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Synthesis and Oxidation of Hydrazino-s-triazines. L.
Synthesis and Oxidation of Anilinomelamines.

Itaru HONDA, Yosikazu SIRASAKI,
Miyosi MATUMOTO, and Yoshibumi OSHIMA.

(Received 30 September 1965)

Since the amino groups in melamine could not be successfully diazotized, the oxida-
tion of phenylhydrazino-s-triazines by oxidizing agents has been studied in order to give
phenylazo-s-triazines. Mono-, (I) (mp 210-211°C), di-, (mp 214-215°C), and trianilinome-
lamine, (mp 161-162°C), N-anilino-N’-phenyl-, (II) (mp 215-216°C), and N-anilino-N’, N"'-
diphenyl-melamine (III) (mp 229-230°C) were prepared by the reactions of correspond-
ing chloro-s-triazines with phenylhydrazine, The azo-s-triazines, such as 2-amino-4-
anilino-6-phenylazo-, (mp 233-234°C) (orange), and 2,4-dianilino-6-phenylazo-s-triazine,
(mp 262-263°C) (reddish orange), were obtained by oxidation of II and III with an
aqueous solution of ferric chloride at 50-70°C respectively. On the other hand, the
oxidation of I did not give 2,4-diamino-6-phenylazo-s-triazine, but gave monophenyl-
melamine.
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Rz—[//N\h—‘Cl Rz—]/N\“-—NHNHCsHs Rz—[//N\”—N=N—~CeH5
N\/N + CsHsNHNH, —> N\/N —> N\/N

l D | |

R, R, R,
Ri,R,=NH,(]) R,,R,=NH,(Y) R,=NH,,R,=NHCH. (D
R,=NH,,R,=CI([[) R=NH,,R,=NHNHCH;(VII) R,,R,=NHCH;(XII)
R, R,=CI(ID R, R,=NHNHCH([{D
R,=NH,,R,=NHCH;([Y) R,=NH,,R,=NHCH;(X)
R;,R,=NHCH;(V ) R;,R,=NHCH;(}D)

7x=2 e FIPVv(DEAREIRT, SBEO7=V /7273 vE (2,4 8173 /67=
=AeFZ8 /-2 7oVE) (M~D) 248 L, 03 b3BEO7=Y /233 vE
(WD, (XD, (AD) oRfeaEAAlER, (DBICED 26BHETE 72217 V-s-} Y
7o vikgd (KD, (XM #B0CHET 5,

2 = 8’

21 B b2

#7720 (D), mp 43~1456°CREAE LI RELX L0 E, ¥hv=z=1e FI3Pv (i
BHEIBRBEBERFI LT, bpl27°C/200mmHgD D& FER L1, 2,407 3 /7627 -5}
V72v(1), mpil, BLU2,4C7=Y /62 wil-s-} Y7 v(V), mpl9%~197°Cit
X THOFBECL T, ¥12-73/4,6¢27vr-—s1+ Y72V (][), mp 231~232°Ci%
BERY o FBEC L > T@H Lo 227374729 7-6-2vr-s1t Yy 7LV (), mp212~213
°C (XEMMEY 213 ~214°C) i32-7 =2V /~4,6-P 7 R A5+ Y TOVIRA-T 2+ v, 40~
50°CTC7vE=7HREIRTAER LI (V) 0fd@EL LT(DR7 =) v 2 REI¥5FHEk
PH5H, TOFETIMEMEVC(VIAELR, ITWHETR, -,

L&l & L CDONaNO,, FeCl;+ 6H,0, & XU0K,Fe(CN); 3EE1BRY Lo EHEA LY,
.22 £ B F &

(DEEER(D 2D oRBEOHER, HERL UUKEAY, TOBATRSER. HRT
X oTiR, RSHERBAY NG, RERZPECHE2L I L, ¥, HBAZMLZT, B
BOERMET, ERIPNBRLT0D L&Y, RISHB7A» e LI E LTERIEZR T,

(VD EEV D L O EBOHEE, Sk LT 160~200°C B G 3 &%, NAM
BHEL, KM THRL, LERBEEGI I AV - F M T7A» yie LIt E LTEE
P= oy 0.0/ L Y el

(DD EoRGEOBET, FTHELYVEVHETEA LS MBLTvEveEEL
B s 140~200°C Cind, WERG X4 KIGH, NEMESHIL, KMz TREEL, »
AV~ X TTAHYEE LB L UCRGERME R,

BILRISE7 =9 7 27 3 v /KCER, 0B LT, BICAOKBRKRYIL, FTEDCE
BETHhEEERADLTR, RKIGH, BROVBRECEETIIFML, HBRELT REERY % B
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727 3Vv(DOEROHRIFIRD LB THS,
®1%k 2,729 253 v(IDOESEEMER X CEE

D | (D | =rt K | PR et I O

B omoW L |RmE T

(&) | (&) [(D):(m) (m6)| (min) (min) | mp 0y | %, 3
1 0.7310.54| 1:1 e L 5 30 bp 60 164~172 88
2 0.73(05¢] 1:1 % L 5 30 bp 30 164~172 88
3 073054 1:1 % L 5 30 bp 15 167~174 88
4 073054 1:1 IS L 2 30 bp 30 163~169 90
5 0.731054| 1:1 L2 L 2 5 bp 30 163~173 90
6 0.7310.54| 1:1 e L 2 5 bp 10 167~176 91
7 0.731054| 1:1 NaOH 2 5 bp 180 164~169 92
8 0.7311.08| 1:2 C:H,NHNH, 2 10 bp 10 162~174 92

F1R,rDLNDEED, —BRCHEROBMSHALYEL, ¥BERES (210~ 211°C) &
BT, W&, ™TEDC 2 2brd, KSKERTHKOBERDIE VL EDFERLL
FHRBICRKIGHHE AV FIFFHEIMEb M, RISHEBA ML 5 LIREiLbT
MR E Ly, MBED TR B, BRHEBAVBSLETELD LB bt ol &
OEBIIISERITEHD VDAFEBRO (VD) X h Z0EEMIGEL, RISORKE, 4k LiEfky
b, (WDERE Ly, HEBEAH L L COREZRILLTWBDdThHbD, HMOFEERT 3 vED
Bad, B ULEHA»LHREBANIE TRV 2B8abh T3,

HEIRKDOS D, BEbIWWeErbihs No. 6 DERBEOCHMIKDLEY Thb,

CID, 0.73gx(¥]), 0.54g (enlhl:1) &K 2ZmEFTREL, MHRALEBBLIMEL,
S5minfRiIC EFEZ ¥, ZNLEI0min BRFIG Sw-8, 10852 1V — FEwEE e CHfnL,
PhE e LCiigto (WD, mplé7~176°C, 0.99g (UWRII%) %8, ZhuEFBED X X/ — LTk
#L, 3bEn-7 X7 — b ERESLUTHE: (WD, mp 210~211°C, (EESEH) (NERIE
44,519, E{E45.16%) #iBice n-7 X ) — AT X HEREROBIO A X 7 — VI X AYUE YT
biswe, FBEERCL UL LR » 1, .

(Mo Tik, 27 3vev=z=re 738V L% 140~160°CiemBA L CTRHEL T3
B b, 20°CL ETCREFETLIWE THS LBEINTVWER, EELY ORBRALIEET
B, LOHERIAERIGFECEECLS LB LONS,

82 UTP=VIASIVOER

2273746 7r st )7 V(Der(DeoRELs27=9 7 27 3 v(WMD)o&H
DIERIIE2ED L BN Thb,

F2ED No.l ~40fFERrbbrsesd, (DD oK EWTRERO () & (WD
EDORBLRERY, MBASLETLS Z LARDLNI, Tibb, HBEFHORVEHE No. 1)
ik, RISKRTEOBUSHE e ) 0L R L, REHNHBCHETES, HERONRILEL,
EBRBEL, »orof@ENEG. L LOADSERICAETIUE, T oBERS s HEER: L
TERBL, Rk AT 3¢5 R, HEROICR, MEY L bR LIe w5, el
1:3 (No.3) 0BENRLL, COoBEFORGKTRO pHi4.22 75 - T3, Z 0K pH OfF
T REDEFTOHRTLEL TH X\,

Lo L(WDxHEBAE LTAVSZ 2 (DOBRBELHEL D, ZORYURTH Dol
BRAIC OV TR, ThFE 2RO No.5 ~9DRERTH S, ZOHE, »efV—X, RERF
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#goE 7=V, 25 3 vDOEESEER X OER

(M| D | =2 i x| SOCEHE| | # ik 4 )]
% Clmomow R E

(g) | Cg) (ID: (M (mé) (min) | pH | mp (°C) | T(gy
1100132 1:2 L 30 | bp 120 ; 2.2 | 155~173 83
2 |1.00]1.65| 1:2.5 | CHNHNH, | 20 | bp 120 — | 170~178 o1
3 1.00 | 1.98 1:3 C.H;NHNH, 30 bp 120 4.2 184~191 98
4 1.00 | 2.64 1:4 C,H.NHNH, 30 bp 120 — 181~187 96
5 1.00]1.32] 1:2 NaOH 30 | bp 120 — | 170~178 7
6 | 1.00]1.32] 1:2 Na,CO, 30 | bp 120 9 169~177 87
7 1100 1.32] 1:2 NaHCO, 30 | bp 120 — | 188~192 91
8 1.00 | 1.32 1:2 CH,COONa 30 bp 120 4 ~5 189~193 93
9 [1.00(1.32] 1:2 CH,COONa | 30 | bp 15 | 4.6 | 193~19 94

FY DA, REBAEFFIZATCRCTRAERPH AT A B YEICED, bl Y —K, &
B Y Y AT L OBREIGRG Lichi- TRIGENS E VBETHIBE LR, T
YEETHLIEED FLREOETCRIEIR I LXFDLND, Linl, B PYY ATREK
JSHED pHIZ WO S FRPE X O 2RBiEfich v, (\DEBRECHA TV AEE L ER Ul L
DIFREEAMED N, ECRGERZ 2hr b LB L, 1bminTTTCR+45THB 2 L 237D
Bt '

EoEDNDID, BbIWVWEELLNS No. 9 DEREEOHMIKDOLE D ThH D,

(I, 1.00g, (W), 1.32g (enatb1:2) 2NEREEF L U w A 6me ((DDwELT2Y
) %/K24mihGiRA L, £ OB L, 2 A LA b1omin@ifiiE, 10%8he 4V ~&
THFIL, hEte UCHBEO VD, mp 193~196°C, 1.75g (INERM%) %48, A X/ -1hrbHE
& LChiie (D, mp 214~215°C, (fEGeH5E) (NZEB(E 35.73%, #H5ME 36.36%) %148
feo (VDIX ¥ L2 TER D e WEH LA Th %o '

3+3 VYTV AT IVOEK

ko 7AW oRBIRLEE Y Y7297 27 s v(DOARDERIIEIRD L I

Y ThZe
38 ruT =725 o (DOBEEMS L OME
B | (D | = w flevey|ge el Risnse [ (D
& . i &R R
(g) | (gd (I): QW) (mf) | (min) | (°C) (hr) | mp °C) | 0oy | (o)
1| 1.00 | 3.52 1:6 10 40 | 140~145 2 102~115 | 2.00 | 92
2 | 0.50 [ 1.76 1:6 10 45 | 140~145 1 100~115 | 1.02 | 94
3| 0.50 | 1.76 1:6 10 48 | 180~185 1 110~124 | 0.91 | 83
4 | 050 | 1.47 1:5 10 50 | 140~145 1 120~138 | 0.85 | 78
5| 0.50 | 1.47 1:5 10 55 | 180~185 | 1 147~160 | 0.97 | 90
6 | 0.50 | 0.8 1:3 10 30 | 140~200 1 >450 | 0.65 | —

a) REFEEFRIC Sy RS, KIGRECET S & SICTERKIGE 7 5o .
F3Ehbbnbikh, TAF1:621L, (WD) 2ERBEO2EEAL, BESZHEAL
LCERESRLEAR, BRETADMEL N, HERRAE Y MG ChS 212, FOR
HrbEHLND (BEG mp161~162°C), (RILRIGEEN140~145°C, RIGEHEM 1hr ©
BATRLBIFCh T RKISERE Y 180~185°C L ¥ 5, ¥t S 2hr & T 58413,
Dk o TRRIIET Lico (VDORELEELS 0, (WDEDIR BUbHEERL b, = Ak
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1:5 OBERCRIRGERPPCREGEOEZRET*B L T A TMrbT ks h, /@

RED AL 3OBECINRESOERETYR LTV AILENEECHELEL, BHLTS
() 3BohEhr ot ILREALL:IOHE, HEAL LTYEOERRF M Vv 2%z 3
BabRAes, (DX EMAOEEERHOME (mpl63~175°C) 24EEk L, (NDixd
5“7‘&75‘07‘:0

BEDX5c(VDERECHEAL, »oRECEREORBOBRCHHECBLONLERL L
TREIET 5 (VWDEREH B L THBRARRETHLLH LB LbRS, THREEERY o)
-7 377 b7 =2Y FLORGOHERLTN B,

FIRDIH, BIIWeELLNE No.2 DEBRBEROFHIRDO L) Th b,

(D), 0.50g& (V1),1.76g (eAtbl1:6) L&2vEv10mlé B TREL, A LkAbm
BL, FOMC_VEYHEEL, Hmin B 140°CE THE L, 140~145°Cien { ik A Linh
5 1hr BRIURS 81z, Kisth, ARHESHL, Kz THEL, 10% 2241V — FHERT
TARVEEL, HEE LCTHBEOY), mpl00~115°C, 1.02g (URF M%) ¥45, —hi IR
Dz —~TFATHEL, EHE=X ) —A0bERERH L THlRo (), mpl6l~162°C, (EEENR)

(NS2BME31.16%, HEAE31.58%) #iBice =X/ — L LD HEROHO=—F 1T X BHEE
2T e, BRES VB U L B » 7,

(DT cieE, Friess? X - THEEINTWBD, REOZLL, (1) nbHEHEAGRTS
oz, FPFDEVDEORBCINZ-7==2 AL FTFP ) 4,6- 7 vl U TPOVE
B, I E(WDERGIRTARL TS, LArL, ORI 2WTIITH R o

3e4d N-7=Y /-N-ZXTZNA5IVOEH

2737 47=9762rrs ) TYVV(DEWDEORBRLEN-7T=) /-N-7 ==
27 IV(DDOBARDERIIFLARDLE D T D,

AR N—T7=9/—N—72=n25 3 v(1DDOEHE ML L UHH

@ | | e | x| momE mesE o\ (D
() | (@ | WD | @me | o |[mn)| m co |[BF

fo.

1 5.8 6.3 1:2.2 0 160~168 16 153~167 95
2 0.96 1.02 1:2.2 0 160~180 30 120~150 99
3 0.93 1.00 1:2.2 30 100 20 154~157 81

FARNDLbNBHERD, No.l~20 %5 ik LCHBRE X IcHa0FE, KB
ELTERALEEE LD D, £oRRIHE V. RIGRE%30min & Fiul, REZLLHRLTHHN
HEROMBEZETT2»515min T4 EL DA,

HAEDOI D, BhIWir#ELbhd No. 1l OERFEROZEMIKDO LB Thh,

(V), 5.82 (W), 6.3g (enlthl :2.2) L2BEEMLTIRAL, »<ITXA LKL 160~
168° C = 15minfi#k RS, WNEMLAEI LKY ML TX SBREL, 10%5 21 ¥ — KR EMmL
CT7AH VL LB E: LCTHEO(Y), mpls3~167°C, 7.3g (R#EIFB%) &4, hiLED
AR —NTHREL, LA X7 —AhbERFEL TR, mp215~6°C, (JEEEE)

(NZEBRES33.42%, Z1E{#33.43%) %181 -7 R 7 — NI X B EERDORO A X 7 — A LS
Wl fTiobitvy, BERSVWDH UL L BT/ » 7o (XX E BRI O It WHiLE&4
Thbo
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3¢5 N7=V/-NN-JTZLZNA5$OEHK

24-272Y) 762 n-s-2 )70V (DLUND tORBCLBN-7 =) 7-N', N~ 7=
=27 IV(DOEROFERIIFES RO L KD Th b,

#5%# N—T7=y/—N, N—27 2025 3 v(I)OEREMER LUOEE

P M AD | = tb| & h RIGRERGHER KIS 4+ R W% BELLDY
@ nian] @ | o) | min | mp o) [ R B mp oy | BE
1 |1.22]08 | 1:2 | 0 180 20 | 179~188 | 1.53 | 224~227 | 28
2 1089|071 1:2.2 0 180 20 | 162~169 | 1.04 | 226~227 | 37
3 [1.20/0096| 1:2.2 | 0 180 120 | 160~189 | 1.56 | 228~229 | 43
4 1069|055 1:2.2 ° 0 200 5 | 189~194 | 0.83 | 226~227 | 33
5 11.28]1.02] 1:2.2 | 0 200 20 | 184~189 | 1.55 | 224~225 | 39
| 6 |2.64{2.10]| 1:2.2 1 0 200 50 | 183~194 | 3.33 | 224~226 | 42
7 |0.83[0.66| 1:2.2 | 0 160 20 | 162~173 | 0.99 | 227~228 | 44
8 {1.71]1.36| 1:2.2 E 0 160 30 | 161~193 | 2.08 | 227~228 | 46
9 [1.060.8| 1:2.2 | 0 160 120 162~207 1.32 229~230 48
10 |0.99/0.36| 1:1 » %k 30 100 120 | 189~190%| 0.98 — 0
111099079 | 1:2.2 | ta=ve35 | 110 120 | 177~194 | 1.49 | 223~226 | 33
12 1 0.64 0.51| 1:2.2 | > 1vo20 | 140 30 | 187~208 | 0.64 | 226~227 | 27
13 10.92 | 0.73| 1:2.2 l #LvO30 | 140 120 | 185~197 | 1.16 | 223~226 | 47

a) FIGERYEPED A £ 7 — L TEHEH, mp 223~225°C BLER L2 3 THRER- 7 &/ — b B
fLicd D,

b) ZDEICUBD A A Y — FHTEH,

¢ ) FER(Y)HER,

d) BRIV )omEINER9%,

e) HREHAERALLE &, WEH, KESERITBELEEL, BEME L TRGEBRDE B,

FE5EDO No10 bbb L ih, ke LUOKREALLERISL KGR, 3LA AR
ORIV RER L, 0L BRET5(DAELRZ, FSERMIINE D TMTH D
CERMBIR220~230°C), TOWE»LELXHETHZ LPEETH- DT, BHEARLE
T, £DORELLAFHFOBLTHZE Ulco TOFE, A1 :2.2058235 <, RIGREZX
160°C DEEFFDBF TH Y, FLFEROBHAN TRRSHEIEVEEN—RCHFHEL B
Too EIBHEL LTFY VY ERR I A=V R ERETHE LA ThH -0, RinERSryiD
H4+DFHAYETS R, FESRONELBEL LORBIC L bATES -,
E5EDI D, MBIV EELBND No. 9 DEREROFHMIKRDOLED Thbo
(V), 1.06gx (VD), 0.82g (EA}t1:2.2) LhWEAMLIES L, 5 IitA Lichis 160°C
 2hr MBRGH, REHEBIL, KeMr T OBFELEB L LcE#o (), mp 162~
207°C, 1.32g (IE1012) %48, ZHhuxLEBDAX ) — L CHE&EL, Ehien-F R 7 —mni 2
EE#E&R LT, #c (XD, mp 220~230°C, 0.63g (IR 48%) (MEESHE) (S2ERE, C 68.49
%, H5.45%, N26.2824, 1%{H, C68.27%, H5.182%, N26.54%) %fic, n-7 X/ —V i
I AFERHADORIDO A 2 7 — VIR X DEEXThblvE, FEEXR VB LA L BT o oo
(DZE XD I VB LR TH B,
3:6 E/7=YJ A5 0RME
772V 7273V, mp206~207°CHNKFCEILLCHERIIFEE6ED LB Y TH D,
o2 l, No.l Tz SRR ed (VINTERE L /e b, KCBMELUIDRECRILE 31T
No. 2 G2, R UDMrLKKEBHERE, ¥ No. 3 TS LK TR LE 2T e TR
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fERORERIBHRBCHTII0ThY, ToEHEIX VDL€ NaNO,; Gkl 4, FeCl,
BEIUO K Fe(CN);Tit 22/ & Lo No. 1 TRGE, 745V THML, F/ No 2 TiiKE
OB RERE L, EREY Vo RARD ML, DWTT AR ) CHf L TREERILE
o

ek =/7=19725 i v(DoBRMbEMS L ORER

L DK . RIGRE | RIEHE | e/ 7==nx5 1y
0.

(&) | mo) | £ % R |&GH| CC) | () | mp (°C) |wE%)
1 5.00 75 NaNO, + HCI1 2 25~33 2 187~192 92
2 1.50 350 FeCl; » 6 H,0 4.3 25~27 12 207~210 77
‘ 3 1.00 150 K;Fe(CN),+KOH ’ 1.25 25~27 0.5 180~195 92

FEEENADLOLMNBLEEY, WTHORIALBVTIENLTS2,4C7 3767217V
~Ss-PUTSVRBLRY, T2 72T vEET,

HEED D, BbIvwi#ELzbhA No. 1 DEREEOBMIKRDOLED ThD,

(VID, 5.00g %7K 30mé % XOF 2 N 3EEL 33mé 1AL, =5 (25~33°C) T & ¥k
5 NaNO, 3.18g (WD : ¥4=A8) %7K 12ml B LR EmML, EhE=EEC2hrs
A LRGSR, R, 108124V —XC7AH YL LIERE LTHBOE ), 7221 2
7 3 v, mpl87~192°C, 4.27g (I 02%) %Az, ZhiKo bLEEFERL Ttk s 7
=)0 xF 3V, mp 209~210°C, (EEERE) (52BME, [(C53.563%, H5.06%, N41.34%, it
HfE, C53.46%, HA4.99%, N41.56%) #18, ZHO(LEREEOHERIFERYCL - TE&RLE
B DEBER X -7

WHoe/,) 7220 2% 3 vERKhb BRESELTWSBRAR, KCHBENERLEAHE, mp
229~233°C (5 0.20g%18, ZNaKnbBERGE LT (SR AR mp239~240°C
(58 (EBfE, C43.28%, H4.16%, N36.88%, 012.66%) #1871=7%, = OHE O b&S5HEE
COWTEIARBECH 5o

/729727 3v(DoBbtekswe, BRLT52,4P73 67217 V-s-}V7
SYMBLIT, B/ 7= 2T IVELRS LW BEER X EEEERHORGMEIC
DOWTIRETHRSESFTHD, ROBITHEETLITETHS,

3:7 N-7=YJ-N-ZIT=ARAF I OEME

N-7=9 /-N-7==, 27 3v()), mp213~215°C, #/KCEBL TBLL A HELET

RDOEBD ThDo
E7E N—-7=2y/—N—7:=a25 3 v(DOBREEMES I UHER
P X i % 1t Fail RISRE | R B\ dD
(g) | (m&) {t %= KX |8BE | CO (hr) mp (°C)  [IRE(%)
1 0.50 85 | NaNO, + HCI 2 21~27 7 225~230 94
2 0.50 | 100 | NaNO, + HCI 6 23~27 7 213~223 88
3 0.52 90 | FeCl,+ 6H,0 1 48~52 7 232~234 84

HIELLLMBEED, WFNROBERHOSSC,EELEBRINEZ D, BHELT52-73 7
A7 2Y )72 T VstV 7OVDrVELRE, HNO, BB(LOBEE, b HERED
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HNO, 2B 5% LBIRSAEZ Y, ERMOMEBEEL J1F, FAREKLET Lico FeCls BBiLic sk
WTIRHNO, BRfb 2 Binh, RISEEYELT5ZLhHEETH), Rk +5ETIRS 55
Eb Y, MEOHCERMIELR, LirL, NBEPPET L,

ETERDOSD, BhIWvwrELzbhs No. 3 DERBROFEIRDOLE Y THB,

(XD, 0.52g%7K70mé 12438 ¢ ,FeCl; » 6H,0, 0.96g ((Y)H L T2 ®A) %/K20mé &5
LI AL, 5 <ILA LA 48~52°Ci 7 hr MBS s S804, B LCHsE oD,
mp 232~234°C, 0.42g (INE84%) %15, Zhvkn—7 & 7 —1hbBEEEE Lo (), mp
233~234°C, (&5 ta¢hdh) (GEBRfE, C 61.68%, H5.16%, N 33.03%, =t%ff, C 61.84%,
H4.50%, N33.66%) %87, (DX £ H O WHLEHThH S,
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0.50 40 | NaNO,+HC1 2 | 25~31 7 210~214 | 0.48 | 262~263 34
0.59 60 | NaNO,+HC1 6 | 28~30 7 233~250 | 0.59 | 261~262 52
0.63 65 | - NaNO,+HC1 6 | 25~28 14 238~252 | 0.63 | 262~263 68
0.50 45 | NaNO,+HC1 8 |26~33 7 250~256 | 0.50 | 262~263 76
0.50 60 | NaNO,+HCI 10 | 26~30 14 205~220 | 0.49 | 255~257 10

0.50 50 | FeCl;» 6 H,O
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3 | 25~28
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3
0.50 | 115 FeCL » 6 H,O 3 70
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3

3

215~220 | 0.51 | 262~263 40
212~221 { 0.50 | 262~263 20
262~263 | 0.51 | 262~263 78
262~263 | 0.50 | 262~263

82
216~225 | 0.50 | 262~263 40
48
48

W0 00 N3 Wy

10 | 0.50 | 140 | K,Fe(CN);+KOH 50
11 ] 0.50 | 140 | K,Fe(CN),+KOH .70
12 | 0.50 | 140 | K,Fe(CN);+KOH | 70
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R N e




L K52 /-s- b V7O VEOARB LOME 1) 145

(XD, 0.50g % 7K50mé FRic438k X%, FeCly s 6H,02.19g (() &5 LT 6 1) % 7K65mé ic
BRE LK RN, 70°CIEA A Linath 3hr G Swictd, e LClEslo (XD,
mp 262~3°C, 0.50g (LE100%) »48, ZhiKEEEE2 S 1 EEA&AS LU L (XD, mp
262~3°C, 0.41g (IUH82) %ui8l, =hw X LIKERERD b EEIHEAEM L iy (XTI, mp
262~3°C, (Gr: 5tashi) (GEBR{H, C68.20%, H4.58%, N26.20%, sHE{E, C 68.65%,
H4.66%, N26.69%) %7, (XIDiXF X XBCERO It WB L& Th 5,

3¢9 ZXIZATPYeMIVTIEILLDOHEE

ot AL (DEICEIE—BO7 VEETEHD, Li3BRVWLEE SEA0HE
ThbhHo Tl, LOHTHRABEELZDITVOTHEIHEL LTERAL S 20Tt E
Z,FA v VIR BT X ) G LR, BEOLRBYNEL RIS, BERXLRL, +4
HRBBELXBLZ LNTEE, ol ZHRIREIDR LD DLEEE,HEL T, LR5T
PRETELZEH VNI LDTHDLLEEINDS, SHEE L L TELY S TFOREXIDOL O
2,4-27 3 )67 2= ATV~ U T OV ThHLBLEZLLRLEMN, ZHIITTCRAERCERD,
®/77=97 273 v(PORBLC L o UIBbREH-To, TOREACOWTULETRERTL
D, BFETHTETH %,

4 # #

AFIVDT I IEE TV TH LIIEFRCREETCHLEDT, T2 A VI -}
TOVERHERILLT, 7=2=2AT7 Vs P YT VEERBRI L Lk, T==AeFFD -
VY TOVE, Thbb, =/-,0- BIKNI-T=2U 2 25IY,N-T=) /-N-7==)1~
BIUCN-7=9/-N ,N'~-P7 2223 I v HEYTEZ7els-b )V T7OVELr7==E
FIPVEDRBRE s TEE L, 2D3b, N-7=YJ /-N-7x=1~ BIFXN-7=)/
N ,N"-27=z=1-2 5 3§ viKHTFeCliit Xk » T50~70°C CEILL T, ThFhEWE T3
XTI 4T =V )72 TV BIO2,4V7=2Y /6722 T V-7 vk
Blc, IhbiXL5BRVWLKFL3BOBEETHY, SBERECI VT M v E2EBACEAELLR
et I+ C I ot €77 =207 273 VOREK X o CTREMNETHT7 V~s-+ Y T
VIIELhY, 22722025 3 VAVELBRL, ZORERRBCOWTULETZOER%#KET
HThb,

2 AR OB O — LRSI AR TR X o, BUTHEELET,

¥, AR TE MR, 68, 311 (1965) KEMINLLORMELTERLLLOThHD,

3t ik
1) U.S.P. 2,679,499 (1954)
2) Ger. P. 1,132,270 (1962)
3) J. T. Thurston et al, J. Am. Ckem. Soc., 73, 2981 (1951)
4) AH, AL, 20, 460 (1962)
5) D. W. Kaiser et al.,, J. Am. Chem. Soc., 78, 2984 (1951)
6) Brit. P. 596,286 (1948)
7) KH, kK&, BRAEHLE, 20, 756 (1962)
8) AH, BEABRLE, 20, 466 (1962)
9) H. H. Fries, Ber., 19, 2060 (1877)
10) AH, KB, BEEHR/LE, 20, 379 (1962)

(WHFn40%E 9 30 328D




