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T'A30XPOMATOIPA®UYECKHI AHAJIN3 BOJHBIX PACTBOPOB
JAUMETHJI®OPMAMU /A

For development of express-methods for checking of technological processes of fiber production
by "wet method" from polymer solution in aprotic solvent is made systematic study of applicability of
the gaschromatographic methods of the analysis for determination of the contents of water in system

"water-dimethylformamide".

Possibility of gaschromatographic analysis of the contents of water is shown for dimethylforma-
mide solution by "internal normalization" method (from 10 until 90% (weight) of water) and by "grad-
uated dependency" (from 0 until 90% (weight) of water).

The "standard additives" method is offered to use for determination of water content in dimethyl-

formamide from 0 until 4% (weight).

BBenenme. IlIpoiiecc momyuyeHHUs] MOIMAKPUIIO-
HUTPWIBHBIX, TIONIMYPETAHOBBIX W JPYTUX BHIOB
BOJIOKHUCTBIX W TUIEHOYHBIX MaTEPHAIIOB C WCIIOb-
30BaHMEM alPOTOHHBIX PACTBOPHTEINEH, B TOM YHCIIe
mumermiopmamuna (JIM®DA), cBs3aH ¢ HeoOXoaH-
MOCTBIO CTPOYKaHIIero KOHTPOJIS COAEPAHUS BOJIBI
B BOJHO-IMMETHI(HOPMAMUTHBIX CHCTEMaX MO BCEM
TeXHOJIOTHYeCKHM TrepexoaM. ComepaHie BOAbI B
TEXHOJIOTUYECKUX PACTBOPAxX OIPEACIIET HE TOIBKO
(hopMHpOBaHHE HAJAMOJIEKYISIPHONH CTPYKTYpHI IIO-
JMEPHBIX MaTEepPHANIOB, BIMAIONICH Ha MOTpeOu-
TEJILCKHE CBOMCTBA, HO W MaTephajio- W JHEpro3a-
TpaThl Ha PETEHEPAIHIO BOTHO-AIIPOTOHHBIX CHCTEM
1 paOoTy BOJOOUYHCTHBIX YCTAaHOBOK [ 1-3].

IIpu oKkcmpecc-aHanm3e CcoOAepKaHUS BOIBI
B cucremax «Boga — JIM®DA» B nmama3oHe KOH-
meHTpanuii Bogel oT 5 1o 95% (mac.) ¢ TouHO-
CTBIO, TOCTATOYHOM AJI1 TEXHOJIOTMYECKOW MpaK-
TUKH, 3(P(HEKTHBHO MOXKHO HCIIONIH30BAaTh METO,
OCHOBAaHHBIH Ha HETPEPBIBHOW OIIEHKE pedhpakrTo-
METpUUYeCKuX CBOHCTB [4, 5] atux cucrem. Ilpu
0oJiee HU3KOM COJIEP)KaHUU BOIBI B TUMETHI(OP-
MaMUJHBIX pPacTBOpPaxX pPe3KO yMEHBINAeTCs TOY-
HOCTH pedpaKTOMETPUIECKIX OICHOK, yXyAIIaeT-
csi 3(QQPEeKTUBHOCTH, aBTOMATH3AIMU aHATUTHYE-
CKOTO KOHTPOJISI IPOU3BOJICTBA.

Haunbonee TOYHBIM METOAOM ONpENENEeHUs CO-
Jep)KaHUsl MalbIX KOJHYECTB BOIBI B HEBOIHBIX
cucteMax sipnsercsa meron Puiepa [5]. ITo cpas-
HUTETBHO TpyAoeMKuii Meron. lIperncraBnser Tak-
YK€ MHTEpeC M3ydeHHe BO3MOXKHOCTH OIpPEIeTICHHUS
coiepKaHusl BOJBI B TUMETHI(HOPMAMHUIHBIX pac-
TBOpPAaxX ra3zoxXpoMaTorpauIecKuM MEeToIoM [6, 7].

MeTtoauueckass 4acTtb. [ azoxpomarorpadu-
YECKOE OTpEeJIeNIeHNE COJIepPKaHus BOJIBI B BOJTHO-
muMeTHaGOpMaMHUIHEIX PacTBOpax BeJOCh Ha
ra3oBoM xpomatorpade, OCHAIIEHHOM JIETeKTO-
POM, UyBCTBUTEIHHBIM K BOJIE (IETEKTOp TIO Terl-
JIOTIPOBOTHOCTH), METOJIOM Ta30aJICOPOIIMOHHOTO
xpomarorpadupoBaHUs Ha HACAIOYHON KOJIOHKE.

Beun TIpUTOTOBJIEHBI CTaHIAPTHBIE PACTBO-
pBl — MoAenbHbIEe cMecH, coaepxamue MDA u
BOJIy B Pa3IMYHBIX COOTHOIIEHUX. it ux mpuro-
TOBJIEeHUs npoBoAwiid o4ucTky JIM®DA nyTtem me-
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PEroHKH cmecH, cocrosimiet u3z 250 oM’ MDA,
30 cM’ Gensonma u 6 M’ Boabl. CHAauama OTTOHSITH
0eH30J1, BOy, aMUHBI, aMMHAK, 3aTeM B BaKyyMe —
mumetriadopmamMua. MojenbHbIe CMECH TOTOBHIIN
cMenieHreM ouuiieHHoro JIM®A u IucTUIIUpO-
BaHHOU Bojpl. Conep:kaHUE BOJABI B OUYHIIEHHOM
JAM®A u B MOJEIBHBIX CMECSAX ONpPEAeIIsIN
o metoxy ®urmepa [5].

B kagecTBe HEMOABIKHOW XpomaTtorpadude-
ckoii (ha3pl OBLT TpEMeHEeH copOeHT Mapku «Ilo-
mucop0-1». HWcmonws3oBanne copbenra «llomu-
cop0-1» mo3BONIMIIO TOOUTHCS XOPOIIETO paseie-
HUS XpoMaTorpaduIecKux MUKOB BOABI [ U AUMe-
tundopmamunaa 2 (puc. 1).
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Puc. 1. [Ipumep xpomarorpadhuvaeckoro pasaeacHus
KOMIIOHEHTOB BOIHBIX pacTBOpoB JIMDA:
1 —Bopa; 2 — IMDA

Ilo pesynbraTam cepumM NpPEABAPUTEIBHBIX
JKCIIEPUMEHTOB OBUIM BBIOpAaHBI YCIOBHS Ta30-
XpoMaTorpauuecKoro aHaian3a TeXHOJIOTNYECKUX
BoAHbIX pactBopoB IM®DA mnpoussoactBa «Hut-
poH-2» Ha OAO «Ilomumup»:

JImrHa KOJTOHKH, MM 3000
JnaMeTp KOJIOHKH, MM 3
Temmeparypa, °C:

HCTIapUTeNs 250

TepMOCTaTa KOJIOHKHU 190

TepMOCTaTa JIETeKTOpa 250
Toxk nerekropa, MA 167
Pacxox rasa-Hocurens (reiuii), cM’/MHH 40
OGbeM BBOTMMO# TIPoOBL, v+ 107 [MK] 0,2
JenmuTens YyBCTBUTENBHOCTH CHTHAja
xpoMarorpada 1:16



IIpofOmKATENBPHOCTh BBIXOAA Ta30Xpo-
Marorpaduyeckoro aHaam3a, MUH 3

Ilo pesynpTaTaM mpoBeneHUS Tpex IMapai-
JIENbHBIX aHAJIM30B pacueT BPEMEHH BHIXOAAa U
IJIOMIAJICH MIKOB OCYIIeCTBISIICS Ha DBM.

JKcnepuMeHTaNbHasA YacTh. beuto mposene-
HO CHCTEMaTHYeCKOe H3yYEeHHE MNPUMEHUMOCTH
METO/Ia ra3oxXpoMarorpad)uueckoro aHaauza s
omnpeneneHuss cojaepxkanuss Boasl B JIM®PA Bo
BCEM Juaria3oHe ux cooTHoueHu. Kontposmupo-
BaJINCh «BPEMS BBIX0/1a» KOMIIOHEHTOB H IIJIOIIA TN
WX Ta30XpoMaTorpauIecKix MHKOB.

MeTton «BHyTpeHHEH HopMamm3amum» [8, 9]
MpelyCMaTpUBaeT MPEABAPUTEIHHOE OIpEIeIeHNe
HOPMHUPOBOYHBIX (TPaAyHPOBOYHBIX) MHOXKHTE-
ne# f, T. €. WUCHOJB30BAaHME OTHOCHUTENBHBIX I1O-
MpaBoYHBIX K03 PpuumeHToB  (korpPUIEHTOB
OTHOCUTENIFHOW MacCOBOW YYBCTBHTEIHHOCTH),
WHANBHUIyATbHBIX IS KaXJI0T0 KOMIIOHEHTa CMe-
CH M PacCUUTHIBAEMBIX 10 (pOpMyJIe

fHZO = SI[M(DACHZO/ (SHZOCI[M(DA): (1)

rne Spmeoa — Itolmanp muka JIM®A, 1nomy4eHHOro
NPy XpoMarorpagupoBaHUH CTAaHJAPTHOTO PACTBO-
pa, MB-c; Sppo — MII0maak MIKa BOABI, TOTYYEHHOTO
npu XpoMmarorpagupoBaHUN CTaHJAPTHOTO PACTBO-
pa, MB-c; Cipo — KOHIIEHTpAIysl BOABI B CTaHAAPT-
HOM pactBope, % (Mac.); Cymaoa — KOHIIEHTpaLus
JAM®A B crangapTHOM pacTtBope, % (Mmac.).

TosbKO MpHU yCIOBUU JIMHEMHOW 3aBUCHMOCTH
BBIXOJIHBIX XapaKTEPUCTHK ACTEKTOpa mpubopa oT
coJlep>KaHMUsl BOJBI B MCCIIEAYyEMOW CHCTEME HOp-
MHUPOBOYHBIE MHOXHTEIH MOXHO HCIIOIB30BaTh
JUTSL aHAJIM3a BCETO JMara3oHa KOHIEHTPAIUH KOM-
moHeHTOB cMecu. OIleHKka HOPMHUPOBOYHOTO
MHOXXHTEIIS IS BOABI (fipo) IO CTAaHAAPTHBIM pac-
TBOpaM (MOAENBHBIM CMecCsIM) ToKa3ana (puc. 2),
4TO HanOojee CTaOWIbHBIC 3HAYCHHUS fi1p0, PABHBIC
0,7, HaOxromaroTCA UMb MPU COJIEP>KAHUH BOJBI B
cmecu ot 10 10 90% (mac.).

I[Ipu fip0, paBHOM 0,7, pe3ynpTaThl aHamM3a
conepkanus Bojsl B JIM®DA oTkiIOHSIOTCS 10 a0-
COJIIOTHOW BEIMYMHE OT (HaKTUYECKOrO COJEpIKa-
HUS BOJBI B HEM He Oonee yem Ha 1% (puc. 3).
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Puc. 2. 3aBUCMMOCTb 3HaYCHUI HOPMHUPOBOYHOTO MHOXKHUTEIS OT CoAiepKaHust Boabl B JIMDA
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Puc. 3. OTkII0HEHHE PaCCUNTAHHBIX 10 HOPMHUPOBOYHOMY MHOXKHUTEIIO szo’ pasHOMY 0,7,

3HAYCHMI COACpKaHUsA BOJAbI B ,HI/IMGTI/IJ'Iq)OpMaMI/IZIG OT ONPEACIICHHBIX IO METOAY CI)Hmepa
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[lomyueHHBIE pe3yabTaThl CBUAETEILCTBYIOT O
BO3MOKHOCTH JOCTOBEPHOTO TrazoxpomMarorpadu-
YecKOro OIpenAeieHus CoJepKaHUs BOABI B
JAM®A B nuamazone ot 10 mo 90% (Mac.) BOJBI
TIpH 3HAYCHHUH fi1,0, paBHOM 0,7.

s TeXHOJIOrn4ecKOl MPAaKTUKH CYLIECTBEH-
HBII WHTEpec MpenCTaBlsfeT TaKXKe aHalh3 Co-
JIepKaHUsT MallbIX KOJIU4ecTB BOIbl B JIM®DA.
Tak, mpu TOIYyYEHWH NPSIAUIBHBIX PacTBOPOB
HE00X0MMO HENpPEephIBHO KOHTPOJIUPOBATH CO-
JiepKaHue BOJBI B JTUMETHI(OPMAMHUIIHBIX pac-
TBOpax B auamnaszone oT 0 o 10% (Mmac.) ¢ TouHO-
cteio 0 0,1%. C aroii nenpio Ob1 ompoboBaH
METOJ] «a0CONIOTHOH TPaJAyUPOBKHU», OTIMYAIO-
IUACS OT OMHCAHHEBIX B JuTeparype [8, 9] Tem,
YTO TP TMOCTPOSHUHU TPaAyHPOBOYHBIX 3aBUCH-

400

MOCTEH Ha OCHM OpIMHAT OTKJIaAbIBajach HE ILIO-
1IaJp THKa OINpeNesIeMOro BElIecTBa, a COOTHO-
HICHME IIOMAJCH MUKOB OMPEASISIEMBIX KOMIIO-
HEHTOB. JTO MO3BOJIMJIO YCTPAHUThH IOTPEIIHO-
CTH, CBS3aHHBIC ¢ HETOYHOCTHIO JO3UPOBKH IPOO,
BBOJIMMBIX B XpomaTorpad.

AHanu3 3aBUCHMMOCTH OTHOILICHHUS ILIOMIAAN
IUKa BOJBI (SHZO) K Tuomand mwmka JIM®DA
(SuMos) OT COOTHOIIEHMS 3TUX KOMIIOHEHTOB
(puc. 4) moka3zai, 4yTo AaHHAs 3aBUCHMOCTH MOYKET
OBITH omucana (tipu coaepkanuu Boasl (Cy. o) oT 0
1o 95% (mac.) B cucteme «Boja — AM®DAY) kBaj-

patuyHO# QyHKUIMEH BHIA
2
SHZO /SZ[MGJ = aZ(CHZO) + alCHZO:

)

TJIe a) ¥ a; — SMIIUPUYECKUE KO DUITUCHTEHI.
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Puc. 4. 3aBUCUMOCTH OTHOIIICHUH TUTOIIAIX TIMKOB BOJIBI K IUTomaau muka MDA
oT copepkanus Boasl B IMDA
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Kontpone coxmepkaHuss BOABI B  BOJHO-
JTUMeTHII(hOpMaMUIHBIX CHCTeMax B aAuanasoHe 0—
95% (mac.) razoxpoMarorpauuecKuM METOOM,
OCHOBaHHBIM Ha ONpEeNeHHH IO CTaHAAPTHBIM
CMeCsIM TPaTyHPOBOYHEBIX 3aBUCUMOCTEH BUaA (2).
Jnis ka0l KOHKPETHOW razoxpomarorpadude-
CKOW YCTaHOBKH KOA((GUIHMEHTH ypaBHEHUS (2)
JIOJDKHBI OBITH OIPEJICNICHBI Ha MPAKTHKE.

Bbi1 mpoBesieH JeTaibHbIA aHajdu3 3aBUCUMO-
CTH OTHOIIEHUS TUIOINAAM THKa BOJBI K TUIOMIATH
nuka JJM®PA npu cogepxannu Boas! B JIM®DA ot
0 1o 5% (mac.). IlomydeHHsIe pe3yabTaThI (pUC. 5)

MIOKA3aJIM CIPABEIJIMBOCTh €€ IPSIMOJMHEHHOMN
aImnpoKCUMaIumn:

S
Y :bchzo’ (3)
JIM®DA
rae b; — Ko3pPUIUEHT, YTOYHIEMBIH IJIsI KaX IO
XpoMaTorpapuuecKon YCTaHOBKH.

Bein mpoBeneH aHanmM3 BOAHO-AMMETHII(OpPMA-
MUIHBIX cucTeM, comepxkanmx ot 0,1 mo 4% (mac.)
BOJIbI, METOJIOM «CTaHAAPTHBIX J00aBOK» aHAIU3H-
pyeMoro KoMIioHeHTa (Bojibl) (puc. 6).
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Puc. 5. 3aBUCHMOCTb OTHOILICHUH IIJIOIIAIN ITHKa BOABI K mutomiaau nmuka MDA
OT KOJIMYECTBa BOJIbl, JOOABJICHHOI K aHanu3upyemomy IMDA
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®dakTrveckoe KoJmuecTBo BoJbl B JIM®DA,

% (mac.)

Jlo6aBaeHHOE KOJIMYECTBO
Bozibl B IM®DA, % (mac.)

Omnpenensiemoe 1o TpaduKy coaepkanue Boabl B ananusupyemMom JIM®PA, % (mac.):
1-0,35;2-0,62;3-1,29; 41,77, 5—2,66; 6 — 3,64

Puc. 6. 3aBuCHMOCTb OTHOIIICHMS TUIOIIAAM MMKA BOJBI K TUIOMmaau nuka JIM®DA
OT KOJIMYECTBA BOJIbI, 100ABJICHHOI K aHanu3upyemomy MDA
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Tabnuma

CpeaHecTtaTuCTHYECKHE Pe3YJIbTATHI ONpeesIeHUsI COCTABa BOAHBIX pacTBopoB MDA

Ne s (. puc. 6) Meron ®umepa I'azoxpomatorpaduueckuii METO
(METOIT «CTAaHIAPTHBIX TOOABOK))

1 0,35+0,02 0,3+0,1

2 0,62 + 0,02 0,6 £0,1

3 1,29 £ 0,02 1,3+0,1

4 1,77 £ 0,02 1,8 £0,1

5 2,66 + 0,02 2,7+0,1

6 3,64 +£0,02 3,7+0,1

BBI10 yCTaHOBIEHO, YTO METOJ «CTaHAAPTHBIX
N00aBOK» SIBISIETCST HauOosee TOYHBIM U ITO3BO-
J5IeT MHUHUMH3HMPOBATh BEPOSTHOCTH OIIMOKH B
pe3ynbTare AUCTIEPCHH JO3UPOBAaHHS BBOAUMBIX B
xpomarorpad npod U OTHOBPEMEHHO MO3BOJISIET
OIIPEACTUTh KOMIIOHEHTHI aHAIN3UPYEMOIl CMeCH
HE3aBHCHMO OT IPHUCYTCTBUS WM OTCYTCTBUSI IH-
KOB Ha xpomatorpamme [8, 9] npyrux KOMIIOHEH-
TOB, COCTaBJISIOLUIMX TEXHOJOTMYECKUH pPacTBOP
(cmecn). Ilpu peanuzanuu 3Tol METOOMKU B aHa-
mupyembii  JIM®PA Heo0X0IMMO BBECTH W3-
BECTHOE KOJIMYECTBO BOABI M IIOCTPOUTH I'paduk B
KOOPJMHATAX «KOJIWYECTBO J00aBICHHON BOIbBI
(B poOLIEHTaX MacCOBBIX OT OOILIEr0 KOJMYECTBa
CMECH) — OTHOIICHHE IUIOAIeH XpoMaTorpadu-
YeCKUX MUKOB BOABI 1 JIM®DAY.

Brio mokasaHo, YTO 3aBUCHMOCTH OTHOLIE-
HUS IUIOINAAM IHKAa BOABI K IUIOIAAHM IHKA
JIM®A oT xonuuecTBa BOMABI, JOOABIECHHOW K
yxe conepxkameMy Bony JAM®A, omuceiBaercs
(hyuxmen

S
H,0 '
—S =b CHZO +b, 4)
TIM®PA
rue C;zo — KOJHMYECTBO BOJBI, JA00aBJIEHHOM

B aHAJIM3UPYEMbI Ha €€ COJep)KaHHe TUMETHII-
dopmamu; by, by — ko uueHTHI.
[MomyyeHHble pe3ynbTaThl YKa3bIBalOT HA BO3-
MO>KHOCTB OIIPEJIEIICHUS MIPEUIOKEHHBIM METOIOM
MaJbIX KOHLIEHTpPAlUi BOABI B BOJHO-AUMETHII-
(opMaMUIHBIX ~ TEXHOJIOTUYECKHX  PacTBOpax.
s sToro crnenyer rpaduUeckd WM MaTeMaThude-
CKH TIPOBECTH OKCTPANOJALMIO  3aBHCHMOCTH

«(Sp,0/ Spvan) = f(Cy o) » Ha100% JIMDA.

Touka mepecedeHrss 3TOM 3aBUCHUMOCTH C OChIO
abcuycc COOTBETCTBYET COJEP)KAHUIO BOIBI B
aHanuzupyemoM JIMDA.

CpenmHecTaTUCTHICCKUE Pe3yIbTaThl  OIpee-
JICHUsI COJEepP)KaHUS BOIBI B BOIHO-TUMETHII(OP-
MAMUJIHBIX TEXHOJOTMYSCKHUX ITOTOKAX METOIIOM
CTaHJIaPTHBIX JO0ABOK MTPUBEIICHBI B TA0MIE. DTH
JTAHHBIE CBUETEILCTBYIOT O XOPOIIIEM COTJIACOBa-
HUU CPEIHECTATUCTUYCCKUX PE3YJILTATOB aHAIH-
30B, IMOJYYaEeMbIX METOJIOM «CTaHIAPTHBIX J100a-
BOK» XpoMaTorpadudecku U MetosioM Duriiepa.
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3akawuenue. [IpoBeieHO cHCTEMaTHYECKOE
W3y4YeHHE TPUMEHHMOCTH Ta3oxpomarorpadu-
YECKMX METOJOB aHaIM3a i ONPEICIICHUS CO-
Jep>KaHus BOJBI B cucTeMe «Bojaa — JM®DAY.

[lokazaHa BO3MOXHOCTH Ta30XpoMaTorpa-
(hpmIecKoro aHanHM3a COAEpPKAHHS BOIBI B JUMe-
TUIPOPMAMHUIHBIX PACTBOPAX METOJIOM «BHYT-
penneii HopMmanmzanun» (10-90% (mac.) BozbI)
Y TIO TIPEIJIOKEHHBIM T'PaTyHpPOBOYHBIM 3aBUCH-
moctam (0-90% (mac.) BoabI).

Jns omnpenenenus coxepxkanuss or 0 1o
4% (mac.) Bomsl B JJM®DA mpeuioxkeHO HUCIOIb-
30BaTh METOJI «CTaHIAPTHBIX T00ABOKY.
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