BB sV ITERIYL) Z=v0
W ERBUCRE T A A5E (B 1 HD
K FEE T O o 2 0 B

ﬁﬂl JE g’;(l)
E B @(2)

I #

T

WMV TBRRT DY 7 =Y EFIAT 2 %G, B 1ICMEL 52 A FHIRETERLTV5Y 7
=ZVANVAVYBECOPCOBHRRT A0 EVITLTH S, HEADSERIZOFARRCELLFHT
B5THHH. WRTENAELLT 7~ Fik, BEELEDS. bhbhOERO BINIBERH 5KFEL
SERARRY 7=V ERRT B LIZH BN, TOFEROFUELELT B, (1) HEBRIERTH
32k, (2) ROGBIITEBEFARCIL, (3) DELEZY /=VIELCEEE T, ME
NEIVZED3IETHB, ~7— FETRIZED Ca 2807012 KERLIBAF L LTE FEST
bV, BEETIXY 7= VSN OBEMERE DD TEVEVIREEET 5,

ZOBMETBCTRAKEETICEREMBT A LX), Bl 7=vR32UBRLI>B I LERL
Tro TORBICE - T IMBBEIRAR D7, BEOT L FMmES L Bbh, BHENICY
B2 FRL VEFILEZ BN D, KEETRITR 572D AV v ERBREL, BEOKELICE-T
TEARTEWENOZLEEERY ST X I L+5BRICH &5< . RBRFHERIC L2 EROKRE T B
PINBICHT B RREOHEI L VERTH B, HNCIBREHZ DD LEL TS, ZOHEEID
CTHEETIR DR 72V 75 BEEROMBOBIC X 5B OV TR, SORKY, HEPPHFTI
nERT3,

o 2 8 7% &

I-1. EBHIURBAE

SEEITAE 500 cc DERIMBRA— b 2L —FEAV, BEK 270~280 cc MR N, BB VIE
AR ¥ EFTERRIE FIc T E RO MBIRE CHUER RIS T 50 RUGHEESIE X TORMIZ#205
Thso

o-2. & #

RBE LTI (A) : EEMHRUTHE VSRR 7 v~y B XL Uiz IREERR- v 7 Bl
BIW, (B): Fb V7 HKEIREDO 7 e £t LRBERO 2BEHEAL 2. bt (A) 1370
g% 200cc DKIZHR, bt (B) 132D E % 280cc AV TEREITAE DT

£RBIOSHHEX Table 1 DL BV TH 5,

(1) TERECFIHERGEHAMRSFANEER GUEERERENER - T¥EE
(2) MERFTHREREHARMRSFIAREER
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Table 1. FHREL- A 7 FRERBISHE. I-3. ERYOINE-
(A) (B) RIG#%, wBmE L VHL, +3KELT
B Bt WEMRLIE | R <2 7 o, TG
¢/ 398 ® H L % KEHMEEZ L VOFEE, ERLTHET
o & ThH=Y Rk | FrEEELL b0 _x&gg&& Dﬁﬁﬁﬁ, AbFoN, Kiow
& L/TCNM fCLﬁ' . alj%bf:o
2 B ¥ & 49.4% 19.61%
3%:—*/;&/»,1-\ %6.9% 5.55% I EBERBIUER
BrHEYE 6.4% 6.52% m-1. KERMESEmiEs LICBAED3X
K & (BREEED 7.4% 2.32% 3 57 VvARERIERICLZEEROKRE
CaO 3.9% 0.91% BT KT T B 7o D KERLek T il & L
& B = T | 53% T, RE, R, KEMEOKBELD
oH s P RBleh, RIES X 3T 7 VAREE A

TERUIzo HALERBNL (A) THY,
708 % 200cc DKICFER Lo pH 1 4.3 Thb, ERBIUKEIRDOLIITL 57

A, REBE B, Rt C. i B8 D. KRWE

A, 180°C B, 30min C. 0.08g D& 10kg/cm?

Ay 200°C B, 60min C; 0.24g  D; 20kg/cm®

A;  220°C B; 90 min C; 0.40¢g

Di, D, ¥ REOERIC L U, BRT557 v BERERATIEFE 7Y & AICKR LA Table 2-

Table 2-(1). ¥t (A) DIELEIER
Result of heat treatment of sample (A).

Ex. No.| Temp. | Time | Hzinit. Catalyst | Precipit. (fsfc’lfgelete.) OCHs S Ash
ce) (min) |(kg/cm®»)| (&) () (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 15.06
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 & ¥ # £
Result of gas analysis.
Ex. No. COz* CnHirn .Oz CO CH4 Hz
(%) (%) (%) (%) (%) (%)
11 18.71 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: BLW HeS &&ie,
(1)9“(2) @k%ﬂ'@&‘)%o
R EBTEBmORIX pH 4.3 OFE, KGEE 180°C wL &, 200°C, 30750 L EEHETH
Y, WWBmE 5> Boicidxdil Ly 200°0C, 60Dl EDSHELELT S,
IR OB 2 THBIZH TRHBERDZ EL BB,
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, o0 C: 6.9 C; 16.7 B, C: o0 C. 4.8 C, 16.8
B; Cs o C, 14.6 C, 16.8 B; C. o C, 13.9 Cs 16.0
F—&0b 7.7 (a) ZOWT 10 (b) 5L, #PEE2 oL %,
D, A, A, As 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 B; —77 62 83 68
Yia | —231 —16 271 24 Yi.. | —231 —44 255 —20
ZORIZE > TEEHE, FEEBEROTROZTL EDEAINERE I 5,
57 VAREIC X 5083 PE  Analysis of variance.
Source of estimate S ¢ 14 |4 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, §4=8 —
C x D 5984 2 2992 3.7
E 6462 4 1616 } —
103154 17

Fg (0+3) =4.46, Fg (0-01) =8.65
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VE=1616 iCX > THRETD L A DHBR1%EEKBLEDZDH TS, ZTHENEM AxD, BxD »
EbHTATHENLS~AMLT yz=817T TRELTHAKTHZ. Thabb, RHOEESEDLY
Th3A, TOHHTREEPELLAAZVED TH S, ZOFRRIR ST VBB X > TROETSE
BCHOTEEARRERCE IR TS ELbh S,

ETRHEANMEERSBL C, D o F, {Hik, 3hi3iEshThHy, 2OMOTEERD EMfiicdED
Ez2zo6hizve LI T C, D OFREEVLOLELTERPOBIT B L, ZOF—2ik A, Biz
SUTREL DS B 2 ERERCAANL bNB. UFED L 5 IKHHF 5o

55 VEROENPBREE DL B,
.A1 Az As
B, 0 0 16.7
0 0 15.8
B, -0 6.9 16.7
0 4.8 16.8
Bs 0 14.6 16.8
0 13.9 16.0

BIEFER L BEERE T 5,

Al' A2 A3
B, —77 —77 90
—77 —77 81
B, —77 — 8 90
—77 —29 91
B, —77 69 . 91
—77 62 83

WX D AED, ERERRD THRAFEE S 5.
2 EREEIC X 5 HUAHE

Analysis of variance.

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

F2 001=8.02, F4 001,=6.42
DBREHRICL Y LBDEZKET A, B B3IV AxB RBECEERLhofe ZOERII+AYE
HEhB3LDTHD. +iabd, RELBEOTEEMIEKFNCLERLY 2L0T, ZOEIEEER
TR o TWiizth, 77 VARKBC X BT CRRHOBENEZE LS bEh -0 THB. kB A4,
B, D iz X 53 CEREDMH L THT, Z0REx A, B, AxB, BxD BEEL K%,
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BHERH-OHE
ZOBEDBEFMEOHTITLF L b EMTIZV. ZRIE—EOFHEN ETRREEHEOBAREY
FEHb, TORENTITEBEFRNARNEE LBRETH S, FELTRICAZNETIETY 7=
VREBROIIENLThH . (2B TFORBITEZRFIRVEBFELY. LAL, Z0—
HOERTRIRFIZOVWTHEY 2 SR HATHAZ LIX TEAVWDT, ::’C'ki —GEL R izt
Bo

FERALZBERTDY 7= AV A VBOBISTHENLHE TS L 18.8g &5, Liedi-T, T
DR BAUBRE GEK) LEx TIv,

STHBAFOHER, A, B, AXBRERBLE T D L OOEERE FHOT — ZIIROT L {HEE
ahs,

/\
fij= ptai+bj+(ab):;
Yij
hr

L, p Y, e RF A © i KEOHE, bj: BF B © j KEOHR,
(ab)ij: A, B OTHIEAD A:iBj KEOHE, 7: REK:2, Yiy: AiBj 0E
FOF— 2 -
BENEICEL, bo bRMAFHEL LT AsB, 2L 5 THEEEEZRDD L
faspi=16.3  Lh3,
EEOBERROZ L3,

=t (9 1 _/Vs
Bij=t (P&, a)’\/NT -

=a+

NR: KRBE
BRLEVEROHBES 1
L?"Cﬂxof
95% DEERRITR T

Bi=0.95 Azbh3,
Table 3. bt (A) DEAEMBLEER

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

Ex. No. Temp. Time H: init. | Precipitate OCHs S Ash
(61 D) (min) (kg/cm?) (8) (%) (%) (%)
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

* ZOHEEDHER 150g, K 150g OLOEILE, f
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TbHRIGRE 220°C, 30 HOFMCUBHE 16.3+0.95¢ LAY, SH{EICIZEEER
Zohb,

S TKFMES L OMERINEIT Zhig & BB BB L\ Z Lidbh»7et%, Zhb LEE,
WL OMOZ BRI R RFET 2 THEN S 5. L1 LI OERHERICBCCRARTET, o
KRICE 2T b,

m-2. SWAREICE1T 2 e

MEEZHEMLEZL THHRUBERZ S &»Xufﬁo%ﬁﬁv%antov, JKFEHFIE 10 kg/cm?, 200
"CRIV220°CTRIEEITI 57z, & {12220°C TIHIFRICILIRER, K5, BEBPAEL, &R
Table 3, Fig. 1, 2 &R L7, RBHEIEEE (A) 2 AV7=,

20} /'total precipitate
o) I o
19 F
:‘u’j 18 o L ) ash free
P -
17 a i .
& Cash+ sulfur) free A
16
15
11
13
10 15 20 25 30 60 90  Min,
react.time
Fig. 1 mMERE 220°C iz BT 3 LB 0RErRHE(L
Yield of precipitates at a heating temperature of 220°C.
.
12 ° (methoxy|
X -
o .
(] °
4+
C
g 1o
‘E’, 0 ‘ash
8 L
-
6
5
4}
10715 20 25 30 60 90 Min,
react.time

Fig. 2 TARE 220°ClzRiF BUBMD # b v v, K5, FED DR

Methoxyl, ash and sulfur per cent on the precipitates at a heating temperature of 220°C

.
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INEEEE 220°C Tix 25 I CIRERADOUBEER2 52, DRI ZOBOBMIZZV. 2 FF VBT 16
SOMBERET11.77% LY, Pk 11~12% OBHEICH D, KOOEZRIILRX BER2TER2 L 5,
Fhabt, RIGOIIZHERE & LIcEEEI L, W20 0% REMET%2 LY, SUHMLT605
BiZIMR%ICEL, DRRE—EEERObOLEDNS, TOHEAZBLATRVE, EFUBL
LY CEBEEN UL, DVTRAIY 7=V AVEVEBSEBL TS 37, ENRICRRAEIR
PEITBILRBBDTHS S, THLBE Ca lzkte V 7=V AN K VEED thoERBRIEOENRE
B EBUBOID, KSOHEMERETOTRE VL LELZOND, LEL, TOEISORFNEE
+35LZ5ThHB,

BED#ERSD pH 4.3 TREAEOHE, KEWE 10kg/cm?, 220°C, 20~30 HORMN b HEL
LE:bNB. KBRWNEX 18.8~19.8g, KNI T~T7.4% TH 5,

m-3. EAEOBED 2 WRBHERIC K ZZEROKRET

BIEOERIC BV TIINM & AL U BRRBERR v 7REERRIC LA, T T LHOFRER
IZDOWTERL ‘

ZORIGIIERD pH b2 VXEMRTFLELLNS5DT, pH, RE, Wi, KEEZZOERIC
LY, ETEAFE LAY 0T 2 BERHERLEA L. TObISFRROLBY EL, KR
IBFIE 5 v & 2121775 - 7c (pH 13FREE % fnx T,

B E A 190°C, B M B 303
A, 200°C, B, 9053
KEmME C.  5kg/cm?, pH D, 1.50
C. 15kg/cm?, D, 2.08

KBS &K, REEZPEL /2#5R%E Table 4 ZRL 7,

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

Ex. No. Temp. Time pH H: init Precipitate Ash S
(°C) (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 20.5 4.98 4.90
49 190 30 2.08 15 6.0 5.84 3.71
50 190 30 1.50 15 11.7 5.19 4.23
51 200 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




— 146 — WERRGHERE F163 5
SEIKIEB iz D\~ DFEW
LUBIPOLRIES LI bDERICTHERDOT L LS,

Al Az
pl Dz D1 Dz
C, 10.3 5.3 19.5 14.1
B, -
C. 11.1 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
EROEF— 5205 16.2 (a) EVOWT, 10 (k) 5L, TREHERE 3,
Al AZ
Dl Dz D1 DZ
C, —59 —109 33 —21
B,
C. —51 —105 34 5
C, 36 13 47 46
B,
C, 30 30 38 42
LEBPRIVEEBHERORDODHSIEE DL 5,
sl ®w o B &
Analysis of variance.
Source of estimate S ¢ 14 F,
A 12045 1 12045 165%%
B 19252 1 19252 264%%
(o} 85.6 1 } -
D 2678 1 2678 37%%
AxB 6045 1 6045 83*%*
"AxC 5.1 1 —
AxD 138 1 —
BxC 105 1 —
BxD 1743 1 1743 24%%
CxD 150 1 —
AxBxC 95 1 VeE=72.9 —
AxBxD .6 1 $r=10 —
BxCxD .1 1 —
AxCxD 7.6 1 -
AxBxCxD 138 1 —

Fio0.01y=10.04
[YSMRICEL Y AxBXCxD OEEZBRERL LTHRETSE AXCxD, BxCxD, AxBxD,
AxBxC, CxD, BxC, AxD, AXC gvTFhbERETdhav, %7z C 3EETEL, C LitoR
TFHOTEERADFELLV2E, CZERPLRALTELXTHLIVILICRS. ThEEREORY
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L0 Fy DELTZIEV (CxD FBROCTETRTELIMUTTHS) OT, F_RTEREFS—+L
THERELZODHRE Fo ThHd. ZHICEEELLEL A, B, D 03 XREELAL L DIt iz
%, JOBRICINTRE A, ¥l B BLULOMOKEER AxB, pH D 550 BxD O%E
ERBRCFRG 1 B 0FBKETEEICER ko7, L1 AxB 8X U BxD OFHERIZEML
IR TN B B,

BIEDERIC bRTIABEZET TEX 720X pH BEV7=HTH 3, ThbL, pH 2EL THhiE
RICEE, RIGRMEPRLT5IENTES. oL 2 pH 2.08 TiX 190°C, 90 FORLETAERS
DY S=vERBELYBL, pH 1.5 Tik 190°C, 30 A TREUNBRBOEFICET 5.

(1) RISEE A L B nf&E5H40FEE

RICRE A L#HE B OMICZEEABBRHEA TV 30T, ZOREGEDOHREEERT ILEND
5. UTICEDPHELHEEL TH 5.

Yij . 1

mn h
7ciZL, m: C DIKEE, n:D OKEHK
EX2H fi..= 8.1, f12.=18.9
f21..=17.5, f22..=20.5
(2) RIEEsH B LKEA 4 VIRE (pH) D 0MEEEFRHENTPHE

Bij.=Xij.=a+

C OREEIRAP BRD BN B,
Am=xm=a+_%ﬁL._%_

1S, k: A DKERK
EX2 B faa=15.1, f1.2.=10.4
£.21=20.0, f.2.2=19.5
HEEORE
’ 1
B=t(¢p , a)af_VE + 2~
£ \/2 X 2 h

5% BEMBRFITRB T

=t 008 2_9 90 Min. '{’\+
10 <
Zh#xs77{LLT Fig.3 %95 EQL B,
5.
(3) BHEFHOHE 12t
COFEBRIED & 3 ) Bk Nowe.
MEXEELT, bk bEOEE 8f g
HT, BANBICE RS 5 5
ZLBFEL. pH 2MEVEE, o5 550 50 208
RIGEHEOMR RIS A2 L < 72 B e e ooa ™

ZPLTERRIECAN XL, & Fig. 3 RBIBIETINBMRE LFH, 3 XU pH LREMOKE
= Influence of heating temperature and time, and pH
DHFE 2.08 LD, and time on the yield of precipitates.
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Z0BE, BEHEOHEAEDORTHOHEEIX, A, B, D, AxB, BxD BXEETHZ05, RORIC
XoThkHoN3,
——/\
faiBipi=p+ai+bi+di+(ab) i+ (bd) u
=p+ai+bj+(ab)ij+p+bj+di+ (bd) j — p+0b;

=a+{%(yi1..+ Y.5.0) —%Y.j..} . -%-

RIGREL 190°Cic & hid
Pa1B202=18.7

RIGREZ 200°C & +hiF303 Tk
fa281D2=15.1

F 7760 3 TiX Pa2B202=20.3 L7155,

HEEDOREEE

G2 pLijuly = Véxmﬁbf;v?%gg? HEE+ 1 x—}}—z=0.2734

5% EBRBRICB VT

B=t(¢ 3, a)0/0.2734=1.17

ZOREORERNEOEROZH L V2R b5 0, BIEHETE 3,

&T, HALZRERTOY 7=V Ars v OB AHEND HHETH L 18.3¢g L3, RLEE
190°C, E§f190 5y, KEWE 5kg/cm?, pH 2.08 DREAVF LB THOLZNEDOBWE 5255
ETH-T 18.7%1.17g L 12D, ZHIEBWEICE DD TEV. KROBMEANIZE - TE I OFRENE
HLEDbhS,

ETHUED X Sz, W OREICE X ZKRENCHEL, ERFEATIEFE VLD E X O
Joo LA UKRETICAET KRR E, KREAVFIZMBL T L ok, BN EERSHS X
5715, LiedioT, KRFARBLSY 7=ViRHLT, BRRELVYEREERE2 AL SEATS L
DLEBEEN G, FOMERIC OV TIRSHREMT L 572\,

IV LR DR
V-1. EREHONE

WD b LVEBRIZ OV TRERTIRIE S ZLikT52%, BH L 2oMRIizoOVTHEIC RS
%,

B HOERIREREICE > TRRY, ez, I-1 TiTh -7 200°C, 603DBERL NS X
STELELDIRBERETHZH, FENSTEICEZICONTRBERHL T 5, 220°C, 6052 LD
BRI TERCRAL LD, KRTDLDLECHRRO D2, LV RILoEz 21 T
B, KEFAZRACECHEICD WBIZAET 558 (Ex. No. 30), ZhRFHVRITH-TLERE
PERELZX D MR RET D, CORGIBRMERICBWTY 7=V AV A VEBRIBENED TS
Bnb, YREEEEEILTAITFLEARY, & 5V IZMBEIIIKREN AT X 5> TANM KV EN B
U, KR &R 9 ER, KTEOUBHE LD LDTHS I, Lizh-T pH BMEL B BIRY, i
MBABER RIS DEEEEEELHLRY, FHEVELLETTIILILR3THS 9. BT
NMHVERIZHIEEAETETH 5,
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RFEDERB L LTHH LG AL, KOBRERSVORTHOY 7= VR L AEDORCIRETR
L7icZ &b BEASHERETVE, ERESTVRARZLCEERRZYTRVY 7=viRBbh3
bOLES,

V-2, EERMOTEEN

##t Ex. No. 11 (220°C, 3073, KE®ME 10 kg/cm?, MER 0.4 g D&EATHHEY 18.8g), Ex.
No. 36 (220°C, 2057, KEHE 10kg/cm? DEHTIEEYy 18.8g) D 2&Hic>%, C, H, OCHs,
S, RAER/H LIz,

Sample C H OCHs S ash
No. 11 54.39 6.13 11.85 4.72 11.272%
(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
ZOHERPD Y V= VB OV TROZFRE S 5,
No. 11 CsHio.zt Oz.38 (OCHa)o.s3
No. 36 CsHs.e7 O2.42 (OCHs)o.18
REIEDL S AMRBTREL TV A0 THTH 20, —CBRIILTEX T,
Fichte ##0 M.W. V 7= v O 53FRXD 1Hi
CoHs.0502.40(OCHzs)o.02
LLTEZLNTE VY, Picea adies DHTIX
CoHs.as Oz.32 (OCH3)o.96
BHFLRTVEY, RBOZREHE TS L A b Forpieediz, KRIRPLE, KERZVD
BRRENEFCRGE L2 bDTHE00MRTH S, bbAARTR, BHEEFCOVTEPLIELY

EVRDHBES 9N, TERABRIOVTOLEZ L LAZR LV, EBERRBLALEERVEEZLN
%,

VAR | =

LB LN OB -V 7RE» D Y 7= v SR HBRRT5H%L LT, KERETRERL 180
~220°CIThngA L, ZIEREY /= AN K VEBRBICHEY T2 IBYE Xz, T2 TikEL LTRIGES
DERFBHTZ 70, 77 VABERBIV 2! BIERIERICL » T, FEROYR, TEEROERE
LB,

(1) RE, i, KERE, A OB BR2ERL LIRKE T 7 v ABERIC X » Tiik - 2 X8R
BRT, KRE, MERL L EREFENTREBDICETI280ELALDOEREVOT, 2TEERT
BEH Lz, ZOMKR, BE, BHBIVELALOMORE AR 1 %ERKETEEENLLDON
Tz, TOBREORESEML L T220°C, 300% L5 LBYWE (EK) OHEEMIZ 16.3+0.95¢g & 75
7o. KR53 9.7~15% BETH 5,

(2) SR TKRRWE 10kg/cm?, 220°C IRV TERAYIC G L 7o &SR, NZRERT 25 43 Claig i
ARBOWEHE 52, TAMENSARFHEERL THRERIHEAL L, KOBIZMERR205 TR/
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B7%%L D, HRACHEMLTE0DTI2HICEL, MRIZIE—FELRE D,

(3) RE, &M, KEOE, KB AVBEFZEREL, 2 WERHERIC L > T BHRER V7B
W (L#) 2RBE LcBRIZRE, B, KR4 VBERIORE LR, KRM4+VIRELRHLE
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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 composition' (ash and sulfur
free) as follows : CoHi0.7102.38 (OCHzs)o.s3



