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Synthesis and Application of the Selective Chromogenic
Reagent 2- (4-Antipyrinylazo)-5-N,N’
-dimethylaminobenzoic Acid
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BE A LEEABEMRAEA. RN —HFNEFRESN - BB EREEID-S-_HEEXTR
(AADMB), 3 R BB i TR A 8 L0 5 J 08 6 P BRI 5 B = AADMB. B 7 4 AADMB
R EEENE P EREN, EBRLA RSP PA(L )5 AADME RN RLANESY. ¥
NEREFHLHEBH TR LS AADMB 2 REFURBHAFHARN . EREFRESEA AR
AEECHSEET. RSN R R BRI R TE 485 om, FMBERREREN 2.04X10°L « mol™ -
em™1, @ RE 0~25 pug/25 ml FBAE H/REAE KBRS 0. 2 pg. BB S HORT AR O IR AR T MR R
FEETHREP. MESRBEEERRTER D PdAEESTE, BERRS% 56%H 95%.

ERE . BEERERN U-ZHERRER-S-_HALREPR 48 MA &£

hEZEAES 08614. 823

Abstraet; The selective chromogenic reagent, 2-(4-antipyrinylazo)-5-N,N’-dimethylaminoben-
zoic acid (AADMB) is synthesized, and analyzed by the thin-layer chromatography,the element
analysis, infrared spectrum, the magnetic resonance imaging. In the weak acid medium, the
reagent reacts with palladium ions and creates a red complex. The determination of palladium is
hardly interfered with the common metal ions. In the presence of positive ionic surfactant, this
complex has an apparent molar absorptivity 2. 04X 10*L » mol™" » cm ™. at 485 nm Beer's law is
obeyed over the range of 0~25 pg/25 ml for palladium ions. The detection limit is 0. 2 pg. The
suggested method is applied to the determination of microamounts of palladium in the catalysts
and slag which contain palladium. The recovery is 96 % and 95% ,respectively.

Key words:selective reagent, 2- (4- Antipyrinylazo)-5-N,N'-dimethylaminobenzoic acid,

synthesis,application , palladium
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1.2.1 ERELER HlgtHELZEZUNKET
B HC L W TR 1 g NaNO, B H 45
tmin B 52, B BIH 30 min, A K1 KR, i B N
Se BARMBREL O~STUN.HBLAE
REEW,&H.
.22 BAAMEBEALE B 1.4gRHEERH
B F 20 ml 20% NaOH AW HH, 7 40CKESH,
P F 4 0. 03 mol BB ZHEERALAREGOCKR
B 2 h, FR HCLEY R Ak my oH 2% 7~8, Ak
WEE 100 ml, Bim 30 ml g, B AW EKBE LS
HEO~5C, BT HE P HEREBEBHEA, K
BHRER2h MEIR. WHMTESEE. K
B BT 5% NaOH B B, il BB E A
., FOSNERAMEBEE pHES 2~3,8
B, EMA LSS K. TR BEADHE.
HAaBRANBNELEL BRGEH R K,
b.p. 186~188°C, =% 30%, AW ERE AW
FIFREE G LT —#aid.
1.3 %%
‘1.3.1 BEENEE
RABUTNEENERGHRLIMBTER
ATEL. RANEFEAE 2 MRS BREERF
BB NE—-TESOHHA,RI=0.368. REK
# AADMB {2 & 88— g 4>

®
o o
E ) RS
1 AADMB B EREH&HR

1.3.2 AEFSFH

JCOE AT W 8 (i H) (%) C63. 27
(63- 31).H5. 74(5. 88, N18. 39(18. 46),
1.3.3 &xshhigair

3445 cm™'H —OH, 3230 cm ™', 3150 em ™' &
Ar-H,=C—H,1710~1670 cm™ ' >C=0,1590~
1410 cm & —C=C— , £, B LHF K —N=
N—4¢HE,
1.3.4 ##E#3E CHNMR)

6.8~8. 1(m,8H, Ar-H), 3. 1(s, 3H,N-CH,),
2. 7(s,3H,CH;),1. 5(s,6H, Ar-N(CH,) 2],

TR OB B RAIRBW AL RE
B ,AADMB B& BiRF Wi 4 T 51,
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2.1 FERWREME

MATHEEE W BRI 0. 1000 g B, RAERER. 0
Ak 0.2 g, TAH LT 2%, 0 10 ml HCL %
g, HWAERET 100 ml % 1. 00 mg/ml FI-
EW, HRAMBEE 10.0 pg/ml. AADMB B8 . B
N N-THEFRBRS 95% M2 DR 0.02%
B2 . HAc-NaAc S@phimw,pH{HE 4. 1. EEEH
FAumaRttAEE=H & (CTMAB) KB #.
721A B4, pHS-2 BIEREE T,

2.2 RBHE .

F 25 ml tha s R INA 10.0 pg PACT ),
4.00 ml CTMAB-F ¥, 2. 00 ml AADMB % 3. 00
mi pH4. 1 HAc-NaAc B W, UKER.0CK
HENHS min, AHEZER, FTEGURANBTRE
KA, URHAE A RS LMBREE.

2.3 AADMB Kt R ‘

Wik AADMB B S0 Rk, HETK,
EEFZME. L. ARMNN-—FEABRESEE
PLEEF RIme M AE . AADMB MEBEEC:A
FHEBEPIE 2240, 5°C I E AADMB B 3 8 L4
5% pKa,=1.56,pKa;=7. 82,pKa;==10. 57,
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2.4 KUHE
2.4.1 SO kGE

B O, U B RN B, RO N 3R T
B, R B KR e A7 T 370 nm &b, AW A
R e i £ F 500 nm &8, X AA=130 nm, BB R K
HFE =191 X10"L *» mol™' » em™, i A
CTMAB J5, i #l Amax =375 nm, B & ¥ Amax=
485 nm, M HF AA=110mm.EBREXEH c=
2. 04X 10'L « mol™t » om™!, WEE/RIR R R BA AL
FHCTMAB &2 THEMEAM.
2.4.2 frRBRERELRAFHIA

I E I, A pH {EA 2. 80~6. 50, RIGE
HA{RHEMEE. LEEH pH HE 4. 10 A7 NaAc-

HAc EmpriEmE, A% 2.00~6.00 ml & -

R RR . ERIEM 3. 00 mi,
2.4.3 BEFNRAFTARANRASGE R
HRBEFESETER.ENARE 1.00 ml B
ETF {10 ppPd B BE A, #E D 6T LM
FHAEREREE,BH 2. 00 ml. BHMAMFP
% Pd* ,CTMAB, AADMB, & i i .
2044 REEENEE
HETH.HETF. FETRESARTELR,
£ CTMAB ¥ @5 A 57, H A& A 1. 00~5.00
mlEREAERXBEE.ERER 2. 00 ml,
2.4.5 FWBEMATk RS NH
: RETHE.ZE.FH.NN-—FEFRES
FUBEF, ZAFRAMAGBEESDNREEE
W, WMAEM A, BAEAE2.00~4. 00 ml B fE,5E
B F 2. 00 ml, HFEN B CTMABMER . RS
W 2. 00~6. 00 ml G5B EAE. B IEA 4. 00 ml,
2.4.6 HA4HHBITH
CERT.BAKNER.F 1~2h A MRER
BAME,ME 40~80CHAKBEPMM 5 min, KRR
HFEEXASRAABE. THEASOCHAKBMEAS
min, KB HEREE REWELATE 0,
2.4.7 TAEWZ
RBEFHPPACIIE 0~25 pg/25 ml AN E
B MNKRERF REFTEY A= 000197+
1 ARUEHR

£ 0.0233C, HIERH r=0. 9994,
2.4.8 SB4WERGRE
HAEfFAEMERLENERa® TES
AADMB MIBE/R I h Pd 2 AADMB==1: 2.
2.4.9 FABTHNEM
FROAKFREARENESE. RREBET
WERBAMTH. ¥ TF 10 ug Pd/25 ml, #3FiR 25 /5
FEUR . UTREFFRY R RIFEN ALY,
Ni#T,Mn®* (1 mg); Bi** (0. 12 mg) ; Pb** (0. 8 mg);
Cu®t (0.7 mg); Co*, Ce'*, Mg (0.1 mg); Zn®t,
Cd*™ (8 mg)s Ti*, Mo™ (0. 05 mg); Fe'* (0. 14
mg); Fe'' (0.2 mg); Ba®", V¥ (0.03 mg); Ag*
(0. 02 mg) ;Cr¥*t (1. 5 mg) ;Ga™ ,Ca® (0.5 mg); =
ZB J NH,OHCI(2. 5 mg); iT M #1. NaF . {B A
B 81 (20 mg); EDTACO. 08 mg); 3 #5 I B8 (0. 5
mg ) ;5% H,0, (1 ml); Na,5,0; (1 mg). 20 mg NaF
FRHE#E 4 mg ALPTAD 0. 4 mg Fe** \Na, SO0, RREE
F. W REAE.

3 ERaH

3.1 BEEAAPREENTE

FRHEL 0.5037 g kI RE R £ 600~700CH I
PR R, AR R, RKEE, 0 B
ImLZF, FEECEAY. REMS5ml1: 2
H,SO# 2.5 ml1: 1 HCIO,, In#himg. ZHEH
&, HCI-HNOs<3 = 1)20 ml 3% b 3500, b0 75 4% .
BTFHL,FHEINEHE. ¥k HCl 10 ml, 2T, B
10ml ¥ HCl @&, Tl AHRIRE . A8y
EHFTRE. SR 5 Rl ERFNE R 01045, 3
WEEWRPEMAESE 0. 111%™, & L,
3.2 AERRBENINE

FREL 2. 0000 g &5, 1 HCI-HNO,(3 ¢ 1320 mli
LEL,ET. 10 ml R, HERMNEAGEN
AL ET, B2 ml WAL, 25 100 ml, Fat
BCORRSER BN ARATNE, SR 5 KE
ERFEHEN 0. 124%  BEFEBEHENFRES
B 0. 120%™, #RE 1,

WEHER )

R mxirg HEDAR RERKE kR
" 1 g 3 1 5 T WE%Y (pg) Cug) &7

Pd-¥% M B 0-105 0.103  0.104  0.103  0.104  0.104 0. 58 5 4. 80 96

Fagioh S 0,123 0125 0126 0.124  0.124 0.124 0. 64 5 4.75 95
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