB HIL (monoxenne C W/AIu C(3)), Io-
noca 1646-1630 cv—' — k va% O,) HUTPATHBIX
rpymm, cBsa3aHHbix ¢ CH -rpynmaMu  miroko-
MMMPAHO3HBIX ITHKIOB HI_7[ (TonmoxxeHme C(é))
(puc. 2). DTo XOpOIIO COINACyeTCsl C JaHHBI-
MU 110 oTHeceHuto 1onockl v (NO,) HuTparo
MEPBUYHBIX ¥ BTOPUYHBIX CITUPTOB. M3BeCTHO,

uro 3amemenne NO, rpynnb Ha H npeumymie-
CTBEHHO NIPOMCXOANUT B ronoxkennu C 1 B He-
paBHO# cTeneHu B moioxeHus X C X C ) [8].

[lomocel,  mosiBistOLIMECS B 00JacTu
1270-1280 cM!, COOTBETCTBYIOT  BaJICHT-
HBIM CHMMETPHYHBIM KOJEOaHMSAM HHUTpAT-
HeIX rpynim. [lomocsr mpu 826815, 748-740
1 688—685 cM' COOTBETCTBYIOT KOJIEOaHUSM
HUTPATHOH rpynnbl: BaneHTHOMY V (NO,), Be-
epaomy v, (NO,) ¥ HOKHMYHOMY S(NOZ) co-
OTBETCTBEHHO.

ITockonbKy CTENeHb 3aMelIeHUs JTaHHBIX
HII mensmie 3, To B obmactu 3600-3300 cm™!
HaOMNIONAIOTCSI TMWKK BAJICHTHBIX KOJICOaHUH
v(OH) B BuJe HIHUPOKOW MOJOCH CIIOXKHOIO
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KoHTypa. OHM IpUHAUIEKAT TUAPOKCHIbHBIM
rpynmaMm HII, ydactByromum B 00pa3oBaHuU
BOJIOPOJHBIX cBsi3eil. CpaBHEHHE MOTyUYEeHHBIX

/S 0-NO:

criektpoB ¢ MK-criekTpoM mITaTHOrO KOJUIOK-
cunuHa «H» cBUAETENBCTBYET O CTPYKTYPHOM
CXOACTBC NaHHBIX IMOJUMEPOB.

Puc. 2. @opmyna ppaemenma ounumpama yennronossi

AMITYITEHO-XpOMATOTPapUICCKAM ~ METO-
oM [4] ycTaHOBJICHO, YTO B pe3yabTare Tep-
MOCTaTHpPOBaHHs MOITy4eHHBIX 00pasinoB HIJ
nipu Temneparype 90°C B reuenne 192 4 xonu-
YECTBO BBIJCIUBIIETOCS B IIPOIIECCE Pa3IoKe-
HUS OKCHJIa a30Ta HE MPEBBIMIAET JOIMYCTHMO-
ro 3HaueHus — 0,34-0,37 mur/r (I mWTAaTHRIX
KOJJIOKCHIIMHOB — He Oonee 2,5 mi/r). Takum
00pa3oM, ycTaHOBIIEHA TpUEMIIeMasi XUMHUe-
CKasl CTOMKOCTB MOITY4YEHHBIX IPOTYKTOB.

B pamxax npoexrtoB 2013 rona npeacras-
JeHHbIe B ctathe HI ObLIH UCITONB30BaHbI IS
M3TOTOBJICHHSI 00pa3IoB OaJTUCTUTHOTO TIO-
poxa AIILl, koTopble 10 OCHOBHBIM (BU3UKO-
MEXaHMYECKHUM U OAJTMCTHUECKUM XapakTe-
PUCTHKaM COOTBETCTBYIOT IOPOXY Ha OCHOBE
mrarHoro kowmokcuinuHa «H». Kpome Toro,
IOCJIe JIOBENEHUS BS3KOCTH 10 TpeOdyemoro
3HaueHus aaHHbpie HII MoryT ucnonb3oBaThCs
B KQUeCTBE JIAKOKPACOUYHOTO KOMITOHEHTa Jia-
KOB, dMaJIel 1 JUIsl TPOM3BOJICTBA MACTUKU.

BriBoanl

Ycranosneno, uto cporictBa HII, momy-
YEHHBIX HUTPOBAHHUEM TEXHMUYECKOH LEIIIo-
JI03bl TUIOIOBBIX O00O0JIOYEK OBCa KHUCIOTHOMH
CMECBI0 ¢ M.A. Boabl 14% Tpu OAMHAKOBBIX
YCIIOBUSIX, XapaKTepHU3YIOTCs ONM3KUMH 3Ha-
YEHHUSIMH: CTENCHbIO 3aMernenus — 2,19-2,.28,
Ba3kocTei0o — 8—18 cll u pacTBOprMOCTBIO
B ciuprodupe Oosnee 95%. Ilo ocHOBHBIM
roka3zaresnsiM HL| Onm3ku K mTarHOMy KOJUTOK-
cununy «H». MetonoM pacTpoBO#l 3J1€KTPOH-
HOW MUKPOCKOIIMH OOHapy>KeHO, YTO BOJIOKHA
HII B ocHOBHOM coOXpaHsOT (GopMy BOJOKOH
HCXOJHON IEIII0NIO3bl, C YBEIMUEHHUEM 10
oobemy. Mertogom UK-cnekTpockornmu mos-
TBEPXKJIEHO, uTo nojaydeHHsie HII — nuautpa-
THI LIEJUTIONO3BI, MJEHTHYHBIE MO CTPYKType

HITATHOMY KOJUTOKCWIMHY «H». AmmynbHO-
XpoMarorpauueckuM METOJIOM yCTaHOBJICHA
xumuueckas crorikocts HII.

Paboma evinonnena npu  QuHarcosou
noooepoicke 6edyujeli HayuHou wikonvl Pd
HIII-6322.2014.10.
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