BF 5% 88 X

= baL Ay oy ROSBEIZET 5 PR
(W1 ARE)

ok oW @M & — E

1. #% =

=ha LN Y ROSHE LT, AKACRERA
DATHPIZ L ERAShTVWE b0, -2/ =}
v /vy (2-MNR), 2, 4C=kn A ov
(2,4-DNR) BX U 2,4,6- =}t yN> (2,
4,6-TNR) o#fMiTH 5, ZOH, FY=Fnv
SN AR (RFT=VEM), LT BOPEHX
L PBIESHAMESATEY, ORIl
SWAME LB, L UEE, bAETIBRINL
PBilko iz, £OBENTRMEATEY, KEE
MBI L 7o RERD BRRENTV D, 20
fhotpitic oW TIERR, KROSMS-O 8z & SHN
EC bAEHIZBNTLZ, o013 dh 50,
Fy=brryavrAothiclg ik,
AR KEAHEOFRICBI L TR ABIRER AN S

OH QH 96%H,SO0.
96%H,50, HO:S __98%HNO, [

SOH

RN LImv AL 22 g 96%TiRE 150 g 1z 40
~50°CIZTIREAIZINX 5. VAV Vidic R bIcHifR
L, LIZ6LTLInyrvD4, 646 a2tk
DAL T 5. ThEHAL T98%HRRI2.68, 96
%HiIRE40 g DIBELZ 10~ 15°CTHIR L ARG T 5
TritkY =buik 3. Wik ZORSERY
100 g izt L#60m ok EMZ THMERL, SV TAE
KERMETRI

AR ALEEL TiddhE L C LBOEE I FE
Do BHUL LW ERBADI DGR NCEL ke E
AU, mitngPb+s. 2 LRORREREL Y <
0B L ANKAEDHET LR, 10~200Ciz iyl
3 L ANH ALHOREIHIREENRE Uiy, LKL

BRI AlI6ARE
* BMASRLEPERE BARWEX1-10-20

—~ 326 —

Ve EZTHEWETHE, LEO= LY AV VRO
PR X Ui E DMKz o nWT, —HOARERD
IR &  ICBEE oW 2 Rk L U TEB TR
72D T, FETRETARBBUTH>WTER S,

2. ﬁ .-

21 LYyrv o= pboie

2.1.1 2-MNR

LYY IRV VRO 1, 3 i E T
DABREHZDT, 2, 4, 6 LIxThEhIERLLS
h PR3O = b v RoBIRTRDRSTV.
L3> T 2-MNR O 4RRIZ Y2 Tk 4, 6 itk A
FALL, 2{iic= b ei{EiRMEEs0RREMHE
EZOND, BREOREHITAT 69 LAEMVOH
BEALRLH, AFECIRKO BETERE B4
7,

OH QH
HO,S NO:  H0 NO;
OH W OOH
SOH

BOREURARE 1BV T 2-MNR o<, £
%30 CEIRA D 30% AFIC L ¥ ¥ B,
SREOBRERELIL 82°C TliRS (LRSS
K. K. ®%) o £ %L, xRl
Table 1 DEY CThH 5. i FIIRR 227 i
Fig.1 offi) ¢ ZHbHiEGOERERILTH S,
2.1.2 2,4-DNR

2,4-DNRoOARREEL LT, (D vy ey
=tuyikLizob, ZhEibtals (2 2-
MNR #&5iz=bufbtsFHs () virvro
RyELVRO 6Lk AEF AL, 2,45E=}
r{EL7eDb, HAERIARERFERENRER
bhb, AFETCIHEDNEIIC (1) BXU (2) 0ok
EERA,

THEAERES



NO
" lgggbf OH
NO
OH OH
~— NO.
OH

(a) 2,4-C=prud vy O8K
Urbanski!® 33X ¢t Orndorfl &' &5k {50
AL,

1) FIERE vy vl BA2 15%KEMER
K2 TACRMElL TS, chix—2°CiciAL, B
BFPVOL2EAD 0% KERERT DL 2,4-
= by rIay sy RNRRRECHET S,

i) EEE LAy y 20g U OoKICERLE
MRIz21.8g DKMREE MR 5o ZOETUEOC XY
LRERIR S E CAMIRIE L 2N S EHRT MY U
LI (0. 1604g/ml) 150ml & & L v b 5405
MichloThaizmz 5. ZOHA, RENCC &
BARWEHIRT 5, HAE MY T AQEME 15
SYMRR Rk L T35. 98 ORERE 1SR LHIC
ERALELOOBIERERATS. RADIEMO
AR+ 3L 2,4-CP=buyv iy NEEBEL
thb B0 ¥ 1 BEIRICT 7 - CHET S

P EOHISER e F54- 31y, 50% T a—Alz
AL, Bk 15 —TFAL, BEBELEVLH
WLTHGSES,

FROFEE: L FRSE 1 A iR i Td 5
2% ARRoGRMEIZE 3 b0l LTt
BHoBERNUBL 2D, BELKIZVWTRIZES D
OLWEEARREEOXRD HHEMTH B

vy 0 2Bk S OWRA 4, 6Bk T
DAY, coT=ruyEAPiE2, 41GBHEETCHS,
oMk, =te AR 1EARBLE4-= b
Iy rhRE L~ b BILROTWSDT, KK
DEBEBF SO TR 2fIThI B LE
Abh3.

ARMOMRETIRMIE 160~ 165°C (CiR{163~
166°C, 162~163°C) TdH 5.

(b) 2,4-Y=puyry v b 2, 4-DNR

DAL

Borche 51933 X8 Urbanskit® ojrikizit-SvT

BARRL.

S0%HNO "
~59
¢ NO;
OH
NO,

oC

i) il 2,4-C=bu YLy 15g & 305
TR SAHIBHTIZ 60g 0Ké 50% FSEricmnz
B0 0°C {Z 4B5[IRH 2Dy, KKkPIcEAT S, 2
WTBEHZBAN» S HEMT 5.

i) 24-C=pbuyiyadrk-5Clhiiil
7250%BiRR E AN NSRRI 5. HIGBAORR
Er—gio@oi®, 2,4V br Y LSALVOR
AREHFBICAL TR LFBFICME 5. Mg,
4 BHRISEOR £ 1T 2 bR B £ K KIZRA+ 3.
KAKp AR OBMOBIE L + 5.

i) BEUi) oFHeAM LR 2,4-DNROENRS
FURERRS S0Pk E V. Zhid=be Y3k
OB LR fTebh, £oSBN= e EicE
TFLTW ARV EERZ OGNS, ERFRARIRR NS
Fviz 2-MNR XY AR LA 2,4-DNR o hicHi
L Tizv 58, Rig-one'—r BFET S.

(c) 2-MNR X 2,4-DNR &>k

2-MNR £835 0°C Iz ¥y HIL 7929 FEER P Iz
A3 EEMLTHERGAE Y, BAGBMICREHE
BET B0 B B EAKPICEATS LRE
OERRBA AR T 5. S EiANOEHERTS
LGEsHRoZMrN o 5.

AElcBVCiL, BRGNS, BORIBEE KKE%O
FRTBHHERICHE LRARGEZDSR VR, 92
ooHiRe (1l 1.495) vy, REGIBEEE 0°C, KK
T & FUERED O 104 (R BUE L +hix 2,4-DNR
AREFERRRTHOhS. ZOETIE 2-MNR &
WL oRIEEMIE 11 TH DY, BiEkRE 10845
& LCHRBEOET 283 5.

LEREOBADILELIT 145~146°C (3Hkifi146°C)
G, TERAMEN i3 Table 1, HFAG X227 b AT
Fig.1 Oy Th 5,

2.1.3 2,4,6-TNR

TNR D&/ E { oXicEBREh TS,
Z Z Tt Urbanski'® oz ko,

VYR 20g BIREL TV 598% FifR200g ic

IRARBaE



304 Cn 3. RRRE50°Ciz LSL&4E, 155 MRk
Licob, L2k oAbt = b uibd 5, 90%
RiEk40 g 5 B2 g 2307 M T AN BT
Z 5o BULBEFIZS0~55°CIz{fo. FDOMHRIGIPHIE S
1/3~1/5 23, Bk PEAMEEIY 55~60°C (ZHENF
F 5o 2,4,6-TNR 237 Ukdioh 72 O Wik A &
WEBIZHIML, RESBRE260~65°CIlol+ 5. =D
HEETIONEHEREST b, WHHTBL, Bhipk
PP R DR TR T it 5. K-7ra—A i
TR T2 ENBRORATLOREMNRTH OIS,

(@)
2
g
E
: (b)
—

(©)

1 1 1 1
4000 2000 1500 1000 650

Frequency in cm™

Fig.1 Infrared spectra of (a) 2-MNR, (b)
2,4-DNR and (¢) 2,4,6-TNR

Table 1 Elementary analysis of 2-MNR, 2,4~
DNR and 2,4,6-TNR

. Ele- Theoretic;i_ Experimental
Species ment | value (% value (%)
C 46. 45 46. 49
2-MNR H 3.22 3.44
N 9.03 8.98
(o] 41.29 41.09
C 36. 01 35.20
H 2.02 1.92
2,4-DNR
y4-DN N 14.00 14.20
0 47.97 48, 68
C 29, 39 29. 42
H 1.22 1.48
2,4,6-TNR
P N 17. 14 16.95
0O 52.24 52.15
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Table 2 Elementary analysis of LMNR

2 SRV AEHRALLN, AR s 2
Flevleo e pH ME L > TS ICHEFT L T
AT AN

D-3 it Rk~ v oo 20 I Yk,
BISHRo pH 2 D-2 o8k VL oz wh
HEERET, FARRRL2 brd D-1 Obol—
Lk,

D-5 iz X % b Dix D-4 oBUENA & 20%7iR: ©
ML b0T FHRRARZ bavik D4 0bo
EEL LAV, SARERIL TS,

— 33—

Element | Theoretical | M-t | M2 | M3 | M4 | M5 [ Mg | M7
value (%) ) | (%) %) | (%) | (% o) | (%)
i C 19.19 17.11 [20.78 | — S R
) ! !
; H 0.83 Lol | 112 1 — - - - —
Normal salt N 3.89 281 393 | — @ — | — - -
o 17.77 21.56 | 21.67 | — — - = -
. Pb 57.52 57.51 |52.50 | — = — - = —
C 11.97 — — 111,90 | 15.12 | 171 [ 1L71 | 11,85
H 0.83 —_ - 0.51 | 0.80 | 0.61 | 0.33 | 0.39
Basic salt N 2.33 -— — 2.30 2,77 2.20 1,63 2,19
0 15.96 — — | 14.85 |l6.64 |17.22 |20.08 | 19.53
Pb 68.91 - — 170.44 | 64.66 |68.26 | 66.05 | 66.04
Table 3 Elementary analysis of LDNR
Element Theoretical D-1 D-2 D-3 D-4 -5 D-6 D-7
value (%) G6) | (%) | (%) | (%) | (%) | (%) | (%)
C 17.77 18.25 | 24.08 | 18.58 — — — —
H 0.49 0.54 | 1.22 | 0.5 - — — —
Normal salt N 6.91 6.95 9.03 ; 7.20 - —_ — -
o 23.69 24.03 |35.74 | 23.72 — - — -
Pb 5114 150.23 |29.93 | 49.94 — — l49.30 -
o) 11.14 — — — | 1151 | 13.98 — |13.00
H 0.62 — —_ - 0.57 | 0.70 — 0.28
Basic salt N 4,33 — - — 4,73 | 5.39 — 4.12
0 19,80 — — — 2116 | 24.52 — 2134
Pb 64.11 — — —  |62.03 |55.41 — |et.25
Table 4 Elementary analysis of LTNR D-6ix D-3 LR THH4, @ERA% 2 ML L
— - s B ‘- ¢ o i / > A - v 7 ;
e emons | Theoretical] T-1 | T-2 THMHOAETER L LOTH B L»LpH 3
value (%) | (%) | (%) fEV e HEIMHTITER L TRV X 5 C Sl #4
N 8.97 8.91 — B&WZ'\.7 13 i)'f. D-3 ‘:lé%ﬂ&Jz(—ﬁL
Normal salt | o | 4495 |ag12 | — 1o
N 6.07 — =88 D-7 ik, HIAEHO BRE L T 5 LHER
3o . : , =it 2 - X
Basic salt Pb 59.94 — ko4 LM, DM TR ONT D ERE PP
Vi,
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Ik M-1, HilgiE (B-LMNR) izix M-5, LDNR
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LDNR) izix D-4, LTNR ospigi (N-LTNR) iz
it T-1, #3848 (B-LTNR) izix T-2 ic X 580
ENTNENRL L BLTBHDLLT, EhbHo
WP X 2 % Fig. 21257+,
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Fig.2 Infrared spectra of (a) N-LMNR, ()
B-LMNR, (¢) N-LDNR, () B-
LDNR, (¢) N-LTNR and (f) B-LTNR

Photo.4 N-LMNR Photo.8 N-LTNR
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Lead Salts of Mono-, Di- and Tri-nitroresorcinol

(I) Preparation

by A.Nonaka and K.Okazaki

Although the preparative methods of normal lead trinitroresorcinate (lead
styphnate) have been well established, the information relating to the preparation and
properties of lead mononitroresorcinate and lead dinitroresorcinate is not sufficient.

This paper presents the results of experimental investigation which was under-
taken to find out the favourable conditions for preparating the normal and basic lead
salts of 2-mononitroresorcinol, 2, 4-dinitroresorcinol and 2, 4, 6-trinitroresorcinol.

All compounds prepared in the experiments were identified by means of elementary
analysis and infrared spectra as shown in Table 1,2,3 and 4 and Fig.1 and 2.

An information obtained from a consideration of the chemistry involved in their
preparation was as follows: In all cases, when the normal lead salt is desired, it is
preferable to use magnesium oxide for producing the intermediate soluble salt, and as
for the preparation of basic lead salt, the use of sodium hydroxide will be more

suitable rather than sodium carbonate,
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