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N300peTeHre OTHOCHUTCS K  OIpPEHENeHUUIO
colepkaHMs a3oTra B HUTparax uemrono3 (HII).
Crioco®d  BKJIIOYAeT  M3MENbYEHHE  HUTPATOB
LEJITI0JI03, OIpEe/IeHHe ONTUYECKOH IJIOTHOCTH
U BBIUMCICHHUE COAEPKAHUS a30Ta IO 3apaHee
IIOCTPOEHHOMY KaJIMOpOBOUYHOMY rpaduxy,
NIpUYEeM HUTPATBl LEJJIIOJIO3 B KOJIMYECTBE,
paBHOM 1-3 Mr, CMEmMBAIOT C OpPOMHCTHIM
KaJIMEM, 3aTEM CMeChb IIPECCYIOT, IIOJy4YEHHBIE

Ta0JIETKH toTomeTpupyIOT, TIPOBOJST
MaTeMaTUYECKYIO 00paboTKy CHEKTPOB,
3aKJTIOYAIOITYIOCS B nonbope KPUBBIX
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CIICKTPAaJIbHOT'O l'[pO(bI/IJ'ISI, IPEaACTaBICHHBIX
Ha60pOM OTACIBHBIX ITOJIOC FayCCI/IaHOB,
OIIPEACIIAIOT HWHTCHCUBHOCTH IIOJIOCHI

MOTJIOLIEHUS TTpU yacToTe v=1280 em™! umn v=1660

CM_1 N  PpaCCUYUTBIBAIOT COACPKAHUE a30Ta.

Jocruraercs ynpolleHue Ipolecca OIpelereHHs
CoJepKaHMsl a30Ta B HUTPATAX LEIIIOJIO3 3a CUeT
IIPOCTOTHI  UcnoNiHeHUs. Croco0  ompeneneHus
aszora obnanaer BBICOKOM CTETICHBIO
9KCIPECCHOCTH, HET HEOOXOAUMOCTH
UCIIONIb30BATh TOKCHUYHBIE PEAKTUBBI, TAKHE Kak
TerparuapodypaH, aleToH U PTYTh. 2 TAOIL.
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(54) METHOD OF DETERMINING CONTENT OF NITROGEN IN CELLULOSE NITRATE

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: method grinding
cellulose nitrate, determination of optical density
and calculation of nitrogen content from a pre-

involves

plotted calibration curve, where 1-3 mg cellulose
nitrate is mixed with potassium bromide and the
mixture is pressed. The obtained tablets undergo
photometering. Mathematical processing of the
spectra is carried out, involving selection of

Crp.: 2

spectral profile curves represented by a set of
separate Gaussian strips. Absorption band intensity
is determined at frequency v=1280 cm™ or v=1660
cm”!, and nitrogen content is calculated.

EFFECT: simple process of determining content
of nitrogen in cellulose nitrate owing to easy
implementation, rapidness, avoiding the need to use
toxic reagents.
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N300pereHne oTHOCUTCA K COCOOAaM ONPEEeHUs COJEPKAHUS A30Ta B HUTpATaX
nemnono3 (HLT).

H3BecteH criocob ompeneneHus CoAepKaHusl a30Ta B HUTPATax LEJUTI0I03 MO TEeIIOTe
B3pbIBYATOTO NpeBpatieHus (kanopuitHoctu) [B.N.T'unauy, JI.B.3a6enmun, I'.H.Mapuenko.
ITpousBoacTBo HuTpaToB nemwtoa03. HIHUMHTU, 1984, ¢.332]. MeTo1 OCHOBaH Ha
OIPEAEIIEHUH TEIUIOThI IIPEBPALLEHHUS C MOCIEAYIOIIMM PACUETOM COACPKaHUS a30Ta (B
npoueHTax wim muummirpax NO/T).

[To nmoBeIIIEHUIO TEMITEPATYPBI BOJBI U HABECKU BBIYMCIIAIOT KAJIOPUIMHOCTh HUTPATOB
LEJUTIOJIO3 B KWJIOKAJIOPUIX Ha Kuiorpamm. KanopuitHocTs Q, (%K) XUMHUUYECKUX HUTPATOB
LEJUTIONIO3 JOCTATOYHO TOYHO YBS3BIBAETCS C COECPKAHMEM a30Ta CIEAYIOIIUMHU
YPaBHEHUSIMMU:

N=(0,0077Q, (x)+5,15)%:;

N'=(0,123Q,(%)+82,3) M1 NO/T.

Cnoco6 oTMyaeTcss MHOTOCTYIEHYATOCThIO U ITTUTEIbHOCTBIO, HEOOXOIUMOCTBIO
B34TUs1 TOuHOM HaBecku HLI, BbICYlIIEHHOM 10 MOCTOSIHHOM MACChI U B3BELLIEHHOM C
norpemHocThio 0,0002 r, MPOBEIEHUEM MHOTOKPATHOTO OTCUETA TEMITEPATYP C TOYHOCTHIO
110 0,001°C u mpuMeHseTcs Iy1sl ONPEAEIIEHUS COJIEP)KaHUS a30Ta B OCHOBHOM JIJIST
HU3KOA30THBIX HUTPATOB LEJUIIOJIO3, KAK KOJUIOKCWIMHBIL. B IPAKTUKE aHAJIMTUYECKOT O
KOHTPOJISI TOPOXOAEIINS UCITONIb3YETCS HUTPOMETPUYECKMI METOT ONIPEIEIIEHUS a30Ta -
Meton Jlyure [B.U.T'unauy, J1.B.3a6enun, I'.H.Mapuenko. [Ipou3BoacTBO HUTpATOB
nesuttonio3. LIHMMHTU, 1984, cTp.327], OCHOBAHHBIN HA CTEXMOMETPUYECKOM BBIACIICHUN
a30THOM KUCIOTHI Ipu paziioxxenund HL ceproit kuciaoToii. O0pa3syroriasicst a30THas
KHUCIIOTA, B3AUMOJIEUCTBYS C METAJUIMYECKON PTYTHIO, BOCCTAHABIIMBAETCS 1O OKUCH a30Ta,
BBIJIEIIUMBIIMICS 00bEM KOTOPOH MponopuroHaneH coaepxxanuto azota B HL[ [[TOCT B 9197-
75. HLI. Metons! onpeneneHus: CoaepxkaHus azotal. MeToa [yMTesIeH U TPYI0EMOK, IIPU
aHaJIM3€ UCIIOJIb3YETCS OOJIBIIIOE KOIMUECTBO PTYTH (5 KI'), YTO IKOJIOTMUECKU HE OE30IaCHO.

N3Becten criocob onpenesieHust a30Ta B HUTpATax UEJUTIONO03bI (heppocyibpaTHBIM
METOJIOM, KOTOPBI OCHOBAaH HA OMBUIEHUM HUTPATOB LEIUTIOJI03bI KOHIEHTPUPOBAHHOM
CEpHOM KUCIIOTOM U BOCCTAHOBJIEHWH 0OPA30BaBIIIEHCS A30THON KMCIIOTHI PACTBOPOM
cynbdarta xenesa (II) 1o okucu a3ora, KOTOpas ¢ UIBOBITKOM MOCIIEAHETO 00pa3yer
koMIuiekcHoe coenuHenne Fe(NO)SO,, okpalumBaroliee pacTBop B KEITO-PO30OBBIA
useT [Simecek I. Stanoveni organickych Siranem Zelezhatum. Chem. Prumyst. 1957. Sv.7. Ne6.
S.285-289].

H3Becten criocob ompenenenus coaep:kanus azota B HL| meTogom undpaxpachoii
CIEKTPOCKOIUH, TpU KoTopoM obpasen HL] usmenpuarot, cymat rnpu temmnepatype 65°C B
TedeHue 4 yacos, 3ateMm obpaszer HL] pactBopsitoT B TeTparuapodypaHne, 1at0T OTCTOSITHCS
HOYb B IOMEUIEHUU, OTIPENEIAIOT ONTUYECKYIO INIOTHOCTh pactBopa HILI B
Terparuapodypane mpu gactote 1660 cM™! 1 BBIYUCIIMIOT Cofep)KaHue a30Ta B HUTPATE
HEJUTIONO03 10 3apaHee MOCTPOEHHOMY KanubpoBouHoMmy rpaduky mo ¢dopmyie % N B HI=
[(Mr N/r pactBopa)*(rpammel pactBoputens)]/[(rpammbl HL[)*10] [Analytical Chemistry,
1962, V.34, N 9, pp.1167-1169].

Metoja 10CTaTOYHO TOYEH, OJTHAKO OH TpeOyeT OOJIBIIIOrO BpeMEHHU Ha
MpoOOMOAroTOBKY obpa3ia, usmenbuenue, cymky HLI 1o mocrosisuaoro Beca. I[locnennee
KpaiiHe Ba)kHO, TaK Kak B oomactu 1600-1700 em ! umeercs MHOTIOIIEHUE KOJIEOaHUsI
TUAPOKCUIIBHOMW TPYNIIBI BOABI, UTO B CBOKO OUYEPEIb MOKET BBI3BATH 3aBBILICHUE
pe3ynbTaToB aHanu3a. Kpome Toro, 1imurenbHOe BO3AEHCTBUE HUTPATOB LEUIIOI03 Ha
terparuapodypan (C4HgO), B KOTOPOM HMeEETCs! KUCIOPO.1 CO CBOOOAHOM mapom
9JIEKTPOHOB, MPUBOAUT K PA3PBIBY LUKJIA U K 0Opa30BAHUIO HEXKETATEIbHBIX
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ATOKCUCOEIMHEHU, KOTOPbIE BIIUSIOT HA pe3yIbTaThl aHaau3a. K Tomy xe
TeTparuapodypaH SBISETCS 3KOJTOTHUECKH HeOe30TIaCHBIM paCTBOPHUTENIEM, 00JIaJatOIINM
KaHIEPOTreHHbIMU CBOMCTBAMM (aHAJIOTH).

Haubonee 6;1M3kuM K IpeasiaraeMoMy U300PETEHUIO - TPOTOTUIIOM SIBJISIETCSI CIIOCO0
OIpe/IeJIeHUs] COZIEpKaHUs a30Ta B HUTpaTax uesuttoios3 [[Tatent PD Ne2265210
ot 27.11.2005].

Cnoco6 BKJIIOYAET U3MEIbUEHUE HUTPATOB LEUTION03, ONPeIeTICHUE ONTUYECKON
IJIOTHOCTH M BBIYUCIIEHUE COACPYKaHUSI a30Ta MO 3apaHee MOCTPOEHHOMY KaIMOPOBOYHOMY
rpaduKy, IpUUeM HUTPATHI U003 CMEIIMBAIOT C OPOMHUCTBIM KaJIMEM B COOTHOIICHUU 1:
3, 3aT€M CMECh MPECCYIOT B IMIPUCYTCTBUMU AllETOHA C OJJHOBPEMEHHBIM BaKyYMUPOBAHUEM
npecc-pOpMBI, TTOJTyYCHHBIE TA0IETKH (POTOMETPUPYIOT C ONPEICICHUEM O TUUECKOM

IUIOTHOCTU D ABYX MOJIOC MOTJIOLIEHUS TPU yacToTax v=1280 em ' mv=1060 cm ' u
paccuuThIBAIOT BeIMUMHY OTHOLIEHUS K=(D, _1250)/(Dy=1¢60)- HemocraTku: B uccienyemon
CMECH HUTPATHI LEIIII0NI03:0POMUCTBIN KaJuii B COOTHOIIEHUH 1:3, BBICOKOE COIepKaHKe
ob6pasua HLI, ucnonp3oBaHue BaKyyMUPOBAHUS U TOKCUUHOTO OPTraHUYECKOT O
pacTBOPHUTETIS ALETOHA.

[Tpennaraemoe n3o0OpeTeHue - cnocod ONpeAeeHus CoAepKaHUsl a30Ta B HUTpaTax
nestono3 (HLL) - mo3Bosisier CHU3UTH BiusiHUE TuApOKcuIbHOM rpynibl OH BoJibI 3a cuet
MaTeMaTUUECKOH 0OPa0OTKH CIIEKTPOB, 3aKJIFOYAIOIIEHCS B TTOJ00PE KPUBBIX
CHEKTPATBHOTO MPO(UIs; MPeaOTBPAIICHHUS] BOBMOKHOCTU 00pa30BaHUS TOOOYHBIX
IIPOJYKTOB 34 CUET UCKIIFOUEHUS UCIIOJIb30BAHUS TOKCUYHBIX OPTaHUYECKUX PACTBOPUTENIEH,
YIIPOIIEHMS 34 CUET OTCYTCTBUSI BAKYYMHUPOBAHUS TTpecc-(pOpPMBL.

OTnMuuTeNTbHBIMU PU3HAKAMMU CIIOCO0A SIBISIIOTCS: MMPECCOBAHUE HUTPATOB LEJUIION03 B
cpenie 6pOMUCTOrO Kajiksl B MajIoM COOTHOIeHUH (1-3 MTr HUTpaTta uemutoia03bl 1 300 Mr
Opomua Kaausi), 4TO MO3BOJISIET COKOHOMUTH KOJIMUECTBO UCCIEyeMOTo o0pasia;
MaTemMaThueckasi oopaboTKa CIEeKTPOB (MTO3BOJISIIONIAS] CHU3UTH BIUSHUE TUAPOKCUITBLHOMN
CpYNIbI BOABI HA PE3YJbTAT OMPEIEIICHUS COEPKAHUS a30Ta), 3aAKIII0YAIOIIAsACS B 10100pe
KPUBBIX CIEKTPATIBLHOTO MPOQUIIS C ONPEeIeTICHUEM UHTEHCUBHOCTH TIOJIOCHI TTOTJIOIIEHUS
mpu yactote v=1280 em i v=1660 em™! u pacdera ComepKaHus a30Ta mno
MpeABAPUTEILHO MOCTPOCHHOMY KAaJIMOPOBOYHOMY I'paduKy.

J1s [oCTIXKEHUST TEXHUYECKOTO pe3yIbTaTa MpeajaraeMbIM ClIoCOOOM, BKITIOUAIOIIUM
W3MeJIbUEHUE HUTPATOB LEIUII0NI03 U CMEIIMBAHUE C OPOMUCTBIM KaJIMeM, OIlpeieTieHUe
MHTEHCUBHOCTH Y BBIUMCIICHUE COJEPKAHUS a30Ta IO 3apaHEe MOCTPOCHHOMY
KaIMOpOBOYHOMY TpaduKy, OTIIMYAIOIIUICS TEM, UYTO HUTPATHI LEJUTI0I03 B KOJIMUECTBE,
paBHOM 1-3 mr, cMermmBaroT ¢ 300 Mr OpoMuIa Kajusi, 3ATEM CMECh MPECCYIOT, MOJTyUYEHHbIE
Tabs1eTKu (OTOMETPUPYIOT, MPOBOIAT MATEMATUUECKYIO 00pabOTKy CIEKTPOB,
3aKITIOYAIOIIYIOCS B TOA00PE KPUBBIX CIIEKTPATBHOT'O MTPO(UIIS C TOMOIIBIO
nporpammsil fityk 0.8.6 [http://www.unipress.waw.pl/fltyk/] (CITIOKHBIV CITIEKTPAIbHBII
npoduik npeacraBisieTcss HA00poM oTAeNbHBIX Toj1oc (I"ayccuanon). Fityk - aTo
nporpamma Jijisi HeJIMHeWHOM almpoKCUMAaIlUK U aHau3a (PyHKIUM, KOTOpasi TO3BOJISIET
MPOBOJUTH BU3YAIM3ALUIO TAHHBIX, & OCHOBHOE €€ Ha3HAUYEHUE - Pa3eIICHUE
MEPEKPHIBAIOIIUXCS TMKOB U MTOJ00P NapaMeTPOB METOJIOM HAMMEHBIIIMX KBAAPATOB C
UCIIOJIb30BAaHUEM CTaHIAPTHOrO anroputMa JleBenbepra-MapkBapaTa. 3aTeM ONpeAesoT
MHTEHCUBHOCTb MOJIOCHI MTOTJIOLIEHUS TIpU yacTtoTe v=1280 em ™ mm v=1660 ecm™! n
pACCUUTBHIBAIOT COAEPKAHUE A30Ta.

IMpumep 1.

Hagecky nurpara uemtronossl 1-3 mr HL (¢ conepxanuem azora 3,0-13,0%)
MepeMeIIMBaIOT ¢ OPOMUCTHIM KajiueM B kKojudecTBe 300 Mr [Macca TabIeTKH OmpenesseTcs
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pa3Mepamu npecc-hpopmbl (qrameTp 16 mm), HaBecka HI] 6epercs B komuuectse 0,3-1% ot
Macchl TabJIETKM)], TOMEIIAIOT CMech B Tipecc-popmy u nipeccyroT. [ToryueHHbIe TabIeTKu
dbotomerpupytot Ha UK-cniekTpodoTomerpe, MaTeMaTUdeCKu MOAOUPAIOT KPUBYIO
CHEKTPaATbHOTO Mpodusisa ¢ momolrbio mporpammel fityk 0.8.6 [http:

/Iwww .unipress.waw.pl/fityk/] (Takum 0Opa3oM, CIIOKHbBIN CIEKTPATbHbBINA TPOGUITH
MpescTaBisieTcs: HA00POM oTeNbHBIX nosioc (I'ayccaHoB). 3a cUET 3TOr0 CHUKAIOT
BIIMSIHUE TUJIPOKCUIBLHOM TPYMIBI BOABI U APYTUX MEMIAOIIUX MTo0c. OnpeaensioT

WHTEHCUBHOCTH ITOJIOCHI MOTJIOMIEHUS MpH yacToTe v=1280 em™! i v=1660 CM'I, 3aTeEM
PacCUMTBHIBAIOT I10 3apaHee IMMOCTPOeHHOMY rpaduky comepxanue azota B HLI. ITpoBoasar
TPU MTapaJIeJIbHBIX OTPENeICHNs U PACCUMTHIBAIOT CpeaHee apu(METHIECKOE 3HAUCHUE.
ITocrpoenue kamMOpoBOYHOTO rpaduka MPOBOIAT IO MATH ITAJIOHHBIM oOpasnam HIJ ¢
W3BECTHBIM COJIEPKAHUEM a30Ta.

OrmpesienieHye a30Ta B 3TAJIOHHBIX 00pasiax MmpoBoasT GeppocyTbhaTHBIM METOIOM.
Pe3ynbTaThl OnpeneneHus a3oTa o craHaapTHOMY (peppocyiabdaTHOMY METOIY M 1O
IpeajgaraéMoMy HaMM CIIocoOy IMpUBEICHBI B Ta0MIe 1.

Pe3ynpTaThl onpeaeneHus a3oTa npeaiaraeMbIM HAaMU METOOM OTHOCUTEIIBHO
CTaHJAPTHOTO BelllecTBa MpuBe/eHbI B Ta0uie 2. Kak BugHO 13 Tadnui 1 1 2, 3HaYeHUst
OIIPEIEJICHUS COJIEPIKAHUS a30Ta XOPOIIIO COTIACYIOTCS C JAHHBIMU XMMHUYECKOTO aHAJIU3a U
C BBIOpaHHBIM HaMU CTaHAAPTOM, OTKJIOHEHHE COCTaBJIsIeT He OoJiee 6%.

M3o6peTeHreM peraercs 3ajaua CHWKEHUS BIUSHUS TUIpOKCcHiTbHOM rpyninbl OH Bombl
Ha Pe3yNbTaT ONMPEACTICHUS COASPKAHMS a30Ta B HUTPATaX LEUTIOJIO3 3a CUeT
MaTeMaTUYECKOM 00pabOTKU CIIEKTPOB, 3aKIIFOYAOIIEHCS B 110,100pe KPUBBIX
CIEKTPATBLHOTO MPO(UIIS; MPeAOTBPAIICHHUS BOZMOKHOCTH 00pa30BaHUs TOOOYHBIX
MPOJIYKTOB 32 CUET UCKITIOUEHUS UCITOJIb30BAHUSI TOKCUYHBIX OPraHUYECKUX PACTBOPUTEICH,
YITPOIIIEHHUS 3a CUET OTCYTCTBHUS BaKyyMHpoBaHus mmpecc-popmsl. [Ipenmaraemsrii cnocoo
OIPEIEIICHUS COJIEP)KaHHUs a30Ta JOCTATOYHO ITPOCT B UCMIOJIHEHUM, 00J1a/1a€T BHICOKOM
9KOJIOTMYHOCTHIO, HET HEOOXOIMMOCTU UCTIOJIb30BATh TOKCUYHBIE PEAKTUBBI, B TOM UUCIIE
TeTparuapodypaH, alieToH, pTyTh.

Tabmuna 1
Ne Copnepxanue azota, %
(beppocynbbaTHbIt METOX HPCIATACMBIA METOA
1660 cm™! OTHOCHUTEIIbHAS OIINOKA, % 1280 cm™! OTHOCHTEJIbHAS OIINOKA, %
1 10,4 10,9+0,8 4.8 10,7+0,9 29
2 10,8 11,240,6 3,7 10,4+0,8 3,7
3 114 11,3+0,6 0,9 10,7+0,7 6,1
4 12,5 12,9+0,5 32 13,0£0,4 4,0
Tab6muna 2
Ne Copeprkanue azota, %
npeyaraeMblit METO.
CTaHIApPT 1660 car-! ;:Hocmenbnaﬂ ommbKa, 1280 eur-! OTHOCHTEbHAs OMIHGKa, %
1 10,6 11,2 5,6% 10,4 1,8%
2 10,9 11,3 3,7% 10,7 1,8%
3 10,7 10,9 1,9% 10,7 0%

dopwmyia u300peTeHus
Crioco6 ompeneneH s CoaepKaHus a30Ta B HUTpATaX LEJUTI0JIO3, BKITIOYA IO
u3MellbueHue 00pasia HUTPATOB LEJUII0NIO3 U CMEIIMBAHUE C OPOMHUCTBIM KaJIUEM,
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OIPEEJICHUE ONITUYECKON MIIOTHOCTH Y BBIYMCIICHUE COICP)KAHUS A30Ta IO 3apaHee
MMOCTPOEHHOMY KaJIMOPOBOYHOMY I'paduKy, OTIIMYAFOIIMIACS TEM, UTO HUTPATHI EJUTIOJI03 B
KOJIMYeCTBE, paBHOM 1-3 mr, cmemmBaroT ¢ 300 M OpOMUCTOTO KaJus, 3aTEM CMECh
MIPECCYIOT, MOJIyYeHHBIE Ta0IeTKH (POTOMETPUPYIOT, TPOBOASAT MAaTEMAaTHUECKYIO
00pabOTKy CIEKTPOB, 3aKIIIOYAIOINIYIOCS B TOA00pe KPUBBIX CIEKTPAIILHOTO MTpoduIs,
MIPECTaBIIIeMbIX HAOOPOM OTACIIBHBIX I0JIoC ["ayccaHOB, 3aTeM OIPEISISIOT
WHTEHCUBHOCTH ITOJIOCHI MOTJIOMIEHUS MpH yacToTe v=1280 em ™! wim v=1660 em™! u
pACCUMTBHIBAIOT COACPKAHUE a30Ta.
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