1019950701971

(51) Int. C|.6 (45) 20LX 1999 02& 18Y

DO1F 2/00 (11) SE-8S £0173008

cosL 1/02 (24) S22 X 1998 10|27

(21) =285 £1995-701971 (65) e £1995-704546

(22) =LKt 1995 05& 13 (43) 2L Xt 1995 11820

HAZH =L X 1995 05& 13

(86) 2H&E=dHS PCT/AT 94/00101 (87) =ZHZHS WO 95/08010

(86) 2 M=HLXH 1994= 07828 (87) ZHIZ2HLX 199503823

(81) XIH= EP SEESE  AEZIOF E€II0 A®IA Z2IolEIFES =2 dit3
AHQN ZEA elA = OleddHE OlE2or S&F223a 2Lz
Hgste Z2s2 Agd
=ZLHEd : OI20ILIOF AEHL2I0or =Ji2l0F Eetd et A  JHLH
Ct M2 Sg2 e g=2 gliel 282 =S8 etel=2 NS AE
AclIt elEotLIoOr S&HE L2490l ZES= F0iLOoE HAlIoF &2
HILIOF =283 EHXIZIAE 2321014 HEY == IAFX0F 2
AX ctEH|0F 2EHIIIAE

(30) QUEHE=H A 1857/93 199309 142 <A E2|0H(AT)

(73) SSHAX gld SE[AHEANEZE QHIE MR8 ZetX HE ADLXI
PAELZIOIHE S 3I= 04860 Sl HIEZAAKECHM 1

(72) <A =20g ZE
PAEZ|OIHEYE 3= 014860 SR LEAECIM 27/7
st Wy =
LAEZ|OIHEY S S = 014852 HI0l&l1 145
otelelal mzn
SAEZ|OIHZES=2 014840 E22tER3 QLB AEIEDCIA 7/4

(74) tHelel =AM

-

(54) HEZQAE BIRGIE S8 3

=INI =

29

2 woe MERQA. 3% OIR-SAOIS £8%, HISH UL FHHHE 22 BRGs HEHD L Y
ATH2E JHAIBICH O 2t2tol HRE 2II4 orFEIHDE D40l Oflaks 2S FA02 @lly o A
SUNHES 2 LI 8 SR 0|49 UFEAKS ZEYoHs XS SHOE o, = 2 OE
2to] MBS ZoerS Ol MOiZetE (runanay) 0l CHoH HXOZ OIEsiE0f UL LEZ2A L 0f
DI-SAHOIS2] 2510t 2H ARECH

HZs

<

T
40.

60 . 80.

T T
100. Min

14-1



1019950701971

GHA

(2o HF]

HEZAE FRole d8lis &€ ZAME

[2HO AME Y]

= 2E2 AERA, =4 3% 0I2-SA0E, 4EZ222A0 M8 HIE0, Sol 2, € AHSME =
2 gRote 48 ME X AN IOl 28 2J0ICH. E£&, =2 LE2 22224 AL M2 M
H X AEZLA dEE, Sol 87 & 282 M Zgol 28 AO0ICH
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dissoluved in N-methylmorpholine-N-oxide [NMMO], Daas Papier, 40th Year, Vol 12, pp 615-619,
1986] .
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S HX]. EP-A 0047 92950l 2, 0l EIM =5 O AE A=A SUE AKX R6HH, 2
NEZHolE ¥ & JHe 2H/AO0IE 018 22 2= 400 Ol SA3X L oLt 014 =4 JFXE
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page 105 (1985) : Text Res J, 57, No 2 page 61 (1987) : CA-A 1251 8805 < US-A 4 880 4695]. 1
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420/ EHECH SAE SF0| 2 200 AT-8 393 8415226 2SO AUCH
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SO

ASIHTHMZN ==0tH HEcte SISH2S2 AMEBEZM, \(WMO-EEZ2AH 2 M= 422 84
[ZD028 : Guthrie et al, Cellulose source and exploitation, Ed. J F Kennedy, G
o Phillips. P A Williams (Ellis Horwood Ltd, Chichester, UK), chapter 6, page 49 (1990)].

LS, ot2Iol =THololl, MEZLA9 Eols 2Adcts A2 LM JUCHE LSS : Golova et al,
Vysokomo!| Soedin, Ser A 28, No. 11, page 2308(1986)].
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SHgsh DIl &=0] OO [FDES 0 A EH(Taeger)S2 28 (1985) : Lang et al, Cell Chem
Technol, 20, NO. 3, page 289 (1986)].
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e [#O28 @ &) B S92 28 (1985), Formeln, Faserstoffe, Fertigware, 4, page 14-22
(1985), and Taeger et al, Das Papier, No. 12, page 784 (1991)].
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2% 2 2 P2, & S5l 012 €2 NSl 2o 22 Aol 2AAIILD, 222 2ol STIF SAl
ol SOt=lCt #1028 : Ferris et al, J org chem, 33, page 3493 (1986) : &tJ| EHH SS9 =24
(1985): AD| H(Lang) S2 &8 (1986): &I RIEHSA SO 23 (1986)].
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T, SAO E2H0l ASGH MZEZI0, 3%t OfRI-=2A01E9 2ol & AE22A9] 260t A EXE
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Ol HE Yo Sol HigXet s EEZLA &

e

SUODRE MERRA B

o

N ZotJl <

2 i
U

o

2 Ol F=oI2 EYEt. 2 2ot A0 st AIES DSC JI=(=AIXE A 2
2= &X ; HSE ZalM DSC M2 AIAE! 4000(Mettler Pressure DSC Thermosystem 4000))S
23t REFHASS =2 [The degradation and stabillisation of cellulose dissolved in
methyImorphol ine-N-oxide(NMM), in Das papier, 40th year, Vol 12, pp 615-619, 1986]0i 2t =85t

L.

> [T I
=
=

SAHZOl 2N SOIMAN CHEH A U/ES 2 T= 2a0|2 2240 GG 28 SUE 510/
H 10M & = UCH. AIEUH AISS SAIMESE 76.5 S %2 NMMO, 12 S92 AEZ222A 2 115 &
2% H,02 &R0l CH. 01AHS EP-A 0 356 419501 et MZESHELH. 10C/229 JtE =% (20 bar2l HiL
A ZA 220|002 40 KXl 280Co 2% IAWA Z2AS OHAIZIOICH A AIGHRCH. JHAl, =0
L FS2= 202, 20| AIEYD (22 = &) AZ38 HOIF 22tst 26l 2g), 2o E€otl, &
il 258 UEHE. 0l 2% O LOoHXH, AEHS &€ orE M0l O EOrXIAH ECt.
Z 1]

Alg Bis HIHA| HA Z|CH ==

1 204.3 2083  236.0

2 Fe:Os 191.5 2045 2111

3 2E AR} 2 +HCOOH 145.4 1748  191.1

4 BE AL 2 +Fes0s+HCOOHM 90.8 1164 1429

5 af AJR B +X[ AB{7|+HCOOH  98.0 1328  153.7
ME 10IM, ZATHES 94 ZOMH 201 JFEGIRICH. 2elo] X Bl ASS 204CHAN ZEEAC
Fe02| &EIJFAION, %* 0l 10C ¢ HH}EHI IHAIEIACH (ZAMRHE : FeO= 1 : 1). HCOOHSl & IFAION (2HAFAH
Z © HCOOH=3.1 : 5), JHAl %It HS 60T NAl SOH&E} BEAF THE £9 Fe029 2JHE Z=TH(BEA

ME : Fe 0 HCOOH =23:0.8:2.1)= MHAREE &S| 50C &2 ZAAZCH TetAd, 01F =20
gtl= MO s 2ol =22 0Cce =2, = t'U\PXHEOI & ™Mel 2=(110-115T) BCh &2
2 0A LOIRCH. HCOOHRH HHEf=! ARl A II*EUI FAtet BHEAGH R 2tE H=C0 A&
HoleAZ XAedle GAMMESE 286t A8 20 %'F'_FESE ABEHE R S48 MIO0ICH
&l Z2ite &« = 40l Mol
xjh.lﬂii SOt 2229 S 2 ?Z80l = SMM= Mot O 014 Jisotkl & 2 &2
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B1) ZAHZ Ol CHEF CHAl U0l CHEF GPESl St

&J101 0|0 Azt Hiet 201, 222429 2oiE X6t fIoi ScHol ot Metel 2222 A
T YAMMEe 25 I 4o F0| . Sol 252 =Moo, NMM-22E22A S0 e GPE2
S¢Es s M1Z0 22 AMAEZ S AIE0 UL

H1E= ZALHZO0 CHEH CHAl EHS AMEotH 112CHM S2E2=Z 22 419 0SC EXR(SH 1a, 1b,
Tc & 1d)(SFS(LeIAE)N et AIH(E) E2R)S TAIB AN0ICH UH SH2Z2 A, 62.9%2 NUMO,
27%2 £, 10%2 B-HEZCI2AE L 0.1%2 2 TILAL SEHS(HEZ22A 29 YHIIE AlSd 0l
HOIEE)2 AtEotR, 0 EE20 9 : 19 HIY Fe0t & Fel(=E ZHE2ZAM X 22)9
oY E=SS ot 2ol 2SS HAIGHACH. SFIHX S22 M Hi= 2 2 @ 1 0IAUCH.

SYs MM ZHOUA GPESQl SDHE AESHI fIoH, GPEJF EIIEIX 22 E&82(=24H 1a), 0.5 %
GPEJL EOIE EE2(24d 1b), 0.55&%2 NaH0(0.5%)Jt Z&E S22 M=EGIULH. HMISZ22H, GPE
b BOEIXl =2 EE=20AM 2o BtS2 & 552 =0 Moo 2&toidltis XS & += UACH. GPES
EM= &Il A2E 2F 402 A HEARLMH, Ol GPEJL €8 SUEHES SIHAZ2beE HE 20HE
Ct. Sol =52 EMotol Zoiol et HdETLA2 otdgl= HAME2 Hddo dFE 240 =

=48 lc= EEE2 AAMIL 1202 S JtE =0l EE S UEIWAL &1 20l 0.5%2 NaOHe| oot &
A 2oddE dNEez ghettes XS 2E6E0. ESS0A GPESl Z28 & NaOHel =M H=201, =
gH HS2 AZol 2oitles Aoz BHETH.

=48 1d= = 20 == FAME AEE LIEtH=E AR0ITH OII0A 22222 Zdie gXle =
=9 2HEH Ol =+otl EH8HX EAL2H, 1O dFE=2 GPEJL FItEAl @2 32 add

B ANEZ O SC.
B2) ZHAF THE(ABAE ZAINZ)0 i8St GPESl St
AE 6]

—

21.6 g2 83% NuMO2l 2 ==3t== Z &G0 HIOI3H WO 21, 00120 HUHXE MESHH SEAIRUL.
E8EH L322 2CXE IS FFHAZ 2II2 AL H=0, 2.292 HEZTL2A(2 6302 &
ges 2= HIX 824 d8 A4E22A)E FHOtotD, 01Z dhM 22 LAIHEE

Al otI| RIoH, 292 AJ|o] HAIMESE LF2AS AISSHH HI0IH WUl &2
ZAM EBXLD 150me 22 XelotHCH. OI0A, = Y A& A (wash phase)2 Helll, HAMMES €1
T 2 HUEGEO BIHIE 2A=E == AUS WU a2 CHAl S THMAIZACH. A=20M O XA F,
D8 AlES CUEN 2H¥ (K Goetze, Chemifasern nachdem Viskoseverfaren, 2nd Volume, 3rd Edition, page
1003) 0l et DP SX™ oL

DP ZE BtJI12 E 201l JIXHGIRICH.

[AIE 7]

NMMOS Z2E8AI2I &, 2O A2 JI=OZ ol 0.2 %2 GPES HJlol= A2 HstD=E AlE 62
BHSSIGCH. OP ZE0] OfeHel (E 2)0M BEH&TH

28 2tEHES =FolJ| <lol, 5.5mge &D| AEAE UMMEE L, 9229 Fe0 & 122 Cu &
Lz OI2RUA SE2W 2 - 12 Hlg EHEOZ SEAIZCH. 20 BIOt2l BIZOA 24 220I6HH, %=
S8t AEHZ 10C/22 &2 112THA 2206l Jtgcotl, 0l 2 0M S22 RAAMICH. Z2WE
M2Z=(=4& 2a)0l LIEFLHACH

[AIE 8]

NMMOS A2 &, WO AS JI=C2 ot0 0.11 SEH%2 NaOHE & Diots 1S Holtls A A
62 Bt= SIUCH. DP ZUE GHJ12 E 20 JI WG CH

[AIE 9]

NIMOS E2EAIZI &, Mo A2 JI=CZ ol 0.85 S2%2 TBAH(HIESIREE AR E £4At512)2 &I}
ot AE MAStdE, AAI0 62 SH=0tUCEH. 0P ZHE otJ12 = 20 JIMHSHACE.

[AIE 10 & 11]

NMMOE 28 2 %2 GPESl EIF MO, 0.11 =% NaOH(AIE 92 R ALEH) & 0.85

A2l B2 20 1
2% HERIREARE +M512S 242 Edlots 22 M . D

Jlel B 201 JITHGHACH E8, AIE 701 M2t EX 2o¥&S SFOIYC. ZWE H2E (A2 I
2 20) 0 LIEFHRACH.

o

14-7
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[Z 2]
A"l EHIZHH MEZzZQo Ao DP
6 - 430
7 GPE 600
8 NaOH 480
L2} TBAH 450
10 GPE+NaQH 590
11 GPE+TBAH 600
ADJ| HE 222E, NaOHEHS] EJHGPE HIER )2 &EHIls HEZ2AE 2ollAl2s BtH, ASHEY XM (GPE)
2 AJ|(NaOH) 2l HHEIS S GPESHS] A2 OIEIIKZ AERA 2ollE dolgtllise AS & &= QL.
H2Ees 0.11 %2 NaOHS %2 d)| szs 2= HAR0U T, 2 2 2s dAME (26 20 ¢
2c)JF GPE(=2 K 2a)BtES AIE06H0 HESIAIZ] AEAZ SAIHEE0 8 A AH0| sle 2is B0
CHE 24561D| RotH, AEAWAMN HMZES A2 AN Z2FH(HAIHES Z2&)0A MEZ= 2HAMY
B0 L 3 =2 € AF3HE 2= 22 HAHAHMOE StLt.
H2 Y HME2PE HE XMUN 22 2 Y (2 YA K28 48, 5 4222249 [
=2 SEECY S8 O =2 382 BHEUD
B3) EFAIKH20ll CHE SIE=ZAl0IeIol St
SIEESAQIE & SIESAO0ICII GPES HHEt== At XIMEZ A AFE0tH, a2 A& CUHA JI = gt
gHol M2k =He =dE HAIMESE MEIOIUCH. solel AdE22A9 SETE AJ|l AIE 60HAM JIXHEH
S0l Cloll SEGIQICH. ESE HAIMES 28 S AHZ2 SHGH)| /st DSC EX22 AE 710 SALSt
galoz2 MMGHICH. 22 dtJ12 E 30 JIXHoHICEH.
z 3]
AlE orE S| DP 2ol A
12 0.2% NaOH 600 53
13 0.5% NaOH 610 - 58
14 0.5% NaQH+0.1% NH.OH 690 67
15 0.025% GPE 580 - 32
16 0.5% NaOH+0.025% GPE+0.1% NHOH 880 63
2E AAUUHAN SIEZSA0LES HASIEZ M AIESIJLCH. ZEol JiAl= 112CHAl Ol JIEE A=
BHABISO| H B AMSE 20T AIZHER)0I0H 2 Bi=20| 2] JHAIE€SE, AlEE2 2
OrAGH &ICEH.
A}

H 322RH, I tigte SIES4A0tEl2 AEZ22A2 e Loig =2 Otlict A=
X A [e]3

Jle gEol et MESHACHSRIE S 20092 LAHHS o

= E ZEoto 250me HIOIHO =Y AIRACH. =, 22192 70%
NUMO S FItotl, E0iclE 20 A 52 S WEAIZl =, EHS S&D] WOl EACH
HIOIZHE 25.502 &R4&9 FMED B)| AXE HEZ2A(A 94%)E ALESt0H AXAIHAM HIOIZHE
FEHOZ NHE F, dERIRAS SEI| o AL

250mbar OlA A20IM 1562 SoF 24HAIZ21 Z0 JtG6IICH (130C2 8% ZFE). 2 9Tl
= bS] U

= =
N B 2220 SFRHUUSH, 0l
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S|

-

58 =, Y= HEs A2 AH2Z 02| 25mbar® S0mbar DAl ZAAIZCH 28 1AI2E =0 o 430l
S2HUCH
Olefet fetd A0 Met, otJlel AL HEE MEZSHACH © 0.1% NaOHE == X & 0.025% GPEE <=

&t |
Y ; 0.1% NaOH+0.25% GPEE HE= Z.

IHNI2l SAMEE 282 120CTHHAl JtEotdl, 6AIZH0 2 o &2 Z4AE 2EGHRA
o das “'EEQAOI Zoi0ll &S00, &) Az AEZA HF3Ee S50/ &

H3==Z 2 E, NaOH2t GPESl BHEN &HIH(=H Z)
FRE0 O 2Sot BEZLAE HESAIZ
5 MZ2QA opcﬁg}x“m Hoz o=g

D) HEZQAN &t FJIo St

BXE HdE=2A OHASIH GPE(BH V)22 Al&E0t=
2 = UL NaOHE H=2= AI8He 220 o =2

[

& AgE Hiet 201, = €EXs SII0 28 fLet ¢HdaI sZ0 30 2AESIEZ ANE AL
St= diol OHe 2IZ5t0e JE &olotRil. sEHezs, 2 )| s&= ANz o HEH tet =
DOl OHASE HMBotA Rot= Y, UE sHHo=2E, =2 )| 59 A82 S3dl JtZ AlZ2tol Ao
o= dR0= SHAE= O, O 0lfs St =JI0ls NAXS UsSlilse 2F 02 YetIES
SN HAEZRL2A9 2ot AL HEO0ICH. olA2

M4Z0A 2 = UACH.

M4 = 30tXI2 2018 =5 (0.1%, 0.5% 2 2.0%) 0l A NaOHOI 2IoHA 2 tESHE 3DFX ZAMHES Ol CHE
AZHO 2t s &0 EEo 245 ZBWECH NatHY U2 =2 sZ(2.0%)0AM, 8= AXMEZ SHAIZHAY
of &STX2H, UES0le =56t 2480, 0.5% 012He s&= HS 20 & A2t 8o 8E2AE

ZHE XA AdH S22
EMdt= X2 2= ol &Adl 8=

+0|3§ HAE0] oloh 2HE ~ Urt.
= LoD BRG0, B2 Qs WAHEO MEF AIBO| 510]9 2US A= FR0 EMECH
1. 33 Ol&tS] SRS DSC 00| A2-HIAER =H5101, HAIEO (3t 602 Ol&S] TR, 2
S2iE 0S¢ 0I0|22-BHAEZ =F510, 3ni-JIZ=(EI2-014)0] EAEE= ot= 802 0

ADI0A, DSC AIEES B2 AIE ZA0A, olo12 Higse 2= HEH ZILI (Mettler company)ll X
Z0I 22 DSC(M 2 AlA EQ,E(Thermosystems) 4OOO)E ANZBHH ==H3HACEH.

ere-psScel 4

Mol & ZBIE 2ol © TA-Z=2AIA TC1H

I AZTEO : TA7T2AT.2

=3 22t DK =& & DSC27HP

&XIE ZelE : Epson FX 850.

A8 XA

AMEotels HANZE 2605 5mg+0 4ng), MBE L0z BOHY AMAS)L S22 DXIAEH
2 g2 5, 2H2 %“a*éi AL, = 9 S229 Fe0 (MZE M : Aldrich, type No. 3924)% 1 =&
2ol 222/ (MELHM : Merck, type No. 2715)Q 2 E&= 2 : 19 (2829 »AIME : 189 &
g2)2 dLotA "*’CM;“EP

M DSC-E3=2 A AlIGH| Rl O*EDIE; AES SN2 =0 SHBHE 20bare EAZ JIAGHACEH.
40°C 12T 2CNK JISAIZCH. O =, AES =0 12020

o 20N E25IH, 10C/22 BE2
ZH 1122 |XAIIIL2, O /\IDFEOF 0SC =

T2THHA Jtgstd 0f 2Z0A |XAIZIE HES 0SC HX2 ZZMAMU ME6tD, 0lXS HE5HCR
HEEAMAN UHSE 2.51% MZetCh. MbS= & XMeTes &I ZAHUMA 112COHA JISE S IJHSl DSC-
=XE dd2M B0lHF= AOIEH OO0l A I1| 5ez2E HERRA A2 JFE2E 8%01 2000 ppm2
GPESHS AMZESHN A SH A2l Zeh JI=2RE 9 LAHZ(77.5% NMMO, 12% BEE22A, 10.5% £)5 LU
EtlhD, M 6&= %%EQ&QJ &S JIE=E2Z ot 2000ppmel GPE & EHe| 2= JIELZ ot0 800
pom2 NaOHE AtE0ot0! AESHAIZI 2 2ol 2 LAMME(77.5% NWMO, 12% LEZ22A, 10.5% 2)S
LIEFHCE.

S J4ol SO DE0IM, KUK SO URAE(MNE MRZHERAH HTHUD, AIZE II2 HERM
MTHYUCH W A U= x| 4S8 UEHE N2 S840 38 SF5is O, 0152 HANES
OITt. %J| A2 RMo| O P20 BMES JROZM 402 SNET ZXE LAWSH (et
HAE(H5E)S 4320 202 200, = Lol 2 LA (43 HAE (K6E)S 6820 202
SOICH 3 i JIE(time iso)2 LA A A2 BXE LAHRO HoHAMES 652012 = 2o

(e YAMSO A= 90=0ICt.
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