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On Aromatic Antimony Trichloride Complex. (1)

Hajime Tomono

When acidic solution of benzene diazonium chloride was treated with
hydrochloric acid solution of antimony trichloride, a complex ccempounds
-benzendiazonium tetrachlorantirinonite was obtained as a crystal.

The chemical properties of this substance were studied.

In water solution it mainly decomposed to phenol with a small amount
of biphenyl, but in alkaline solution the chief decomposition procuct was
found to be phenylstibonic acid, and in gaseous product hydrogen was
acertained.

The dried substance was comparatively stable and soluble in methanol
-and its methanol solution decomposed at 45°C, to chlorobenzene, but in
the presence of CuyCly or Cu prwder, phenylstibonic acids predominated.

The behavior of the substance in another organic solvents will be descr-
ibed in the second report.

P. may /% Benzenediazonium chloride OEfRiA# I Antimony tricoloride OEHR
R Z N T, Benzenediazonium chloride 2 Antimony trichloride & oO#E{&LEW
AL, Z2%KE 80°C BT, Phenol & Biphenyl m‘;if H, Schmidt xR0
O SEEEBT TR C, FiHk — ¥ THMLT, Phenyl stibonic acid &{#7. %
Schmidt 1&F— o4k % BENEE D b A8 LT, Pyrdine & 1%, Chinoline o#n & Fih
HLEAL 60°C CHIBGHARLTHKICTAIL, Phenylstibonic acid &437. LA
OREENR N Z O &k 02 EN X Phenylstibonic acid O 4RO H Tx {, K {Dia-
zomum ARSI RS T 5 Lick = BREE AT 5 b O & B b RIS
O IK, T A A 0 R BEE O ATHEAR S i 2 AR ERT I Phenylstibonic acid © 4:5K
el & Helgta st LU 2. Hilo/kaimiz D.R.P. Nr 26122538 fko Hic Iy Ak L. 2%
BETcuKEM T, AMEORERELIIRL 72O RE L L., ko HRs e
XzL Sb RY Cl OFHRIEE 0.5 78 0.9% #FTHOTHELOMHBTH 5. L
ACEISIREEIC B B R R @K CAEL T R, BHROREZIELR MR BB, BRI
HMOr 2 LABERE AT, R BHL CKEEEE A LIB%S Chlor ion 2 &AL A&
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{HOTHD COIIEE R Y —~ /R & T LR e U Ce8RIna R Lxe. i
MO R L AT KR E v 2k v CV 2l LEx. L Sh RT Clo
CARC kv, coBEfanig SbOCl THAHEMHE Lk, BRREIEREIGLT2E280
°C BRI+ P eEL e 5&4: L, &P Phenol &7 Chlorobenzene O Eil% 8%
54 & Benzenediazoniumchloride OFfH FRISE = INE T 2 8854 L kg Td Z>)> Ll z
OFFHE & CuCly & IR T MU 12°C o T 23R IO 384k % B, # P ic Chlorobenzene
L 5% ® Biphenyl @ A Eh357 6 b 7l Benzene diazoniumchloride ##% CuCly @ THL
5 B0 & [T I E B 4 Z?. Htofktnokextt s c ok ZE)X Phenylpenta—
chlor-stibonic ammonium Complex H37K4LELIZ ko C Phenylstibonicacid ©Z8{k1 258
FREBPL, N4 Sb OB b b HIET 5 b, Heo Mt (CaH NSO
L HESEw B 1 Benzenediazonium tetrachloroantimonite complex T® 3. o TKEIC
& 2 KON A E A4y e TUIE L€ (CaHsN=NJ[C1) ) & ShCly 237K H T
FTEMEMNE —~cT 230 LBM LS. WMIIRDEO/ERENX v B2 bi#Fo CU o
HERZEIET 27Dl ERIOTH 0, WOACHTIIGORENTAEL, ikl
LicE] 2 hsy Mo Lk X o T MR T s L8x b5, CU ZMkT 350K
W, TR b Ak ShCly BRI & i SEARC R & Bl 2 VLo Mk 1328
B+, NIRRT LRA O Chlorobenzene ¥ 4:F3. RKIcHREEWH: v
— FIRE T T LT BT O %4> Phenylstibonic acid #4823 7%, 4 Phenol,
Biphenyl, Azo-benzene SRILGWEIEAL, ARIRET 3 KNI C/KBEERHTS.
Benzene dazoniumchloride OEMEKE SbCly HMSKEITEGL T, 2Ky ~
YR EESIMT 33w X b Phenylstibonic acid %4z I;Z)bl Benzenediazoniumchloride
ORI Sodium antimonite OIKESHKE —5°~ —10°C O MNC TIRAEHEL T M
Phenylstibonic acid #%% b 115 i AGKERUKEIRIC AT M C B L TR 5 & L
T3 Phenylstibonic acid ® AR BT 3 B b (e BHE 8 © & Tl ARG O K PERFR
TG BEEN B BT, SELTHET 2 L0 LM O b © & O PRI BRE
BBRONERD RO, SRBEF Phenoi), Biphenyll,) Azobenzene R{LBINOERIZIHOAK
HEREE W S 2 LT —~ETMEN3 L 2 A TH 3. 4 Bezenediazoniumchloride 7Kg
W BB HENIC TR Y — F LR AT 5 b BROMARRAE LA c b ibF, o
1A% SHCly OIAET 5 TUTHKT, ST Sandmeyer JRCING BHIKIEL HoTHk, B
CERIMOYFE R R AT B 20 Th {, #AKRILNE e+ 370, #ic Phenylstib-
onicacid @©4K YT 14 Sb 4RI VAo b S 3 BT ik
REOWRSLERM E e, Wy AR TORERMEL K203,
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Methanol |3 &5

Complex [Z5B AT % Methano! @/ B SEAlHEOEME % £ 7 3 45 Benzen diazonium
chloride & tr SbClg 1Zdkic Methanol i BT H 32 Hic, MiEt/KitoBcH b 348,
1@ Methanol 2 ©O¥#EsS Complex OMARE 53O TH 2B bIEEBT L E#., SR
Methao! #BROFOHMOEENL, KOBALIBECHTHET 28%EY Complex #3
Bedzene diazonium chloride & SbCly & Icff@¥fE L CIERAS L OPEBRCH v I
e X B4 (/) Diazonium jon ZEERT 3H b L H%. Methanol ¥, HbA
B E B BT 3 Methanol BIFHKIZZ ERIBICIHTT 2 £ & T O TRIZ RN
R4 BB 0% 45°C HHECINE T X RIEF L ¥ 40g EREH L7386 kb, it
OIWRESILTO I TREET 5. Z LFERARZBENL R &K ORAMCNT IR,
BABLZATHD, A% Methanol BT BEACRT, ARG < )
H ZolER, KOBEL VECBEE BRIEETREIATH 3. KNIREBRORK,D
Benzene, Chlorobenzene, &% Anisclﬁ) LR AN Y i L4S R Phenyl stibonic
acid BESZOHEERB20TH 24, LOMHOLEEMRET 28c3Eohdo
7z. 3 Melhanol #RIZ RFBERNT IR, SBREVORERREIMz ROl T
IBEE C, AR 2590 L 135208 (, Benzene, Chlorobenzene, Anisol &
w8 Biphenyl RibEWMTH ok, EHElicE /K Methanol T HiE Methanol &
FREBFEORMRAECET 2BEIH I LR L, AR Ok (, MWagihc
Benzene, Chlorobenzene, Biphenyl %&{k&#, Phenol %#3&1 8C, Phenylstibonic
acid O X Methanol IFEO L 2 L v b BB L n 5. ZSERMETHTNIZ Me-
thanol MFMERIF 5 z@ Complex O ERFHEHEESCLZTHS 5. #oTEK
Methanol ¥#ic &BAZAINL CRAET 2 KR, ToRBHEELX 10~12°C < TL,
AR AE (i d ZKALEE BUY Methanol AL OEE b HEE LEBBIOL WAL KR
Phenyl stibonic acid Chlorobenzene, Biphenyl &{b-S¥inicfic Phenol ®RERLE 7.
L CuxCly ZEMT 2B CH T} AEOHES TR TER IR EHE U WBEE 37°C &
SUKOHOBE X v I, 4# 378 Phenylstibonic acid ©fifiic Chlorcbenzene
KU & © Biphenyl BiaTH o,

P LoiREE T 3. A Complex OG5 ch—-EHESH 23 o VEicl4bi, 14
MO T ARG TS 3.

£ B o

1) Benxene diazonium tetrachloro antimonate Complex dD&:g & KT S 2Fh

Anilin93g = SbCl 220g &% Sp.g1.123 O 850g & K 1kg & OERAWICHERL
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oD Bk Lo \ Tlg © NaNO, o7z 2 < Diazo fb+ 3. Diazo oA
DT, KERAHTIT 5. ESEREBRRIIL T, PROWEMERCTHREKL, P05 kicT
REEECIR L, WEEOM 314g (85% ) k37,
SHA 50 CeHsNoSbCl,
Sb 33.94% 33.07%
Cl 38.94% 38.48%
EReatz CY o5 KELBERRE P05 L THERE L THFL 7.
ST HimiH SbOCI
Sh 70.52% 70.322
Cl 20.23% 20.46%

3 & Complex 18.5g % 0° @K 100c.c. wiffn US4, 8K < 12°C iy T Cu.Cly
 0.1g BT, geiil (EERNERELEROTEHOKIKE 3. 2% Ether
T L CaCly o Tk, WEAIZE R, #W LT Chlorobenzene 2g (36% ) KU
% Methanol %5 1HE LT, SESHRENR (BIAT1°C) LB %48, BRI X Y Biphenyl
THBHEEHEL .

2) PAAVICHT DEE

Complex 37g % 5N NaOH 120g K} 120g QIR L EL R« kT3,
StoEA, HEER -5°~-10°C c& T UM ARRRE A3, BN gt
BEKART, v b~ rgEgT A » 0PI, 2 COp BN L CHERE Sb (oW i i J:
+%. REcERRE 2 < Congored Hitfi 3 $11% Phenylstibonic acid & 2+ 3, 2%
P.0s btz LT, #id 10g 284, it CO, fiific & 3704 & Phenylstibonic
acid ORNBOBKEIEL T, HER 2 RN TKIEKEN L, kD Phenol 0.4g
(4% ) F1x Bipheny A& &%, A

Complex 37g % 0° ©JK 100g WHicstirgee L HZic 2.5N NaOH 200g %% 2Bl
VR ET B iRE, & LTEHRNN LK B, 2% ikE) Paraffin K TREEEL,
HOFKL =H L OREAE Hempel © Pipetteic & b, s AMkEES | % 3 & 3RAITN60 ~
66c.c. ot LK 14.2~19%c.c. ZIRA L 7SN 4.2~5.8c.c. OFMM Y n LKEEAEHT
ZHEHRL .

3) Methanol {1922

Complex 37g(1/10mol) & Methano! 200g(60mel) k4T IS8 T —E it +
%. NOBRAWE 46°C il TSRO ZH L  FAE L0 HIERRT LT, HE
FBROWMWE D, IO D> Methano! TN L CTimGaEkh ¥4 72, Z kR
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(Sp.g1.2)200g T LT Ether THAHL, HFIRWIHH L Ether kL wHEET 5. HERR
VRIEEE LT Sh (b3 AT %. Ether il b xR ME1S, 2k KKEZ&N
B LHER IR 10g 243, ZEKROWS .

(i)70~100°C 2.5g (ii)100~140°C 6g (iii)140~160°C H& (iv) Bk 1.0g
WG R HERCiTiA & 80°C THIH L Benzene(2.2g 28% ) & L, 454Gl EXHE i
T RHERS 130~134°C T/l L Chlorobenzene(5.7g. 51% )& L. W4 (i) HJ /Kigswk &
LT CHy] O&RERD7OTZ % Anisol LHEE L 2. (iv)E#EIZ Methanol 7>5 P
# LC Biphenyl (i@ AR &A%, _

RFEH—A¥) 18.5¢ & Metbanol 100g «iftfn LARFER 2g Z@INL 72354 ik b 34K
il 20°C CR T HBOREL RO, FEREERDL D LitFkosic X b Benzene
1.1g(28% ) Chlorobenzene 2.3g (41% ) #iic Anisol & tf Bipheyl © & /L& w300 L%,

R —3%t 37g & Methanol 200g iR A L2 0.5g O ZRINT LiE 9°C v T
CHHGEFEL, 8O TRIEZKRS. to KIEKZRFEE A LT Chlorobenzene 2.3g
(20% ) Biphenyl S & &%, 1LOSAMCERMER» D NHCl Zczfifn L, HERRILN
% i@ LT Pheny! pentachlorostibonic ammonium Complex(C¢H;SbCls )NH, OFfass
i 3.8g(10%) 57,

CuCla-—E 18.5¢ = Methanol 100g g1l CusCl; 0.25g @ ux 37° T
EWRBHEINWORAE R, BN TREXES. REZERNE toskcamL
Chlorobenzene 0.6g (11% ) Phenyl pentachlorstibonic ammonium Complex 13.2g (72
%) T,

CuO~-##t 18.5g & Methanol 100g iciE & L2ic CuO 0.2g AL 33°C wwTHHIF
AR FBOKk. HER» D Chorcbenzene /& 2 Phenylpentachlorostibonic ammonium
complex 13g (71% ) %487,

%7K methanol-—&kt 18.5g % Methanol 100g B4 L, ik 5.4g(6mol) &Iz 408
0.25g @+ X 12°C et TH L CHEBERET 5. HEK#EE» DB Chlorobenzene
1.1g(20% ) Biphenyl /»& Phenyl pentachlorostibonic ammoniuimn 5.5g (307 ) %44,
R 160~200°C s> /LB %18, FeCly /K¥FH & 448 | -T Phenol %3EH8 L4 7.

KIcFE¥ 18.5g Methanol 100g 7K 5.4g iR L CuxCly 0.25g &ML 45°C il
LTCEHESRLNFR LB . HEXKREPD Chlorobenzene 0.6g(11% ), Biphenyl
K¢ Phenol ©JE#F& Phenyl pentachloroammonium Complex 11.3g(60% ) & 7%.
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