ST B NIRRT TR

2101 Benzidine and
ﬁ§“§$191'§fT§%ﬁﬁ$ 3,3"-Dichlorobenzidine
j?zxﬁ Qir, %%?%E?*ﬂ * NIOSH 5509 (8/15/94) [1]
S I e (et R 12H12N2
OSHA! " : i HNCL,
NIOSH : 559} Gaa T 25303
ACGIHJI;E 4% J?ZE'F‘L[EI s (L) "
e ﬁ%%ﬁ127(3 ﬁl%ﬁ400(3 benz1d1ne [1,1'-biphenyl]-4,4'-diamine;
p-dlam1n0d1pheny1 CAS'No. 92-87- 5, RTECS
. . No. DC9625000
[ ’fﬁ%%132(3 3,3'-dichlorobenzidne: 3,3'-dichoro [1,1'
-biphenyl ]-4,4"'diamine;CAS No.91-94-1
R = 53 fr
BAsE /T 13mmﬁ§4~jn§%|é}%u j{J 3;"‘ HPLC/UV
Blﬁﬁﬁi(S mg)(E'Eﬂl) ST ben21d1ne~¥3 3'-dichlorobenzidine
%; / @i ff:1.0mL O 17 % (v/v) triethylamine in
e ﬁf gij\ 20 L @ 10 n g/\? | methanol (6 m1n
 30°C ¥ R P
%ﬁﬁ? MiEL12L ?igﬁg? 60% methan01/40% Water
ii HifES ﬁ Iz ? ‘L ﬁ Ui o=k 10.8 mL/min s R .
$#[%ﬁ4—kf 1~ -15C i = ¢ 1 Bondapak ﬂ8, 10- ¢« m particles,
@ 23°C . 30 cm x4 mm
fﬁta:?f‘$§## *iﬁﬁ%?erO%ﬁ9 flill] o [{herds - UV, 254 nm
b i oo[1] @ﬁﬁ$#3nﬁ?ﬁﬂ¢%?WTﬁ ﬂ’%ﬂmm
ol 21-63 p g/ ‘ EimEmiE 0 0.14-2.1 ¢ g/mL
o 20-130 u« g/M3 0.05~7 p g/mL
[t 3.0% 4.0% [ R OOS g/ mL [3]
ﬂ% '[|§V1CVT) 70% 7.0% 7}T§f3£[]|§V1CVa)
W o 13.7%  15.2%
S E ESTE 50 LUJ?*UFﬁi » X1 E Tn?F’T B FIERS4-200 1 g/ o Jp [1
4% beandlnlum sulf ate{VS 3! d1ch10ro%enz1d1ne dlhydroc 1or1 %EQT ﬁéf
benzidine 3,3 ~dichlorobenzidine
- 0 T Ebenzidine E 1aniline o [ @ RE[6] - 4,4-methylene bis
(2—£hloroan111ne) *55; dlchlorobenZldlfIl Vji %#5§3‘§%j EgBJWatersEU
Radlal,P%k AT ﬂytldr IEII/ ;:, ™ a«#ld/%A[ ] ;V,,Eﬁg El Vg%gﬁﬁﬂj}:rﬁg
L A SIS e TOEA TS, 6] - Gl et ) -
PR '*é@‘?‘“m 0T i e 4]
LN nzidine)pl= E ¥ a
Es "ﬁf‘“ o [%ﬁﬁ i Al AR
g{fhﬁ”l c'uErJﬂ i uwlw 17%;;54 i 1@55““%?’5% 3 % e
1.3k8k

1.1 TRk :F”@i(methanol)fﬁ0.17% (VIV)Z ¢ (triethylamine) » bivp
I ER R
1.2 5iffs: fﬂ ~ DRI AR
1.3 methanol : HPLC#¥ o
1.4 triethylamine °
1.5 FEE o
2.§§Vﬁ



‘gﬁ

13 mm >

2.1 %Fj;%r%fpj BRI+ B T (S0mg) - LRI FRA ST T -
2.2 [ kﬂf‘*i&ﬁ} ‘—J 200 mL/min °

2.3 TAFVEHTRG ¢ i F SR (AR (V) ~ A3 8> 1) -

2.4 2 nLAH | ?ﬁ ’ ﬁFJ FIRDIgG S5 (PTFE) [BVE~ -

2.5 0.5 mLERHPHIRR -

2.6 25 pL® «ﬁi‘ﬂﬁ

2.7.10.100 mLf|

2.8 EESES o

2.9 SIS -

3.1 i FRBRUEAREREE ([ PRRE) AR - &t pLEH)

VA -
3.2 Il =i > 15 A5 ?%’r?:iﬁiﬁi £% 200 mL/min > [EfRE
EIJ-[F%L?E‘%EE'Hﬂ)NlOO Le
3.3 WHFHRER AT
3.4 [}-H;ZY]J\‘FT&?‘F 15C I MERR N FEE -
RIS < Lﬁi’r?riﬁ #I’fﬁ‘w
4.1 B
4.1.1 JLRIRID Bpfosk o
4.1.2 BN FraR AVl Bl P i leﬂﬂﬁiil%f RG]
?‘J‘JDE'?‘*%? 50.35~1.4 ¢ g, = Tﬁ’*’ﬁi@t" I~4 © ge
1.3 PRI > kAT T SRR R BT -
1.4 [J%FIT@‘J%‘WW 73T
Kyﬂﬁf LI
?*Fﬂp/ﬁ?ﬁfj JRFPTFREZRL ~ ;@mﬁ@fﬂ%fv“ [fil= 2 mL pw@:
AR A ifﬁﬁ%ﬁl RIRREY T Pl [ 2 L f J%grf |1 o
4.2.2 B Hzg gl gt 1.0 mL pBRERPR] - AT f,f?ﬁf.* b ZRATS
B BT »ﬁ‘ﬂ IR o =2 Tk I%Fﬁh TFe 7 pEpb e =
3 AR J‘if (0C) @ 1 TR lﬁ' E o
A EEe 10 SiH e
.S BRI ATIG o ORI A (autosampler) o IR ED fEEE I
5%%1#’pﬁ?/%ﬁﬁ@@ﬂwﬁy&?ﬁqu@& ENEEES
I[_' J #IHI (ke Iﬁ/ifﬂ{lgﬁ%) FlE& I"7J7f"T
5. Hﬁ @l
5] EIﬂEI”*Vﬁ%E' g@lﬁ:’%ﬂﬂl %
5.1 D”W RS A J%WWW1ML I TR S
G BRI R HEGEE 0.14~2.1 pog/ml o T RIREEEL
O 05~7 p g/mL -
(F + = DRSSP FNRE - I irkias - )

%E-h-p

4.2
4.

[\.)

&
www

513ﬁ@ﬁ3&@4%kyﬁﬁ ChHE e

5.1.4 Plopprpapplnepid (a5 @8 ) SPATPRaRe - agiits it -
5.2 fHEVRTH

5.2.1 SUBRIY A8 IS8l (22 ey -
XA

6.1 B IRIF




6.

6.

2

3

B HPLC/UV

30 ecmx 4 mm ID, u Bondapak C18
FLEAH 60% / 40% (v/v) I/ <
= 0.8 mL/min
(ERFI = 254 nm
= T 10 £L CRAH)

10 uL(ﬁiEﬂﬁ%ﬂ%)

§§: I'IWaterss 600EELS] » i ffli¥'] tliLg&ﬂy&[ﬂg NS ,[g7j¢ﬁwﬁg#aé$;** Vo

14P“§”Eﬁ I(retention time)

[~ f[iﬁ 3??%7&?@% (7351)
I (methanol) 3.5
?ﬁéﬁ (benzidine) 4.9
S (triethylamine) 8.5
F”%ﬁ (toluene*) 12.2
T IR RNE (3,3 -dichlorobenzidine) 13.6

IS
Rtk

FHH R AR PR EMIREEE N iR R

CVa
f%fﬁ¢% (L) (w1 g/mL) (%) (%)
7%& %(benzidine) 25-100 0.35-1.40 96.9 8.6

1.00-4.00 103.3 4.5

= f 25-100
(3 3! d1chor0benzidine)#

SFRERSTETEL SKC 4B 226-10 ﬁ”/’ﬁ?ﬁf °
HERBT TS 13mm AEFRERIERGTT > SKC #19 225-16 «

3‘—5}??* pE 7 RARETR o

”F rﬁ%ﬁﬂﬁﬁﬁﬂﬁﬁﬁ‘ﬁﬁ(WFW)’nﬁﬁ%H

PNy A

© ¥ %710-, p- and m-chloroaniline; 4,4'-methylenedianiline /3
-naphthylamine. 2-chloro-4-methylaniline; 3,3'-diclorobenzi-
dine; 4,4'-methylene bis (2-chloroaniline) ; hydrazobenzene;
and 1, 2- and 1,4-naphth0quinone%fT%Fﬁ?@ﬁﬁ h#%ﬁ\'?§#benzidine
E%ﬁM%iﬁiﬁ9%4%% [5] - benzidine, aniline, N-methylaniline, 2-
toluidine ®3,3"'-dimethylbenzidine®f 3,3'-dichlorobenzidine”



ST s T i

7.5 5T

(Wf - Bf + Wb - Bb)x 10°

C=

V

C A5 E PR (1 g/)P)
Vifﬁ%%ﬁﬁ&)

W & iFRRRR T I PRl (1 )
Wb : IQREF/?% Fh F-2 [,j/JJT’?fVJWEI( ne)

Bf : i+ Eiﬁfﬁglfrﬁ&p YETHET TR (1 g)
Bb : B Elﬁfﬁ#]&ﬁgguﬁr =T Jr:ﬂ@'r%( ﬂg)
7 AIOWD) (WE/T0) AL B = F I -

8.“5??%?14

rﬁi{ T (benzidine)

H Al 1 H Al 2
£ S HPLC (Shimadzu 9A) HPLC (HP 1050)
SR _
. Lichrosphere RP-18 (Merck) ¢ Bondapak C18 (Waters)
\;' B %VI 50% CH30H/ 50% H20 60% CH30H/ 40% H20
h ES 1.0 mL/min .8 mL/min
Eropm & UV, 254 om UV, 254 nm
:L?}%L'EII 20,&L 2OML
T HEREEER | 100. 4% 101.0%
CVa 3.9% 4.1%
8.2 T HBANF (3,3 -dichlorobenzidine)
ES *
H Al 1 H Al 2
£ S HPLC (Shimadzu 9A) HPLC (HP 1050)
SR _
o Lichrosphere RP-18 (Merk) ¢ Bondapak C18 (Waters)
\;' E{*J 7 60% CH30H/ 40% H20 60% CH30H/ 40% H20
I mL/min mL/min
] %5' 254 nm 254 nm
- 1‘ 20 @ L 20 o L
T i f‘lﬁ'f} 101 .4% 95.5%
2. 7% 7.4%

* PR

5 BRI R T TEI?(“ EIRIRAT LR - I 1/2~2 PEL

@j/?ﬁ%g'l f;g r—}?g‘?_g 4{ J IjJ“/\iJELﬂE‘_'—

ISR T 5 £

e R 172




~2 PEL % VAGE RIS R A SRR B LS S e
EWEIRAE  AEHRREIT AT 200 mL/min JSAPHT B R SRR [l
[ 9196 - Py o PR S5 A RS I i R A s
TR R L STy
: E:J TR e R R AR R

AHPEFELTI0 ¢ /W benzidine BHERE - HC 30C » 80% Af
EREE fé?*?ﬂua%@ > PJifte 200 mL/min i benzidine ARVESIHRLELHT
AT SO0 TSP E LGRS o 5 S0mg VB TRLY R & Adp R
VAV 5 AR TR PR B T  GE S R R 13m
FRETRGET > H7 0.75 1 g [V benzidine Ifi W IEREBSERGR I 2 ipRtd
FHCEL 10 SNPIE RS 9096 o RS 15 v o Hplfse ke =859
10w g/ 7 benzidine fidRi=s iR 40 5i8HE - BT > 7T 15 =
B [l i 75%

10. ¥Rt

[1] NIOSH Manual of Analytical Method, 4th Ed. NIOSH, Cincinnati,
Ohio, Method 5509, 1994.

(21 5 YRR PR R o SIS S N
B84 6 5] -

[3] Carcinogenicity and Metabolism of Azo Dyes, Especially Those
Derived from Benzidine, NIOSH Technical Report, U.S. Depart-
ment of Health and Human Services, Publ. (NIOSH) 80-119
(1980) .

[4] NIOSH/NCI, Current Intelligence Bulletin 24, Benzidine-Derived
Dyes, U.S. Department of Health, Education, and Welfare, Publ.
(NIOSH) 78-148 (1978).

[5] Morales, R., S. M. Rappaport, R. W. Weeks, Jr., E. E. Campbell,
and H. J. Ettinger. Development of Sampling and Analytical
Methods for Carcinogens, January 1-September 30, 1976, Los
Alamos Scientific Laboratory, Los Alamos, NM (1977) available
as No. LA-7058-PR, from NTIS, Springfield, VA 22161.

[6] Kennedy, E. R. and M. J. Seymur. ACS Symposium Series, No.
149, Chemical Hazards in the Workplace-Measurement and Control,
21-35, American Chemical Society, Washington, DC (1981).

[7] NIOS Manual of Analytical Methods, 2nd ed., vol. 1, P& CAM 243
and P& CAM 246, U.S. Department of Health, Education, and
Welfare, Pub. (NIOSH) 77-157-B (1977).

P R PR

BB He ek
Bt W B l -
PR
o 0.2 AT BT
L/min 73 HIREIE

! |



gl vE R gk
740.14-2.1 pa/ml %
Rk 4

0.05- 7pg/mL= E’q%ﬂﬁ

TR Tt e VARTE =
10 mL B8 I AR PRpR A,
Y H R ST R
bV RRER

HPLC/UV 737

|

El SE
Bl oAbk

IEER e
FEE (50 mg )
R 20-100L

i

BB &
PRBR R

T M

BT IR

}

VRGik 7{5/’@??‘(
ST HIZ T
(W 4.1)

}

PRI T

HPLC/UV55 7
(LR 6 )

PR

}

[k Fra#ipriFEl = %[Eﬁ%{

TR
W 5
LR T )

H IR RLEEINIOSH 550971 > [1NIOSH SS09RIRL ™1™ FlIFH ik )
% > P& CAM 243 % P& CAM 246 [7] -

2. BB STATIEF

H B CHPLC/WV

UL <l benzidine, 3,3'-dichlorobenzidine.

BT 0.5mL 0.17% (v/v) triethylamine in methanol; ﬁg?*

60755 -
=58 10 ¢ L

FEEOfE : 60% methanol / 40% water

70% acetonitrile/ 30% H20

o 1S al/min: i
[{herds - UV, 254 nm




W

= ¢ 1 Bondapak C18, 10- ¢ m particles, 30 cm x 4 mm

3.’5???[’ i[5]

NIOS 509%3}%%1@‘1 21-63 1 g/M Vbenzidine®20-130 u g/M
V3,3"-dichlorobenzidinef®¥=5 i > &7 30°C, 80% AHIEHHE ™ R
» PRBAERL 0.8 Limin = 3 29 fi benzidine WIEHAG,> 28 fif 3,3
-dichlorobenzidine JERME, o HARE THAYEL (CVD) 7 % - H1Ef
B VS BEREH IR VR TREE (5] o 50-mg F/BRLMIRR B
EFFHRETIOIS - T 180°C > I') 300 mL/min SUAAF A Sl 1fben-
zidinefRE RSP - & 3 TP (5] o TR E UGt (5]
° #0.2-2.0 pg [V benzidine ¥ IFTHIEREAL - o 2 AT -15
CHGPREE™ > H 11 PP 97 % o (RS 15 =W 21 &
[Tl = 89 % & 75 % - FEEESAR/BHHpI>Y benzidine A!
benzidinium sulfate &= HHF={™ AP 6 5 PR -

3,3'-dichlorobenzidine ® X dihydrochloride X! i’%ﬁib’f/ﬁ%‘g‘f%ﬁﬁjﬂﬁ?
-15°C RFE T BT 21 AP HpER Y =88% -



