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Spectrophotometric Determination of N-3-Pyridylmethyl-N’-p-
nitrophenyl Urea in Rodenticide
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(Received June 14, 1976)

Microanalysis of rodenticide by visible absorption method was attempted.
The following procedure was found to be very simple and to give accurate
resalts.

RH-28787 was added to dimethylformamide (DMF), and extracted after
stirring for about 20 minutes in extractor (30°C). After extraction, the absor-
bance of DMF solution, was measured at 346 nm by using spectrophotometer.

The result agrees closely with the experimentally determined value by means

of the gas chromatograph.
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%3¢ v]5 Rohm & Haas Co.o|Al &5 RH-28787% 29 MEMel H3td Aol
A A Fikol Aoty AL nausta glow, > = RH-28787 EAHAIE gas chro-
matography® # JEAWEREES 2 WED BRES Rustgno.

olol HEr BN BEMIRAS RH-287879) B hERS TEME Mrsd Ean
#& TLCZ S#WE Ebrlich'sHIE 3 o M@sision, =3¢ e DMF%
Bl Selohe ofstatol o] ofd g BAWNMRAA BEEE WEsh ot AR &
22 Agld @waaA gt

RBHE

ﬁ ZE—silicagel(E. Merck 7731), N, N’ -dimethylformamide(EC, Kanto), acetonitrile
(G.R.), benzene(G.R.), methanol(G.R.), p-nitroaniline (PNA:G.R.), 3-aminome-
thylpyridine(3—AMf‘:G.R. ), 1,3-bis- p—nitrophenyIAurea(bis-urea:G. R.), N-3-pyridyl-
methyl-N’ - p-nitrophenylurea (RH428787:R0h@ & Haas Co. &K |

Ehrlich’s reagent——lgﬂ p-dimethylaminobenzaldehyde® methanol 30ml, HCI 3ml,
1-butanol 18mld] =<lA. ,

B A% (TLCA)—RH-28787 98%, bis-urea 1.0%, 3-AMP 0.5%, PNA 0. 5/4
MR AR R RS Eslck

# JE—spectrophotometer(Beckmann D.U.), TLC plates(10x20em?), TLC develo--
ping tank, extractor. ’ ' _ .
EARE—RU-28787% = dsta & b 1.361g(RH-28787 fEies, 27, 226mged]] %ﬂ‘%)

A g5 Zol, 100mlfe volumetric flaske] Etstel, of7lo] DMFyEE HwstAl A
S AANA 2057 A 22440 DMFRRE B 2 g AL st
& o9 5mlE Eshe] 50mle] volumetric flasks] 9 DMFWILE Eg7A 3-<ch.

A o A8 W 5mlE WEe 50m1f ] volumetric flagsks] @& ©}-& DMFE &
M7AA Aok ol WS lem cells st DMFWEE WRK SR st RARKMER
a4 BEEE EDT.

dlo

R AU B

Wi i — RH-28787 jZ% DMF %5 (3.272x 10°M) & e el we} wfﬁ% mﬁvﬂ
£ #ER Figure 13} ko] 346 nmol Al WARIKE e Aot



June, 1976

% A % 5 A 85

WHARE N e MBSk DMFEES mste] sl slo}, EEE20~35° W4
Wl A4 & Figure 29} 2ol dakg wAA] &gteh. MM Figure 33F o] 105 A%
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Figure 1—Absorption spectrum of RH-28787 Figu

DMF solution (3.272X1075M).
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re 2—Effect of temperature on RH-
28787 DMF solution(1Xx1075M)
in the extraction procedure.

Aol kst B -RH-28787 glhol A Asloigles 2, AR AN, A8+, tar
Az, FE FL R 346nmol A FEEyHE DMFEERY BREEREA sloid %L o
A7 geonz —ERS WY DMFER —E&T mete] AW Ml [/, daste o4
A& kR HARKERAA B2 HES T + U

BB —-RH-28787 EdegyE o] DMF SERIK(1x10°M) & =4 3te o ¥w-< DMF #
Bz A AA4A0A BEEA 1x107°M~1x107Mo] S =53] lem celld A
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Figure 3—Effect of time on RH-28787 DMF

solution(1X10-*M) in the extract-
ion procedure (Amax;346nm, 30°C).
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Figure 4—Calibration curve for the
RH-28787 in DMF solution.
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Pefe 346nmel Al £&S] BEES WES RBHRS FRAT. BERS Beerikfllo] K
srEr g = (Figure 4). ‘

FapEe| 5 U WMB ARG (TLCR) 50mlst HBERRK S syringez  TLCHRS
BhEsto] 2 24 713 methanol 10mle} benzene 90mlE |AStH e AAGEe o
AAA ]t

BB & plated <7k m#dte BEE AALE 4443} ©HE ol plateg Ebr-
lich’sX°ko 2 EA 7= bis-urea, RH-287875} PNAE: %@, AMP: %#me o 5
o=z Jehdeh BE Aot gME R Matehd 1wl TLCRES 948 MEE &
it Rfffi= Table I3} e},

Table: 1 —Rf Valuer of RH-28787 Mixture by TLC

Compound Rf Values Colors®
3-AMP v " 0,03 Yellowish-green
PH-87 i 0.31 Yellow
bis-Urea -0.56 Yellow

PNA ‘ 0.81 ”

a):Spray reagent;Ehrlich’s reagent

' Recﬁery Test— TRk F, B RH-28787(27.2mg), E%(q.a ), A3t (q:s.), 4%

(¢.5.), tard&(q.s.), F(q.s)¢ W] mEo = syt

o B¢ EMmEfEd ool BRG 4% & SRk BE recovery testd] HEE B

98.9%% e S tH(Table ). :
Table I--Recovery Data of RH-28787

Test } Found(%)
1 97.6

2 101.3

3 98.2

4 100.6

5 96.8

_ Average 98.9

Wik RH-287870 % R—HWislE: RH-27STHM 4938 Wote] S2d 452 g
£ thg, o BB L36lgd ol, MHR weh KRBT e Table Hob 20| A7
9 HMEIFE AST e TRY 4 98¢ F el gt
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Table II—Determination of RH-28787 in Preparation

Sample Manufacturer Contents of RH-28787(%)
1 A 98%
2 A 103
3 A ' 101

a):Average of three determinations.

RH-28787<] okt 2 SiMlch ool ERSITERS Bxrda RA BRI B
BHBitkel BiFse BERAN mAASE ERMEC v BEEEEE 2okl il RH-28787
B2 ROoeES HES £ R gas chromatographyiho s A3 #ERel —xst
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