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Studies on a Manufacturing Process of p-Kresidine

Hisao Kano

Abstract

A manufacturing trial of p-kresidine has besn carried out from
p-toluenesulfochloride as a starting material by the following route:
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P-FAF—AAALGTYEEY ~FIL, P-ILF~ARAFZ v T4 Fai80°Cie L 7=
NaCHR 1z Na,CO, D KEE (#2562 )i iBH Lo A BATHIIABICRTAZ L3 TE D,
Fop- bAT = ARG EY ~F T AT Y EACIIAN TR AL X D JUSH
bR B FISKT#, WAEEE TAEFL EREERL oIt Bo kb
FASIRIC X o OB LB 505, BLEED BRI £ 0 BB A RDE o '
(2) R5 PAF—ILRILERY —FOTILAY BRI

TAK ) RENCII A, B EHEAS, BEMEANRCESMAEE L H T oS MET
H Utzo S0 RS % L 22K X 2BILAOERAHIC X 5 BILEDREAEET D
DTCHELTRETh Do TAH Y BBCHRAATMERR L, BH L2 5270—-300°CTHY
DR AE L TR GV Y — 5 RBAT o HAKTH 300—330°C cifipr >FiF 5o &
Wk R R A TIEA L CRABMEEMR L, BIETTA B ) i Tiulp-2 v 7~ ik
R & T T T 2000, ThEHE L OKRRESDZOE OROTRECE L, JEk
D s O fe bl — A BERC L D TR A4 5% (b.p. 95— 96°C/15mmHg),  SEHES
R 1 RCR T,

BL1E PIAF—NANFVBY -XDT7 Ny VBRI RG AREFRGELP- 27V Y ~ A DINE

S e Dy LRl — | Fitn v | SUSIEE | R | p- v v enl R %
=L _EL Y2 °C 4y = %

9 1>< 5,95 3.17 315—330 | 20 0.372 37.2
11 I>< 7.45 2.13 300—330 130 0.671 67.1
14 1>< 9. 00 1.49 300—330 140 0. 749 74.9
15 1>< 2.88 0.42 300—330 30 0. 360 36.0
16 1>:< 2.88 0.42 300—303 140 0. 746 74.6
17 lx . 3. 14 0.20 315—315 3C0 0,725 72.5
18 IXX 3. 14 0.20 300—320 300 0.638 63.8
19 1.>.< H 3.10 0.21 310—330 180 0.474 47.4
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U, S, Patent 1, 210, 726 ; Le Maistre, J. W., Strickland, H . H., &Weaver, J.C. : U.S. Patent
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Sl 9142 15-19% Hili 3 5 L BBOENAA S BY ~F K THT ALY DEIVET
DTN B, EHE O RS 5 2 AUSREE O RELFETED C Lhvhhofo.
3) nFrvvy-ro=tnit
G. Schultz2i <> ¥ — A& HRHA L LT 1: THNOJC k2T = b = {LE{T\, 892 DI ©
0-= P u-p-2 v Y~ LB gL Schultz OFELERT 5 & TEMOSHT 5
DICH R ke RE Lo
77223k ~F — (RFIMED Py AhMRAbKG Lo sp-7 v %
BUHTERETT %, BT TR SeE kbR vE=tr2r vy - i
RS X KB L TREERG b ORABRREI LT, Mi=rr 2 v - ekl
SEBR DM LR A 2 RICR LT
B2® RIS nD=rrbRErEtws LY - DER

p-7Vv p.Z Vv = bw )

2B W B Tk vy T NETEENNES sV on| g s
g eaRk| Enl HE R | B ﬁ*:?f’aﬁ BE

% B3 L2 g g °C i °C =N %
14 23 0.489 0. 277 3 _ 8—10 40| #R20 115 0. 208 75.1
17 23 0.489 0.277 — 60 17—20 45 #R20 60 0.219 79.1
18 23 0.489 0. 277 3 — 17—20 40 $820 210 0.203 75.1
15 45 0,642 0.277 — 60 17—20 65 ¥B20 120 0.130 47.0
16 45  0.642 0.277 - 60 17—20 65| #&20 60 0, 150 54,1
19 15 0,489 0.277 3 — 17—20 35 ¥B20 140 0.176 63.6
20 20 0,762 0. 554 6 - 17—20 75 ¥820 300 0. 443 8o. 1
22 20 0.381 0.277 (70/) — — 17—20 150 #&20 300 0.222 80.1
24 20 5.7204.150(74. 8/) — — |17—20 260| $820 180 3. 290 79.3
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(D) o= bEP-ZLY LD AFIE
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2 Schultz, G, : Ber. 40, 4324 (1907)
3 de Vries : Rec, Trav, Chim, 28, 287 (1909)

(95)



688 oo A HE

APFI-MAF~AREBRLLH U B0, BEEAFANRE LT p-bAF ~A R L F
A FA =X 5Ll REFRER A,

D) p-hAd~AALFYERATFA A FA O

GPREOBI p-M A F ~N AN K I v T4 F (WiEE 95.3%) 1900g R0 2 # 7 =1 (922)
2070g% thiAZ, 12—15°CIlHI L X R Ulnds 592, B 2 L 7252 NaOH &K 16002
i B Lo I T T SR 23 - 27 Ceigif i 7e s, ERMmE gL, 2y /7 —n
e AF N RF RS, AP A F ARG EA L TR Lo L kBE L
HORE L ORGSR Lice Hlmx 54 15008 2, IRITHRE OFS I 98% oiiE th ol
(b. p.161°C/10mmHg), > TIRIL 83% Th B HMELIc 2 & 2 —APITiE, BiE2F A
TAFAPERLTHBDT, THERKHREATRIE198gD = 2 7 A 23 Lich B IR
UG T %), EEOPERINML LIRS,

i) P-IAF—AALKSBRAFATAFALL H0-2 b 2-p-2 L Y —A 0D 2 F LA
HerH, BRI RO T2 E T 5 7 v fico-= P Rr-p-2 LY A REIL, KROT
AV EME Do WNTECILEL, p-MAF—A AL G A F A5 RHRE GEEELD
ST LB BEBEE 2 OPI TS el S 50 O TKTHIELS = 42 1 &
T F — ARIKEIRE DT Do KEEMCIXDRO RS =t e 2 v S —ARERLT
W BDT, WHEBE TR UCABERT %5, Lo LTE8-= br-d-2 FEo~bag
—AE = bR 2L AR ETDT, Sk 5% NaCHEK CUE D THET 2o & DARE
WA RS 5 & LIE 20T = b8 2 vy — AR IR LS BB = b rd 2 |5
TP AF —AXSGIKEETT 5 o S OMBRITREERC LD 7% OMELZETLZ b
ot (b p.170°C/25mmHg), EERER L 3 T R4,

HEI3IF =trw2rl—-L1OXFN{

=bw Pe—priAe—n 3.= bk wo
ERR | vV A kv AF 0] NaOH | KOH K s | s 4 AP FT- =
oy % o=
=¥ = =N AR e R - 18R 3
T E2yT N EL E g °C Mo E A
3 1. 15 1.19 — 1000 | 95 100 0.510 51.0
5 ] 1.15 0.49 0.57 460 |70—&01 360 0.763 76.3
6 ] 1. 15 0.50 0.58 7.7 [70—80] 360 0.900 90.0
7 | (89%) 1,15 0.52 0.60 | 18.3 [70—80] 360 0. 605 60. 6
10 | ) 1.16 1.16 — 76 [70—80; 360 0.853 85.3
| 11 l ] 1. 16 1.13 — 96 |70—80 360 0. 856 85.6
| _ :
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