BB S~VIREBEILY) 7= v 0D
TEEHREU BT A% (B8 1 3D
K FHE T © hn 2  #

ﬂﬁ] J?“ ﬁg(l)
E ﬁ @(2)

I #

il

W TBERT DY 7 =Y B RIS 256, B 1ICMBEL 23 A FHTRETHERL V5 7
SVANKYBEOCHCOSERRT 500 H 2L ThHb, MBEADERIFOFARRCEL L F&5T
B2THDH. RTENHAELLTY7~ VI, BEENDS. bhbhOEHED BINIERY b KFEL
SRAERY 7=V ERRT B LI2H B, TOFEROEHELEL TS, (1) HEEVSERTH
52, (2) ROEERITERRI VL, (3) [ELRLY 7=VIFELVERR YT, ME
REVZLD3ETHB. ~7V—FETREED Ca 248h/»ic KFRSBARR L LT FEMT
Y, REETRY 7= v S OBEERERE DD TECEVIREEET S,

ZOREEBOCTIKRETICREREMBAT I LICX Y, B 7=V REHBL I B LERL
Teo TOFEICE TR WBIIRDN 5L, WREOZ L & THmE S v 2 Bbh, BHNICY
B2 ABEEVERILEEL LN, KEETIATR - 7cDZ AV AV EEHBEL, BEOKELILL-T
TEIRTERMANPITLERERIT L) ET5EMIch L5< . RREEEIC X 2 EROKR Tl
PIRBICNT 2 KREDCHBI R VERETH 3, BENCRHRRDHELDOLEX TS, ZOMHE#EIZ>
vrﬂ&ﬁf&b&wtwct%%ﬁom%6$ulémﬁuowru:,zoﬁﬁﬁ,ﬁ%mﬁ?vt
I Tws,

oI ¥ 8 7% &

I-1. EBHIUEBRAE

SEEIZARE 500 cc DERH ERA— b7 v—FEA, B 270~280 cc ICAIER L, &5 \iE
SEAMED X EFTERRETICZh ZTh o maRE CRERlRIGT 5. RIGRESE X TORMIZR205
Thbo

o-2. & *

BB LT (A EEHRILTR L VEE2 R0 7 » =y M & kL Uk BEERR 7 BK
BIW, (B) : TSV F7HREIFHED 7+t L-FRRO 2BEHAL 7. Rbt (A) 170
g% 200cc DKIZHFR, Fbt (B) ZZDE % 280cc AV TERETR DT

£ERFIOSFHEIZ Table 1 LBV TH 5B,

(1) EHRECEDHRENEHAMRSFARAMEER GULEERESERER) - T¥Et
(2) HECFBHREREHAMRSAATEEZR
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Table 1. R 7 BEREF S HTE.

(A) (B)
% * HEHRLTSE | B < r 7
QRHFER)- ® H T %
- % TH=VEEE | FrEEEEL
& L7z N# 7eL#
2 B ¥ & 49.4% 19.61%
S Aldadte 26.9% 6.53%
BTt HE 6.4% 6.52%
K 5 (BREEYE) 7.4% 2.32%
CaO 3.9% 0.91%
& B E — 1.53%
pH 4.3 2.65

I-3. ERMOLE

Rt W%z & DL, +AKELT
KEHMEE & VOTE, BRL CHET
B —EE L VEES, AbEor, KAE
FE L7z

II REREREIUEER

M-1. KER{ERkEMEL LISBED3X

3 57 VARRRIERCLSEERDOR

BRI T B0 KB gk i & L

TG, RE, B, KEWEOHKEELS

Bl KE3 x3MF 7 VKR AV
TEBRL. HALZRBHL (A) THY,

708 % 200cc DKIEHFRL7zo pH 1T 4.3 THB, ERBIUKBEIROLICL o7

A, RIGHEE
A, 180°C
A, 200°C
Ay 220°C

B. RJGR:R
B, 30min
B, 60min
B; 90 min

D. KFEFE

D, 10kg/cm?®
D, 20kg/cm?

C. miE &
C, 0.08g
C: 0.24g
C; 0.40g

D, D, ¥ REOERICL V), BXT557 v ABEEATIERFY 7 ¥ &4 AlCEBR U #&RE Table 2-

Table 2-(1). ¥t (A) OMBLEFER
Result of heat treatment of sample (A).
Ex. No. Tgmp'. Time | Ha init. | Catalyst | Precipit. (Esr}fcigég) OCH3 S Arsh
(°C) (min) |(kg/cm?)| (8) (g) (g) (%) (%) (%)
11 220 30 10 0.40 18.82 16.7 11.84 4.72 11.27
12 180 90 10 0.40 0.84 0 - —_ -
13 200 90 10 0.24 16.18 14.6 10.03 4.70 10.02
14 180 30 10 0.24 0.87 0 — - -
15 220 90 10 0.08 19.76 16.8 9.64 3.56 15.C6
16 200 30 10 0.08 0.34 0 — - -
17 180 60 10 0.08 0.60 0 — - -
18 220 60 10 0.24 18.62 16.7 9.41 4.01 9.72
19 200 60 10 0.40 7.71 6.9 9.98 4.89 10.23
21 180 60 20 0.40 0.65 0 — — -
22 180 90 20 0.24 1.05 0 - - —
23 200 90 20 0.08 16.22 13.9 10.04 4.72 14.38
24 200 60 20 0.24 5.43 4.8 10.26 4.05 11.55
25 180 30 20 0.08 1.37 0 - - -
26 220 60 20 0.08 19.79 16.8 10.05 - 3.73 14.91
27 220 90 20 0.40 18.60 | . 16.0 10.04 3.14 14.25
28 200 30 20 0.40 0.84 0 - - -
29 220 30 20 0.24 18.62 15.8 10.27 3.65 15.15
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Table 2-(2). ## A & # # B
Result of gas analysis.
Ex. No. COz* CnH:n VOz CcO CH. H:
(%) (2) (%) (%) (%) (%)
11 13.71 0.10 2.35 0 1.48 83.33
12 5.53 0.47 1.67 0 1.50 82.50
13 — — — — — —
14 . 3.65 0.45 1.60 0 3.15 86.52
15 — — — — — —
16 6.40 0.23 2.17 0 1.36 90.67
17 4.71 0.49 1.50 0 2.80 89.70
18 10.31 0.97 3.21 0 1.27 82.50
19 6.85 0.12 0.82 0 1.22 90.90
¥ SO: BXY HeS &0,
(1)&‘(2) 0&}59'—6}}50
RBEBTEBHORIX pH 4.3 DFA, RILEE 180°C & &, 200°C, 3000 L &EHETDH
Y, EBE 5 B7-0i2i3din ) 2000C, 603 EDSEHEELEL TS,
R OB O THRIC L TIEDH B LROZT EL 85,
D A, A, A, D, A, Ay A,
B, C: o C, o Cs 16.7 B, C, o C o0 C: 15.8
B, C, o C: 6.9 C; 16.7 B, C: 0 C. 4.8 C; 16.8
B; C: o0 C, 14.6 C, 16.8 B; C: o C, 13.9 Cs 16.0
F—&hb 7.7 (a) 20T 10 (b) f£L, BPEE2< 3,
D, A A, A, Y. D, A, A, As Y.
B, —77 —77 90 —64 B, —77 —77 81 —73
B, —77 — 8 90 5 B, —77 —29 91 —15
B —77 69 91 83 Bs —77 62 83 68
Yi. | —231 —16 271 24 Yi.. | —231 —44 255 —20
DRI >TEEHR, ZFEHEZRODTROIL EFTHLIWNERE S 5,
57 VAREIC X 5083 PE  Analysis of variance.
Source of estimate S @ 14 \ %44 Fy
A 82286 2 41143 50.4%%
B 6944 2 3472 4.2
C 1295 2 648 0.8
D 108 1 108 0.1
Ax D 65 2 33 —
B x D 10 2 5 VE=817, ¢p= -
C x D 5984 2 2992 3.7
E 6462 4 1616 } —
103154 17

F2 o5, =4.46, F% g0, =8.65
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VeE=1616 ik - THRETS L A DAN L BEBKBLEBDOHRTH S, TENEH AxD, BxD #
EpDTITHENLT—VLT V=817 TRELTLARTDS. Thbb, RHOBENRE b
Thb30A, TOHEHRIREERFZE LAKREVEDTHS, TOFRRIZT 7V AREC L > TIZ DTS
RWOTEERARBRERCEEIh TS ELbRS,

XTHMSHEERSL C, D D Fy fHix, 3AREATHY, 2OMOTEEAL BRicdED
Zxbhinv, LT C, D OFHRELECLOLLTERLORINTZ L, TDF—%1X 4, Biz
SCTHREL OB B 2 TRERCAANSZ bRB. UFE0 L5 BT 5.

57 VEROEPDBREE DL B,

A1 Az AS

B, 0 16.7
0 0 15.8

B, -0 6.9 16.7
0 4.8 16.8

B, 0 14.6 16.8
0 13.9 16.0

BRI BEEREZ T 5.

A],' Az A3

B, =77 —77 90
—77 =77 81

B, =77 — 8 90
=77 —29 91

B, —77 69 . 91
—77 62 83

WL DAL, BHEERD THRIFEE 5o
2 ERESIC & 5 SMAHIR

Analysis of variance.

Source of Estimate S ¢ |4 F,
A 82286 2 41143 1162%%
B 6944 2 3472 98**
A x B 13605 4 3401 96**
E 319 9 35.4
103154 17

F2oon=8.02, F§qon=6.42
DERAMERICL V1 BDERKET A, B 3LV AxB BNEECERL o/, TOERITAE
HENBLDOTHB. Tiabb, RELHHMOTIAMIEROICLERL D 5L0T, TOENRER
IR 5TV iled, 77 Y AREIC X 3B CRHOBENE L L bE» -0 Th2. &B 4,
B, D itk 3 3EEREOMELTHET, Z0H&it A, B, AxB, BxD y"EHELZ 5.
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BEFHOHEE
ZOBEOBAFMOEFILT L S BMTIAE Ve ThIZ—EORMEL ETRBEEHEPRARES
RTHb, TOHEEATITEIRIRIAZFHELBRETHS. FEVFRECANEZARZT Y 7=
VREERIIBNLTH B, 2 UBBFORDITCEBZEFIRCABFELY, LAL, TO—
EORBRTRKDZOVTHY 2 5B FEREAZI LI TERLVOT, ZITR—BELRCILIZT
%o

FERALIBEBRTDY /=Y ANV AVEBOBISTHEN LFHE TS L 18.8g L%, LT, Z
DR BARER (EK) LEXTIv.

STRABIFOER, A, B, AxB RERLE 71D L OOMAER FHDT — ZFROT L {HEE
Ehs,

/\
gij=ptaitbj+(ab)ij
Yij
hr

iU, ¢ 8B¥E, ai: BRF A © i KEOHR, bj: BF B © j KEOHR,
(ab)ij: A, B OFHAEAD ABj KEDHFE, 7: KEH 2, Vij: AiBj 08&
HEOF—2F -
BENBCELS, b-o bRMARHELLT AB 2L - THEEERDB L
fasB1=16.3 LB,
HEOBERIRNZT L L3,

= [0 1 VE
Bii=t (%z, a)\/NTV_

=a+

h2
‘NR : EBRIBE
ERLZVEROBBEE+ 1
Lf:ﬁgof
95% DIEERFAICRB T

Bii=0.95 Hxbhd,
Table 3. ¥t (A) DA INSLIERER

Result of heat treatment of sample (A) without catalyst.

Ex. No. Temp. Time H: init. | Precipitate OCH3 S Ash
e (min) (kg/cm?) (g) (%) (%) (%)
31 220 80 10 19.51 11.08 5.41 7.35
32 220 60 10 19.62 11.27 4.29 12.22
33 220 90 10 - 19.18 — 3.02 11.11
34 220 10 10 15.38 9.84 5.51 8.75
35 220 15 10 16.62 11.37 5.31 7.40
36 220 20 10 18.81 11.77 4.66 7.00
37 220 25 10 19.80 — 4.93 —
38 200 60 10 14.04 — — —
39 200 90 10 14.05 — — -
40 220 30 10 45.02% 10.85 4.57 10.24
30 220 30 1 18.18 11.65 4.36 8.01

* ZOHBEOHREIK 150g, K 150g OB D EME,
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FThbbRIGRE 220°C, B30 SOEZH4THRYE 16.3+0.95g LD, FHEICIZIEIVER
PaY (7

STKEDERL I OMERMBII ZhE L UBRYNECHB LAV Lidbho2dd, Thbd LEE,
B L OMOTE AR B BHFET TSN D 5. L1 L ZOEBRHERICB - TIIAETE T, ho
FRICE AT RIER S,

M-2. SEAEICH(T 5 MELE

RRIEE TR L 72 < T b+ AUBE RS T2 L SUEOER TS N0 T, KFHE 10kg/cm?, 200
*CHIV220°CTRIEE TR o7z, &£ I2220°C CikBRMIC IR E, KD, BEEETAEL, &FR%
Table 3, Fig. 1, 2 IZRL7. BEHEIER (4) Ak,

20 ,'tota.l precipitqfe_
o i o
19
_Fé 18 o L ] s ash free
>
17 A * *
a Cash+ sulfur) free A
16
15
11
13
10 15 20 25 30 60 90 Min,
react.time
Fig. 1 MEEE 220°CicH1F 3 LB DRFRFHEL
Yield of precipitates at a heating temperature of 220°C.
°
12 ° [me'khoxyl
o .
] °
4+
C
g 10
a-n). 0 ash
8 L
-
6
5
41
10 15 20 25 30 60 90 Min.
react.time

Fig. 2 MEBJREE 220°CizRIF 2WBHD A + o, KT, BREDORRHEL

Methoxyl, ash and sulfur per cent on the precipitates at a heating temperature of 220°C.
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EGRE 220°C Tk 25 I CIRIEBEADOPUBELR2 5%, DRI ZOBOHINIEZV. A FFYABIX15
SOMBREHT 11.77% L eV, L% 11~12% 0BEICH 5, KSOEIRIICRL BER1TEIZ L 5.
Fhabb, RIGOINIRERL &L EREAL, M0 0B CREB7 %% LY, SUBENL T 6045
BizizM2%IcEL, NRRBE—EEEZROLOLEDRS, ZOHEHRWLATAEVAE, EFURL
PICEREERCLEL, DV TRAIRY 7= Y AV VBBKBRL T 5700, ENNICRRSEIR
BBATBILIREBZDOTHS Y, TALRE Ca bl V 7=V AN VEED BOEBBEOEMRE
B X BEBOID, RAOEMERETOTIEAVIEELLNS, LL, ZOARSLERHNEE
FT35LTAHATH5B,

L EO#ENS pH 4.3 TRMEOHE, KEWE 10kg/cm?, 220°C, 20~30 HORMNELEY
LEZ N5, WBRMINEX 18.8~19.8¢g, KBiE 7T~7.4% ThH 5,

M-3. |AEOHED 2 WRBREHEZIC K ZZRERDORKRE

HEOERICB W TIINM & kL U BRBERE v 7BRENRIC LA, T2 T LHORER
IZDOWTERL 2, .

ZORIGIEER® pH b2 VXENRFLELONSDT, pH, BE, R, KREZZOERIC
LY, BEEAAE LAY 0T 2 RERIEELEA L. T0bIOFRROLBY L L, Kk
IBFFIX 7 ¥ &£ 212172 o 7c (pH 13FREEZR Inx THRE),

B E A 19°C, B M B 307
A,  200°C, B, 9057
KEZE#E C.  5kg/cm?, pH D, 1.50
C:  15kg/cm?, D, 2.08

Bz D& K, MEEZWEL /4R % Table 4 IZRL 7.

Table 4. ¥t (B) omaamEssE
Result of heat treatment of sample (B).

Ex. No. Temp. Time pH H: init Precipitate Ash S

cC) (min) (kg/cm?) (g) (%) (%)
41 190 30 2.08 5 5.6 5.50 3.31
42 200 90 1.50 5 21.8 4.13 4.48
43 200 30 1.50 15 20.5 4.30 4.92
44 190 90 2.08 5 18.3 4.37 4.61
45 190 90 2.08 15 20.2 4.73 4.69
46 190 © 30 1.50 5 10.8 4.35 4.31
47 200 90 1.50 15 21.7 7.98 4.59
48 200 30 1.50 5 7 20.5 4.98 4.90
49 190 30 2.08 15 6.0 5.84 3.71
S0 190 30 1.50 15 11.7 5.19 4.23
St 200 30 2.08 5 14.8 4.84 4.24
52 200 90 2.08 15 21.5 5.26 '5.24
53 190 90 1.50 5 20.7 4.29 4.61
54 200 30 2.08 15 17.6 5.05 4.66
55 190 90 1.50 15 20.0 4.20 4.64
56 200 90 2.08 5 21.6 3.56 5.65
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EIKIEBR iz o\ D IR
2B P OLRBIES LI DERICTELROTLL LS,
A1 AZ
pl D‘Z Dl DZ
C, 10.3 5.3 19.5 14.1
B, —
C, 1.1 5.7 19.6 16.7
C, 19.8 17.5 20.9 20.8
B,
. C. 19.2 19.2 20.0 20.4
EROET— 2,15 16.2 (a) ZO0WT, 10 (k) 5L, FTE@EPHEL 5 3,
A1 A2
D, D, D, D,
C, —59 —109 33 —21
B,
C, —51 —105 34 5
C, 36 13 47 46
B,
C, 30 30 38 42
LEMYRI VEERERDROBHSIHEE DL B,
53 #% 53“ T
Analysis of variance.
Source of estimate ) ) 14 F,
A 12045 1 12045 165%*
B 19252 1 19252 264%%
C 85.6 1 } —
D 2678 1 2678 37%*
AxB 6045 1 6045 83**
AxC 5.1 1 I —
AxD 138 1 ( —
BxC 105 1 J -—
BxD 1743 1 1743 24%%
CxD 150 1 —
AxBxC 95 1 VE=72.9 —
AXBxD 1.6 1 $p=10 —
BxCxD 3.1 1 —
AxCxD 7.6 1 —
AxBxCxD 138 1 -
F'io0.01=10.04

DBAMRICEL Y AxBxCxD OEFEREEL L ThETSEL AxCxD, BxCxD, AxBxD,
AxBxC, CxD, BxC, AxD, AXC Vv TFhbBEETIZA, %72 C 3EETRL, C LitnR
THOZEERVEELZVSS, CEERMPLBRALTELTLIVILILAS, ZThOAEEEDR W
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L0F Fy DELFTZIE (CxD #BROCTRTTHLILUTTHS) OT, $_RTEERCS~~+L
TERELZOOHE Fo Thd. ThiXCEEELLEL2 A, B, D 03TEBERLAL L 0 ic ik
%, TOBRICIITERE A, B B BIUEOMOTEER AxB, PH D 25Uz BxD ox%H
ERBCTRD 1 BOERKETHEICEE LR o7, Lib AxB 8LV BxD OLE R E#H
IZHTHGIC T8RS 5,

BIEIDERIC K bR TIMABEZET TE 20 pH HEVZHTH 5, Thbb, pH #ELTHIT
RIGEE, RGEME B TIEMRTES. /L x2id pH 2.08 TiX 190°C, 90 DL TAIES
DY 7=vEREL 5L, pH 1.5 Tit 190°C, 30 A TEESUBRBOEIICETS.

(1) RISRE A LR B 0BE&EREOTSME

KGRE A L#l B oM ZLERANRHSA TV 30T, ZOMATOHREERT 5 LERD
5. UTREDPHELHREL TH 5.

ﬁij..=iij..=a+%:f— . —111—
7el2L, m:C DOIKER, n: D OKEH
EX25  pue.= 8.1, p12.=18.9
f2.=17.5, p2.=20.5

(2) KSR B LIKRA + ViRE (pH) D 0@&¢5RH40FHE

ZOHEEIRRNPORDON DB,
Bju=Xji=a+ I,;ill ‘%

7o12L, k: A OKER
EX2 B faa=15.1, /1.1.2=10.4
P.2.1=20.0, f£.22=19.5
HEEDRE
: 1
B=t(ps , a)y/_VE + -
£ Jz xz h
95% fEBRFIT BT .
9O Min.
B=tu0, 0.05 «/;273 20} / Bn-i-\%h_
. 1_10¢0_95 Ba 30 Min. 90Min.
Zh#777{LL T Fig.3 5

yield, g

5
(3) BEZFHOHSE 12t
ZOFBE LRI &3 Y By
MELZERLT, bol bEMESE 8[ g,
#T, BANBIGEVIRER 55
TLEDBFELY. pH BMEWHE. 100 200 1.50 2.08

RIS EOR AN I3 1L < 72 B emp R -

BERbTEBRIECHNEL, & Fig. 3 NBICBIETMMEE LM, 3X0pH LRHNOBE

Influence of heating temperature and time, and pH
DHEE 2.8 L 5. and time on the yield of precipitates.
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Z0BE, BEFREDHEEEDORTEDOHEEX, A, B, D, AxB, BXxD BXEETH 355, RORIC
IoTRkDHIS,
——/\
paiBipi=p+ai+bij+di+(ab)ij+(bd)
=p+ai+bj+(ab)i;+p+bj+di+ (bd) jy — p+0b;
1

=a+{1 (v, _1y.1.
—-a+{ 1 (Y. 4+Y.50) 8 Y-]--} 7

REREX 190°Cic & huid
Ba1B2D2=18.7

RIGREZ 200°C & +hiF3053 Tk
Paz81D2=15.1

%7260 3 TIX fa2B202=20.3 L 725,

HEEDREEE

o pijy =V b X mﬁl’mvégﬁﬁé); HE+ 1 ><-h1—2=0.2734

5% EBBR BT
B=t(¢ 3, a)a/0.2734=1.17

COWEORBERNEIOEROZIA L VRLRbB VA, FIEHETE S,

&T, FALERFOY =V ANk VE ORZ [HE»S HHET S L 18.3g i3, RIGEE
190°C, E§f190 4y, KEWE 5kg/cm?, pH 2.08 OREVF LB THLOEZNEORBME 5255
EThH-T 18.7%£1.17g L 23, THIEDHECEDLD TEV. EROBHEAIZI O TL Z 0RH41 S
#LBEDONS, '

STUUED X Y2, EBRHONEICE X ZKRRECKEL. REFEATIETZVIDEE X bR
7o LOLKKRETICAEL LB E, KREACTRME L TR 2B L OMiciz, BENAEE DS X
572, L7edioT, KRFAZLLASY 7=V LT, BRAEREZLVEREE2 BV IIEATS Y
DLHFEN D, EOMEICOVCTIISEREMICL B2,

IV B OMER

V-1. ZRHONE

WBHD L b LWHEIZ OV TRBRTIRYVES ZLicT58, BB L 20ROV TR
%,
WBHOERERCEEC L > TRAD, ez, H-1 T -7 200°C, 60530EAL NS X
S>THELZbDIZBRETH B, FAEVTEECRIICONTREERHL TL 3. 220°C, 603U LD
EBMITLCBAELES, KBTOLOLBECHRROLO»E, LEVIC RIBHOBEEZEL TL
B, KEXAZRCECHEIC S WBIZET 58 (Ex. No. 30), THRFHNERNTSH->THERAE
PRRIELZX O BAEERET 5. CORCREERIZECTY /=Y AV K VBEMBEIN DTS
Bb, YREEEEEILTARDTFEARY, 5V IIMBEIIZKEN AT X - TRV KR VENBES
L, KR LR S EER, KTREOHBHLEZbOTHS5, Likdo-T pH MELAZEY, /-
MBBREPRIC D EEERETESMLI LY, FELVELIETTILICAR5THS 5, BT
AMAVERIZHIELALETE TS 5,
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KRR E LTHEM LB, KIBREBSCOZRTHOY 7/ = VR ERZDO R WIBE TR
LizZ &b BURFAEEBRETNT, EBRELTIVRAIRLCEERZ TRV 7=V Bbh3
bDERS,

V-2, EEYIDITEEN

26t Ex. No. 11 (220°C, 305, KEWE 10kg/cm?, R 0.4 g DEHATIHEY 18.8g), Ex.
No. 36 (220°C, 205, /KEWE 10kg/cm? OFEH4TIkEYy 18.8g) © 2EHic>%, C, H, OCHs,
S, RBEH/M LI

Sample C H OCHs; S ash
No. 11 54.39 6.13 11.85 4.72 11.27%
(S, ash free) 64.74 7.30 14.11

No. 36 57.38 6.01 11.76 4.66 7.00%

(S, ash free)  64.95 6.80 13.31
ZOFERPD Y V= VEREMICOWTROZFRE S 5
No. 11 CoHio.11 O2.38 (OCHa)o.s3
No. 36 CsHs.g7 Os.s2 (OCHs)o.8
MEIELEDOI O RBBTEREL TV E30ETHATH 510, —GBILTE L,
Fichte 0 M.W. V 7= v OS3FRD 1 Hiix
CoHs.0502.90(OCHa)o.02
LLTHEZLNTE VY, Picea abies DTk
CoHs.es Oz.37 (OCH3)o.96
BHTFERTHEY: REDZREHE TS L A b Xy ARl iz, KRIRLRLEV. KELZVD
WAEMEFCRGLIZbDOTHEN6MRTH S, bbAARTR, BHEEFCOCTRARIELY

ENDHDBIES N, TRARICOCTDOLEZ S LAZXR Y, BRI LALGELVLEEZDLR
%5

V1 =

LMBLUONMOELE v 7R Y 7=V FERBRRRT5HEL LT, KRETERE 180
~220°CIZiNEA L, ZEEE Y 7=V AN A VBRICHEL T UBHE X 7c. T TkEL LTRGEH
DERERFT B0, 77 VARBERBIO 2 AERIERICL-T, FEROYHR, TEEAOERE
L b,

(1) RE, R, KRE, A OKBLEE BEERL LRET 7 v ARKRIC L - TR - 2 ER
R, KRE, MERL LCEESHATIUBBICRTIIRRHALEDONEVDOT, 2LREKRT
BN Lz, TOKER, BE, BEBICZLALOMOXE AR 1% EEKECEEERALDON
7o, TOBEDRBESRMEL L T220°C, 3054 L5 LBHE (FEIK) OHEEMEIX 16.3+0.95¢ & r -
7=. K531x 9.7~15% BETH 5,

(2) EMETKREDE 10kg/cm?, 220°C 2B\ TR RIG U 7o 4558, MBS 25 45 Ciig i
KNBOWERY £, ThMUEMBABHEZERL THIRERHAL LV, KB MEAER205 TR/
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Precipitation of Lignin Material from Sulfite Waste Liquor (I).

Heat treatment under hydrogen pressure.
Akira SAKAKIBARA and Satoshi TAKAHASHI

(Résumé)

In this experiment most of the lignosulfonic acid was precipitated as water insoluble material
from sulfite waste liquor by heating at 180~220°C under hydrogen pressure. The experiment
was designed by latin squares and the 2* factorial experiment, and effects of factors (tempera-
ture, time, catalyst, hydrogen pressure and pH) and their interactions were tested.

Results of the analysis of variance indicated that the variation between heating temperatures,
-times, -concentrations of hydrogen ion, interactions between temperatures and times, and
between hydrogen ion concentrations and heating times are highly significant at 1% significance
level. ' '

Optimum condition is as follows: heating temperature 190°C, time 90 min., pH 2.08,
hydrogen initial pressure 5 kg/cm?. The yield of the lignin material in this condition is 18.7
+ 1.17 g from 280 cc sulfite waste liquor which contains 18.3 g of lignosulfonic acid.

One of ‘the samples of the lignin material precipitated has a compositionl (ash and sulfur
free) as follows : CoHio.1102:36 (OCHas)o.s3



