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Studies on Derivatives of Diphenylene oxide. (V)

Disperse Dyes from 3-Aminodiphenylene oxide as Diazo-component.

Yoshibumi OSHIMA, Hideo OKUYAMA, Koichi YAMAGUCHL

(Received 22 May 1965)
Disperse dyes were synthesized by coupling diazotized 3-Aminodiphenylene oxide
with couplers. The following results were obtained:
3-Aminodiphenylene oxide (] )—>Aniline 2%, 412my, mp206~8°C ; I—>Monoacetyl

aniline, 1%, 376 my, mp 245~6°C ; I—>Monomethylaniline, A%, 364mu, mpl03°C ; I—>
Dimethylaniline, 1%, 430mu, mp234.5~5°C ; I—>Monoethylaniline, 1%, 370 mg, mp
98.5~9°C ; [—>Diethylaniline, 1%, 443 my, mp 158 ~ 8.5°C ; I— f-Oxyethylaniline,
A% . 424mp, mp 164.5~5°C ; —>F-Oxyethylmethylaniline, 1%,, 433my, mpl79.5~80°C;
I—>p-Oxyethylethylaniline, 1% . 438 mg, mp 155~6°C ; I—>Oxyethyl-m~toluidine, A%,

431mu, mp 164.5~5°C ; [—>m—chloro~B, f'~dioxyethylaniline, A%, 438mg, mp 161~1.5°C.

The fastness properties of these disperse dyes on diacetate, polyester and acrylonitril
fiber were examined. v
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*x 1
NN N % P
N Kl | SHEME (e
1 R-N= N»<>—NH2 | 2068 | 14.18| 14.68| 412
| .
2 R - N=N—_>—NHCOCH, 456 | 12.45| 12.76 | 376
3 R-N= N——<_>—NHCH3 103 | 13.59| 13.95| 364
4 R-N= N—<_>vN(CHs)2 ’ 234.5-5 | 12.70 | 13.33 | 430
5 R-N= N*<_>—NHC2H5 98.5~9 ; 13.62 13.33 370
_ ! |
| _
6 R-N= N—< >—N(CZH5)2 158-8.5 | 11.70 | 12.27| 443
— |
7 R-N= N——<->~—NHCH2CH20H 164.5-5 | 11.80 | 12.69 | 424
CH, .
8 R-N= N——< >N N 179.5-80 | 11.56'| 12.17 | 433
\CH,CH,0H .
— C.H i
9 R~ N=N——< >«—N< = _ 165-6 | 11.26 | 11.70 | 438
CH,
10 R-N=N—< >—NHCH,CHZOH 164.5-5 | 11.63 | 12.17 | 431
Cl
H,CH,OH
1 R-N=N— >——N 161-1.5 | 10.01 | 10.24 | 438
—_ CH,CH,0H
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FBOEI3-A DO 7 ALYk Db » 7V v SRR T AN Y EEIKSELT, ¥ ek
(ONTZH O % FoKBERR £ 1o BB LT 2 F A CT 2 F L LT, FRENESHE IR Qe ok
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BDIEPER O LELT v F L L DEE A KSR Y Y S VATELN . CORBRBTS 7 2+ {tin
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FTTCOTVL-AD L IR L OBMED » 7V VIR I BHBRERE X » TP A7 vESE) mp
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E |l me |™ mg | °C |brlvsle lmél g | °C |hr g | %
1]10] 860\ 12 | 7-12 | 294 N k ' TE
i85 c2%4) 1 j12.1] o7 13,5 8-12 | 54| 170-8 [11.170.8) 206~8 | 7
2| —| — || = | = |—|0]=|—=|— = | —|ss5228[ 1.1/ 06| 245~6 | +
3] 2| o 160 2.4| 410 1% B |12 6)3.0 411|834 1002 |3.090.9 103 [T
4] 1] o5 8 1.2] 69 | 134 W |o.e6 , ) 0.6 6-0 | 15 |282-4.5] 1.375.6| 234.5~5 | [ T
5| 2| o7 160 2.4|810| 3|V |1.32 6| 4.3 810 334 96.5-7 [p.0258.7 98.5~9 |5 7"
6| 1] 55| 8o 1.4] 24 |3y W j0.82 137 0.9 36 | 20 |15, | 1.369.6 158~8.5 | | T
7] 1| s5| 80| 1.a] 01 |2 W 0.7 [ 15] 0.9 89 | 21| 162-3 | 1.052.7 160.5~5| ~
c _ g . _a | —en
8| 2| 105|160 28] 1-3 | 3|V [1.65 10| 1.8/ 9-12 | 20 | 161-3 | 2.772.0] 179.5~80 4
o) 2| jor | 160 2.4]5-11| 2§a}lx |1.810 | 3.0,6-10 | 5% 149-51 | 3.589.3 155~6 | ¥
ol e , \ _ N EEY
10| 2| 105|160 2.8 12 |2 X |1.65(10 | 1.8/ 12-3 | 20 | 161-5 | 3.388.0{ 164.5~5 | | =
158.5 <
1| 5| pee 400 6 | 79 |23 X0 158830‘75|911‘6’ 50 s 161~1.5 | ¥
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a) () RiX2-ADRY 7 VEGEL, R—# v 7 ) v /G Eh6BL RN ORGE s v B

#£30L, FEBOEREMCOVT, HABRr vERBHF LWLV, 727 — e
Eaf (O, @), @), ) by, FrrvREEFHESHK (0) OO D, — T b e
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2+1 #H(1DOLR

3-AD (mp98.5~9°C) 10g%2,000mIDREE L — » ~Z2 2 b, 7k800ml L EIERR12mI% hnz T
75 Ciehmdh, —T AT, BHIL, 7~12°CC N/10 HiEf ¥ — 27k ( f=1.1214)
485ml% 2 hrdbminic itz » T F, ¥ 7 Vb Uiz, BEBOREHT B L, w8 ~12°C Tl
12.1gD7K80mIE#E % S hr 5 min Thnk, TOECER Y — & (15.52) %z TpHEH 6 \CFRES
Lo Shribmin TS 7 VRS IR e D Twil, 7Kk, BEH, &512/K100ml & figh, 24
v L, BEME LT 14.2g (BUHERTHRELRE) ©2 » 7Y v/ EfWE B, 2hi10%
IV ~ B KR 142ml FiC g, 40min&Eh, MKGSHE L. ), =8, XKL, 3bic
BKT 3 [Pk, H0KE L C mp 170~8°C oMlguri(n), 11.1g (I 70.8%) wHlz. ZDHD5g
BIA=vnb ARERER, I5EvEyrb 3EEEMSLTmp206~8°Co (1) (N, EBHE
14.18%, EtH{H14.63%) %157,

BDD6.1gh = v b 2 HERES L Tmp 197~202°C Of(1) 1.84g %15 T, FEQDE A
Bhe Utzo

2+2 FH(2)DEHE

2+2+1 EKERREERBLASE

Zo1) 1 g% 100mld 7 5 R = faC KB (bpl37.5~8°C) 10g & 30minHPbEM 34, 100ml
DOKCESE, @F, wif, /K, ¥ L Tmples~223°C ofigakie), 1.1g ORFW%) Bl
Ry Eviph 2 EERRE L Tmp245~6°C D(2) (N, S£B{E12.45%, :HEfE12.76%) %157

222 HETFLEZEALLESS

ZepH1)0.82g #100ml D7 5 R a2 b, €YV (bplld~4.5°C) 10mlx Nk, WBIAMX
Blze DERENT vFL0.34g% T, 1hr ZE, BREI®l, HL, BEOCUKRLrE, »
Wk 2 ml ¥ CRERNE, 4 U lB ok 4, mp 209~16°C D}ELR 0.79g (OE84%) #1371z, B
b 3 HERSS L Cmp238~9°C 04ue2) (Rt & BRER T3 2%

2+3 RB(3DOEH

281 B/F7VEH(3OEH

3-AD 2g#xFRC LCN/I0HAHER ¥ — X KIEH (£=1.0006) 107mlic X b, 4~10°CT1lhr
OminFE LT 7L LI, BEORAHYeBL, v 4~11°CTC, §1.2g2071r2~1
6 mlA¥E % 2 hr 55min Gy F, FOEEE Y — & 3g%x M, pH 3~5 &AL Lize 8hr30min

B 7 VESHRK Tl LERDI0T, v, K B LT mp 101-2°C DI 3),
3.0g (Y¥=90.9%) ZEice 74 =2~ b 2 EAEES L Tmplo3°C Okl (N, SB{#E13.59
%, EAE13.95%) w451,

FADYELEBEE LT TYVLL, o7V Kl 1.22 D72 -1 6 ml iK%, BEle
V— K CpHEMRFAG LANDE T » 7V vy Lict 213, 1hr30min Co7 Va0t
STeZ L ERDI, will, JK¥E, #ELTmpl00~2°C oG 2.8z #8, chEx7Tra—n
90ml x &Pk, Hve@L, FABREW L LT mpl98~201° CADZHE0.06g L v DEENT X » T
Uh-EiEfd £, mp102.5~3°C 0Lk (3) 2.2¢ (BIEDER L EFRER L T—F) %87, #
T2~ NEREBR R X vy D 2 BB L Tmp205~7°CAD P A7 Vs (N, Hi
1E14.19%, FEfE14.14%, KEEHHEHDOE 5 & BRER ©—Z) 0.01g 287,

2+8:2 JATVEBEOOERK

3-AD, 0.3g T LT N/10 FEiER ¥ — X7k (f=1.0147) 16ml X b, 2~4°CTC
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1hr 45min % FE LTS 7V kLT 2OL 7 VKR, BiEEY — X4 CpHA LML, 15~

6°C THEN3)0.5g © 7L =t ~ )L 100ml A A HE T Lico T FEIEAH 4 hr CERR Y — &8 LT
PHER L, B 6hriTifc» THF Lize 20hr hF~+, wiF, Kk, 41T mp4~6°C
DEHN0.63g BRI, IR T A 2 ~120ml L EPS,Bie iR L, ABEH : LT mpl83~5°C{dD
B0, 06g %45, vy hb 2 EHHEE L Tmp205~6° CODHRHY (NERIEIS.82%, FHHME
14.1428) ®18ico BTN 2 — VIEREEE, v, K, BB L CRRIGHEHS0. 41gEI E
oo -

24 ZHE(OER

AR LT, 3-AD 1g% N/I0ERERR v — x/K¥EWK (£=1.0318) 53mlic kb, 6~9°CC1lhr
OminFE L TP 7 VL LB, [V (bpl94°C) 0.66gD &R 2 mIAHK % 6 ~9°C T T,
15hr 7 » 7° Y vV 5 S8l L ORMEE Y — ¥0.6g % nk, BERCPHE 6 BEC X CTHEI LI, »
8, 7Kk, #iR LT mp 232~4.5°C OHIHEHA) 1.3g (INKT5.6%) %8k, b A=Y hbHHsE
L Tmp234.5~5°C DFukie) (NSEFREL2.70%, THfE13.20%) %87,

2.5 ZH(5 06K _

BRIz LT, 3-AD 2g% N/10 FiglR v — X/kAHE (£=1.0229) 107Tml e X b, 8~10°C ¢
ShraBE LT 7V LLERKE, V1.32g0 71 a2 —n 6 mlA#H% 8 ~10°C T 1lhr it T
TFlico 6 2hr 30min 7 F =¥, LOMCHEREY — F4.3g% Nk, pHAY 6 CFRE Lic. 188
ROERME T AV F — 5 VTED, 7P v130ml L&, #e@BL, 87 b vERYBH
L Cmpl89~90° C(DYLE0.13g % Bice 7 & b v b EAERE L Tmpl93~4°CADYE (727
~ MR A YR, T 2 — AERORIEARBRASdAmp s 0D P AT VSR L HEE) 2458
foo PATVHER L v L e v 10ml WEHE L, £ UBEy$ED, mpY6.5~7° C OHLEENE)
2.02g (UE58.7%) %f8lco A X 7 ~Ahb 2 EEESE LT mp 98.5~9°C DFuE(E) (NERE
13.62%, FHE13.33%) %15l

26 FH(6)OEH .

FEHC LT 3-AD 1g % N/LOEAEEE ¥ — # /KB (£=1.0318) 53mlic kb, 2~4°CTC3hr
BminyELTY 7 VL L, W (bp212°C) 0.82g DJEEERE 1.5ml + 7K 50ml OIS 3 ~
6°CCHET, B Y —x0.9g% it >opHA 5 ~ 6 ICFHET L, 20hr b » 7V v 77X, BB,
Kk, 4 LT mp 155~8.5°C DILYEHE), 1.3g (NF69.8%) %18l FA=VYhbLERAL
T mp 168~8.5°C D HkHe) (NERR{E11.70%, BHAEL2.272%) 2187

2.7 ZF(TH)OEHK

R LC3~AD 1g % N/10EMHER v — X 7KK (f=1.0318) 53ml i kb, 0~1°CT2hr
0min #E LT 7 VLU, VI (bp160~6.5°C) 0.7g ©99% 7 4 =2 — 1 15ml {FiE% 8 ~
9°C T 2lhr # » 7V ¥ X, FOMG A REREE Y — ¥0.9g OKBEYMNE, b T VVID
KA pHE ~ 6815 X 31 Uise wi, 7k, ¥ilR 1 C mpl62~3°C O fuli(@), 1.0g (X
F52.7%) flce FA=v b 3EELFH L Cmpl64.5~5°COZEN7) (N E8E 11.80%, st
HEAH12.69%) AT,

2+8 #FF(80AK

R LC3~AD 2g % N/10HAHER ¥ — ¥ /K¥AHK (£=1.0318) 105mlwc kb, 1~3°C¢3hr
XELTY 7 VL LR,V (bp 150~6°C/157Hg) 1.65g0 MRS 1 ml+/k30ml % 9 ~
12°CCimz, 20br # o 7V v 7387, FOMGEEE Y ~ X 1.8 DNBER X B AL, B 7Y
V7 ORARILPHE ~ 61l B X St Lice YEEER wiB L, /K350ml RGHI€, 5BHRERY —
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KB S mlyx ez CpH7 & L, wiB, /K¥E, 1L T mpl61~3°C oHiHueHs), 2.7g (k72
%% iBice » A=k 2 EERG L Tmpl79.5~80°C ORUENe) (NEBREL1.56%, FH3fH12.17
%) %ﬁ'f&o )

249 FHE(9)OEHE '

BT L T3-AD 2 g% N/I0ERRE ¥ ~ x KK (£=1.0229) 107mlic X b, 5~11°CC2hr
HBminyE LT 7 VL LITRIC, 1.8gD 74 2 — A 10mlE# Y 6 ~10°C T 3hr 15minici>iz
» TH F LIc(PH3.5~ 4) BfBR Y ~ ¥ 3g& Mm%z T pH6 ~6.52 L, 2hrh ¥~ ¥z, &7 Vs
DI o LRHLDIDT, will, k¥, %L T mp 149~51°C DM, 3.5z (KX
89.3%) Bl XvE¥vsb 3 EFHER LT mp 155~6°C O 4uEko) (NERE11.20%, HEfH
11.70%) #8720 '

2-10 FBADDERK

R LT 3-AD 2g% N/10 EfERE ¥ — ¥ 7k (f=1.0318) 105ml it X » 1 ~2°C G 2hr
20miny E LT 7 V{LLiciic, § (bpldl~2°C/5mHg) 1.65g099% 7 )\ =t — L 10ml ¥5¥K
%12~3°CThiz, 20hr & » 7Y v 7" X ¥lco LOMEEER Y — & 1.8¢ OKBH AR 2Tz, »
S 7 VY IR TEEE CEpH6 LS X 51 Lice ®ill, 7K¥E, ¥4 LC mp 161~5°C DHZLEW0
3.3g (UUR88%) ®41z. A =vinb 2 EIFEAE LT mp164.5~5°C DYkt (NEBR{E1L.63
%, EAE12.17%) %131

211 ZEADOERK

RERC LT3-AD 5 g% N/IOEREER v — 2 7K¥E# (f=1.0229) 268ml kb, 7~9°CT2hr
A5minyE LTS 7V L LY, 5.88gD 74 2 —A-30ml E#E% 9 ~11°C ¢ 1 hr 35min >
Foo THT Lico SHE 2hr2bmins ¥ =¥, ZOMERY —X7.506% 2 F &ML CpHE 4>
5— 6 ICHREI Lo InBREANE - T\WeDT, pHE, 24°C T 2hr ¥~ ¥, S7YVHESD
ot ERRE EFT, »il, k¥, %L, mpl58.5~9°C OMHZHE10.6g (N 4.6
%) BRI, vEvnb 2EEES LT mp 161~1.5°C X)) (N £51E10.01%, HEHE
10.24%) %4370

3 REHFIVBOJEERR

3:1 &AM

BRDEVEREEDOLE, )~@F XUE)~WIk Dk D0.06g L X €~ 0.12g XL ED
KELBRAMTI S RD €, Fvr— X~ TIERLTHLMMVERIC LT E Ak L
Lo

3.2 &

S U gult (2%) 3R, FRANR, K120ml (B :40) dhnk THsEE X AEX
¥, 40°CT7 7~ Fi3gk AN, Omin ¥ELC75°Cie L, & OEEET0minJufs, KEEL
TeDh, TN, TV DOO05BERCT, w140, 60°C, 10min ¥ —~¥v "L, K¢, B
REHR Lo

72 Y ea b ) AR OESIIEH1 130, 50°C CHivr AN, 40minTHO~4°CiL, =D
EEEC Lhriets, /KEEHSEH 1130, 70°C, 10minTRBL Y —¥v 7 Lis,

R Y= AFVREHEOHERICIIRAT VYV AL~ b 2 V—7HTHE1 :40, 30minT120+2°Cic
RE, COBETCIEERGL, SEBHL L VL, KELTHLIH 140, 80°CT 0.5%
TN, VK L D 10min Y~ v 7L, k¥, B Li
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3.3 BEooERR

3«31 HACEQOTERR

JIS KA4005~19561C X v, %I BRFEC-3 %727 — LR U7 + v v R ARG
CONWTITIE o tce BAIEIE 7T 2F — P LRI~ RABIVPF IRV ELRRTF - PR
— ZADHERE AV, B ERZEH-2 2727 - VEBRB LIV T 2 ) 7 vRATHOW
T ntco BIBRIE7T 2T~ P2 ER2~ABITT 27 VATV EE A2~ ADOEARR AV
2o

3+3:-2 HAEEOUERR

JIS K4004—-1%56 1 D 7=~ ¥ 2 — Z— T IR »feo BILR 15hr, HANEEE
63°C, —BHBEH T | SHEC L v HE L,

D ER e o ERBROFERIZEICR LTSS,

(BFLEEEI4FES (F36.4.1) TR WTHE

MR TR 7= v vty FrBEELi W Yo \BEEFK . K (L THE FHRKCE
S BILEB U LTS, PR e v FHRRIIEHRSIETERRS O JEEC X » TTis iz, Isishf
585 0 —HRIL A E ARSI E (BABI) KX e LIRELTHEELBRHOBLET 5o |

3 8

1) k&, ¥, R BHKIH 13, 359 (1965)
2) Borsche, Bothe : Ber, 41, 1942 (1910)

3) KB, EiE : BHKTH 13, 201 (1965)
(TEF404E 5 220 F5)




