] [ R BRBE PR 2 o & —
[RIRELA - KE ]

T 2= VAT

Diphenyldisulfane
B+ T 2= AT 4 R
Diphenyl Disulfide

RIRF M . 7 2= VALV T 4 RO p-N UMD ALT 4 R, VRV T AT
4 R, BERA@-Zana7Zz=)V)VANLT 4 R,
ERA4-XA N T2=)L) VANV T 4 K
diphenyl sulfide, p-tolyl disulfide, dibenzyl disulfide, bis (4-chlorophenyl) disulfide,
bis (4-methoxyphenyl) disulfide

[*t&E D]
S
S
CAS %5 : 882-33-7

433 0 CiaHioS:
(B FRPEIR]
& (CF¥sy &) ] 218.33
& (874 v/ E/RE)]  218.0224
[ 5] 62°C "
RU;ih=d 310°C "
Bl 1.353 g/em’® (20°C) !
[T ] 0.00022 mmHg (25°C)?
Reyiaed K 1 6.02 mg/L (25°C)?
[log Poy] 4.41 (FHIfE)
[~ U —EH] 4.84E-05 atm-m’/mol (25°C) ¥
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1) Lide, D.R (ed), CRC Handbook of Chemistry and Physics 84th Edition, CRC Press
LLC: Boca Raton. 2003

2) Howard, P.H and Meylan, W.M.(eds) Handbook of Physical Properties of Organic
Chemicals, CRC Press, 1996

3) Hansch, C., A. Leo and D. Hoekman, Exploring QSAR-Hydrophobic, Electronic
and Steric Constants, American Chemical Society, Washington DC. 1995)

4) web sites of SRC (http://esc.syrres.com/fatepointer/search.asp); Data from SRC
PhysProp Database

5) 16716 Dib5padn, b T3 H sk, 2016

(RIRE R AT E )
CH3
S /©/
/@/ \S
H,C
T x=)VANT 4 R p-hU LT ZALT 4 R
5 186.27 4T 246.39
Cl
@/\S/S\Q /©/S\s/©/
Cl
ORI AT 4 R FR@-r7uea7z=)L) VAL T 4 R
4y 246.39 oy 287.23
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H,CO
[ 1 s
s N i:
OCH,

E2A4-XA " F T 2=)L) VAL T 4 K
7= 278.39

§1 Hrik

(1) FHTEORE

HOENUDAFH U EBIFMUTZR AN T AICKERE 28 L, BT
RE DT 5, B OREIINEBRGTT D, REHIEEFEMA L, IR DR L,
MK, EBfET 5, RESUS VB AA I — ) P HTATI Y=o T v
%, VU VAN T NERE (LU, THEERE] v 9) ZIRINL. GC/MS-SIM
ETHES S,

SEMEUIMCE Y T 2= LAV T 4 R p-b VDRV T 4 R, ORDL
CANT 4 R, BA@G-raa T =) VAL T 4 R, EAU-A NF T T =
)T ANT 4 RO SWEEFRRGTTHZ LN TE D,

(2) AE - &=H

[#E]
7= VY ANT 4 R P TRy TR (L 99%)
T xF bl dy : Cambridge Isotope Laboratories ! (i 98%)

~AFY o D F L —F LRGSR

PR ESE - PCB 3BRAH (5000 {5 R4 b
Ak MU v A EEKEEE T R bR LR R ESE - PCB AR
[N
LC-Si(1 g/6 mL) : SUPELCO #(Glass Tube w/PTFE Frits) (7 1)

% BUF IR HT O BRI T2 38

T =)V ANLNT 4 R : Fluka 5 GFEE 99.4%)
p- bV RLT 4 R TV RY w FHL (R 98%)
RN AT 4 R TV RY o F R (B 98%)
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EA@-7un 7=y TR oFR (HE 97%)

A)VT 4 K

EA@-A NF T o=0) TR TR G 97%)

AT 4 R

TNET T U -dy : Cambridge Isotope Laboratories £ (fifiE 98%)

[FE¥ER OFRR]

Riti=ng

V7=V PANT 7 A 10.0mg AR L, ~F Y TIEfEIC 10.0mL & L,
1000 pg/mL OREEHEFR % FH8L T 5, FEMEFIR A2 7 EL L . ~F %> THRL T 10.0
ng/mL OFFEHERL 2 FHE4 5,

(PEEHEHR)

Tz bl rdigh 100 mg FEFE L, ~F 2 100 mL TR S HE, 100
ng/mL OWEEER IR 2 8T 5, WIEEERIR A2 5B L, ~F 5 TARL T 2.00
ng/mL OWNEERER 2GR 5,

(iR Bt AR YRR D FR L)

P AE R 2 3 B~ 26 o TAVER L C 1.00~100 ng/mL O A% B FAE ik 2 R4
%o BURE ORRERREERITIINAEER 2 10.0 ng/mL (7£2) OREIZR D X
INTHMT %,

[#5]
n—4 )=z R b= — (ERANE) RO RRICHW 5,
ReE D D — hOYRE DIV,
28 S R A P EBEDOREIC N D,

QT HAAT7 A (1IL), ke —k (2 L), h—/LE—X— (200 mL), F &%
7J A2 (200mL), AAT YA — (2L, 100mL), (A ¥ v A fl &R
BE(0mL), ~Af 27y rP NAY—LEXy b BEHAEANy K

() Tk

[FBt ORI K MRFE]

BREEE MbEWEREEEREEMOTFI &) B 28 £ 3 H) 15, 7=
7L, 7=V P ANLVT ¢ NIFREAKPCHRTHZ NG, HOENEHF
H 100 mL 2N L7 U007 ZEICAKERE 2/ 1T LERIL, BIG TR E
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795 (FE3), B ORE IImERGTET D,

[FB O RTALEE K OB D]

KEREHIAZ Y U —IZB L, #BEZ2EL (I 4. REbKIT, 258%
2LAyEe—MIBL, IREDEWMTI0oRIRE 295, #Ek, KBTI
BB L, ~F Y UL 200mL F— LB — B —IZEERT A, KEBIX. Sika—
MIREL, ~FH 50 mL CRUEOATT ARE AR Y U —%PEF L, PE
WRaE R e— MOMx, BE 10 SRR E 52175, R E &b 721,
MRS Y 7 ATHKT 5, fHKIEZ, ~F 2 T200mL AR T F 22
2N, B —F U —ZNKRL—F =2 AW THIEREME L, A 1mL &35,

WRE O EZITIHEIX, YUV FALI— Y v H T LE~FH 2 10 mL
Tarvygva=rs (£S5 L, WHKOZERE L TI0mL A By BIEERE
Aty b5, REHIHIK(Q mL) 2 A T DAL, ilidH T Ly RETTF
FTrH ~F Y 5mL CiEMEA s M OV 7 LBER %2 PEV AT (TR E 6 mL) .
(BEA@-A X7 2=/ W) ORALT 4 REJIET AL —T L/ ~FH
(5:95) 5 mL TIHEHT %), wHkKIE, EFRXIE FT 1 mL £ TRML. PNEEER
(200 pg/mL) Z~A 78U P T500uL ML, Bk L35,

[ 2B IR DI
AURHE [F] CEOREOKZ v, [RUBHORTALEL L OB O] DOIEIZHE -
o Z U TRl 2 22 B & 3 5,

[HIE]

(GC/MS 4]

ol FH R i : GC : Agilent7890A, MS : IMS-Q1000GC Mk II

D 7 A : DB-SMS+DG 30 m x 0.25 mm, 0.25 pm (Agilent %)

7T LRSE : 50°C (2 min) — 20°C/min — 120°C (0 min) —
7°C/min — 310°C (5 min)

HEAJE : A7 Yy PR N—UBMEKEH 1.5 min

A DR : 250°C

HEA=E :1ul

Xy VT —TA : ~ U 7 (1 mL/min)

A B —T = —RIRE : 240°C

A T PRI : 210°C

A I ALEE : 70eV

BHE—F : SIM
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= —A A (m/)z)

T2V ANT 7 (218 (E&E) 109 (fER)
T = VAT 4 R 1186 (E&E) 109 (FER
p-r UV ALT 4 R D123 (ER) 246 (FER)
DRV ANT 4 R 91 (EH) 246 (R
EAM@-7nnu 7 =))W ALT 4 R 143 (E&) 286 (fEiR
EA@G-A XL T2 W) DAL T 4 K 139 (ER) 278 (FER)
7 xF v b L d (NEESE) 1 188
TIVE T T dyo (P YE) 1212
(R E#R)

Fr B FEYENR 1.00 L 2 GC/MS IZVEA L, fEHEWE L WIEERWE O v —7
ARG EE N O B EE s S B A VER T 5,

(B&)
ABRHE 1.00 pL 2 GC/MS IZHEA L, EEEWE & WAREME OIREH L O E —
JEREELRERICI D REEEZRD D,

(BEOEH)
B O C (ng/L) 1%, kAU W EHT S,

C(ng/lL)=RxQ/V

R : FREARD RO 7= NAEHEY) XT3 DX R E DR JE b
O : AEHRIZTSIN L= NEEEYE D & (ng)

v REHE (L) (F6)

(ZE{E R H T BRME(IDL))
KO- GC/MS O IDL 2% 11274 (7).

%1 IDL OB HHESR

o IDL  #EHE  FofdiE IDL ARUBHRR A
YIE 4
(ng/mL) (mL) (mL) (ng/L)
VI )V AT 7 0.52 1000 1.00 0.52
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%2 [RIRE AT O IDL

BUEH RCKC PEAIE A PH mEME L IDL K ov
W4, BOWE OBE ORI W oo BEE SN o0
(mL) (mL) (ng/mL) (uL) (ng/mL) (ng/mL) (ng/L)
AVE= LIV AN 1000 1 1 1 1.05 006 022 022 14 54
p-MI A7 41 1000 1 5 1 522 025 097 097 10 4.8
N YW AT AR 1000 1 5 1 492 023 088 0.88 15 4.6
p-7an7 2=V ANT AN 1000 1 5 1 57 027 10 10 8547
p-ANFY T 22V AVT AR 1000 1 5 1 54 042 16 16 7177
(HIEFEORE TIRME (MDL) X VEETRME (MQL) )
ARRNE FH I LD MDL HO'MQL %3 3123 (1£8),
# 3 MDL M O MQL DF H#E F

WA, AetE RRIRE MDL MQL

i (mL) (mL) (ng/L) (ng/L)

TV ANT 7 1000 1.00 0.57 1.5

# 4 RS HHE D MDL X O MQL (£ 9)

e e T N e MpL o mQL ov
IR T g P ety el gl 00
VS I WK 2.5 ND 2.50  0.46 12 48
p-bIV AT 41 AR 25 ND 297 053 14 46
N AT AN AR 25 ND 2.88 1.0 26 9.0
p-rau7 =Y AV T AN WK 2.5 ND 276 0.72 1.9 67
p-ANEY T 2=V AT AN AR 25 ND 292 1.1 28 96
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LR

(FE1D HRAIA— M) v T N, A—h—uy NMCXOXIEMERE T
TWE, hEY—IBRRLNTVTHZERnHD, HONTD, 8
WX ENBENDERTAIMLEND D, B, I— Ny VT 6527k
U THEE LTztk, ~F U U ACES LT T USRI SRE O 0TI i
FE ARG AE LB D,

(£ 2) WIEEME OFINEIL, T 5 GC/MS ORREZEIZ XV EEAH LT
HEV,

(T£3) BB ITBREE K TOMMENRDH 0 | RELORIEN TE 22 DR EHER
BUREIZ B T Ui 95, BUBHREUEIIA~ T IR E 5 3k 5
LI EFICEREE L IEE 513, FPTHLL 30 LLERYIEE S,
ANF U EKRPAF LTREET BB ERGFTE 28, HEkD 2T R
HIHBEEIT O ONRLEE LUy,

(FE4) ~FH o b—HEICART Y X —=IZB L, ~F o EREPKOERDH
A A LD

(£ 5) WEL—I7MGME DO X INBOLNIGE8F,. 7 M SmL
T3 EREETREE, ~F V2 SmL & 3~S BRER L, ~FV102+5
B L CHERT 5,

(FE6) RBEIZ, HONPUDRARL Y X —THIEL-ETH S,

(£ 7) IDL 1%, MbFWEBREREREFZmO T X CER 28 423 H) 12
STHRHLEZ, BH#EREFR 512, IDLEIEROZa~ 7T L%K 1
2R,
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Abundance

[Bn7ho34] 218:119 - 42

11E+02 o
1.0E+02
Q0E+01
B0E+01 o
TOE+01 o

BOE+01

50E+01 —‘

%5 IDL OB HHER

WE 4 T2 VAN T 7
B (mL) 1000
A& R (mL) 1
HFENIRIEEE (ng/mL) 2.0
AR (uL) 1.0
FEE 1 (ng/mL) 2.20
FHE 2 (ng/mL) 2.03
fEE 3 (ng/mL) 2.19
fE R 4 (ng/mL) 2.22
fEE 5 (ng/mL) 1.98
fEE 6 (ng/mL) 221
fEE 7 (ng/mL) 1.89
EIME (ng/mL) 2.103
PEYE(R 75(ng/mL) 0.134
IDL (ng/mL) 0.52
IDL #UEHEARAE (ng/L) 0.52
S/N 9.9
CV (%) 6.4

* IDL = t (n-1,0.05) X Gy X 2

m/z 218

r
RT--> 1200

T T
1300 1400

T T T T T
1500 16:00 1700 1800 19.00

REFFERM (min)

X1 IDLJERFD 7 v~ k77 A
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(3:8) MDL} UMQLIE, bW B ERBEEREHA MmO F51 & | (CERk284-3H)
Wk, ReLBVHEH L, NEKORENR 7o~ 7T A5 X2

(R
#6  MDLKM O'MQL D 5 HifE 5
W'E 4 T2 VAT 7

ARk HEK
A EHE (mL) 1000
FEHEVRINE (ng) 2.5
AEHARIREE (ng/L) 2.5
A& (mL) 1.00
HEARERE (ng/mL) 2.50
FEEEANRE (WD) 1.0
BIE75 7 (ng/L)"! ND
BRI (ng/L)™ ND
FER 1 (ng/L) 2.71
FE R 2 (ng/L) 2.86
FEE 3 (ng/L) 2.55
5 R 4 (ng/L) 2.74
FEE S (ng/L) 2.60
fEF 6 (ng/L) 2.73
FER 7 (ng/L) 2.42
EIME (ng/L) 2.659
FEVE(R 2= (ng/L) 0.146
MDL (ng/L)" 0.57
MQL (ng/L)"™ 1.5
S/N tt 19
CV(%) 5.5

*1

*2

*3
%4

Bk~ B U 7 2D BMPIRIREE THRE R & AR OBIE 21T O IE

L7 (n=1)

MDL S HFCEHI AR E 2 0 L 22V KRB TE S D IRE D1

5 (n=2)

MDL =t (n-1,0.05) X 641 X 2

MQL = 6,1 x 10
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Abundance

[B7ho74] 218:2143 - 32

20E+03

15E+03

1.0E+03

50E+02

m/z 218

N | WS

1753

T
RT--> 1400

T
1500

T
1600

T
1700

REFEER (min)

T T
1800 1900

2 MDL HIERDREN 27 v~ KT T A

(71 9) IDL BB O HH S 2 BN AR RINE S L T, 7 ==L
AT 7 ATIIRINENE L . FOMOWEIZIRIMEN DW=, &

Ef LT D,
§2 i @i
[5#TiE]
(Zr—F%— K]
AR wE o R ik V=3
1000 mL 1 B H A%/ 100 mL, 10 43 fEKEREE  n—f)-2n" & V—j-
2= H:A¥Y 50mL, 104> FHIvA ImL £°T
— BT )Ty A GC/MS-SIM
! i )
VU (LC-Si) No TR 1 VI AN A4S
| ¥R S mL ImLET | TeV-di
L"""""""::i::: """"""" 10.0 ng
| BT U C

—_——————a

3 SOt 7 e —F ¥ —h
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(R E#R)

RERER
EiE (tE=E)=0.0058175+Q-0.015061
TBRE{%%=0.9996556

06

04
B 03 —
2 "
Y
01 —
00 L e
0 1 2 3 4 5 6 7 8 9 10
=EL
0 10 20 30 40 50 60 70 80 90 100

BE [ng/mL]

[ 4 i AR B R

(NEEYEY'E 10.0 ng/mL., XFEEIREFH 5.00~100 ng/mL)

18 B45.2,7his
1% (EEE)=0.00010591+Q"2+0,0028872+Q-0.0013223
TERE{%&=09908357

010 /
003
006
t
1
=004 —
002
0.00 _Qd-——éi"_f
0 1 2 3 4 5 6 7 8 9 10
REL
0 2 4 6 8 10 12 14 16 18 20

2 [ng/mL]

5 5 P AR B R

(NEEYEY'E 10.0 ng/mL, XFRWE IR 1.00~20.0 ng/mL)
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KT BRESIERAT —%
- L JRZAE (THfR) ‘
. , KIGE IR E I b
IR (Cs) IR L . . .
(ag/mL) [V 7z an77/] [7F/vv-dy) (As/Ais)
(As) (m/z 218) (4is) (m/z 188)
100 10.0 59868 106414 0.563
50.0 5.00 30293 105987 0.286
20.0 2.00 9537 96642 0.0987
10.0 1.00 3201 82677 0.0387
5.00 0.500 1325 87612 0.0151
2.00 0.200 379 91492 0.00414
1.00 0.100 212 82248 0.00257

WAEYEYE R FE @ 10 ng/mL(Cis)

(Za< T L)

D7h)54) YEd - FEHHEW
[100)+

m/z 218

1218 [0]

m/z 188

2188

Y71V ATy

i
1753

766 -0

71‘)_\/ l‘[/\/-dlo ’

(PNR)

218

T
RT--> 1300

%] 6

T
1500

340

T
1600

T
1800

VT2V AN T DT a~w NS T A

188



(10}

H
%] SIM @ TIC

(A
m o 210

0] \ uﬁs M 2?9_4 24,51

I i
10 0282 -

FS S
;% — ©/ \© Y Tz WANT 4 N m/z 186

1700

| .
1410 1007-0

)
I :
A -

fit - @( S‘SQ Y T2 AT 7Y m/z218

Wil
| -

xf S PN - 188
M o (PyfE) "

I m_ﬂwe

i o
af s. O BN
i iz 123 e ’

1
1t 104-0

i m/z 91 ") ©/\S/S\/© A A2

|
pAil} cl
fﬁ o o
it m/z 143 N

p-rnnT =V AVT 4R

F W5 -0
*a B oo

it >
Vi m/z 139 \©\st
p-ANEY Ty AT 4B

i

-0

1

#H

;(:J‘ 7 [/j‘" > _d
m/z 212 VA7 /T /~dho

fi (i)

(R
X7 V7= VTR T o ROSEUWE., FteED s n~ 7T A
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Abundance

(v ARARZ FV)
VT2V ANNT 7 DY AANRYT ML E 8 ITRT,

[A™ML] 1756-1737,1772 BP = 218[421530] TIC = 2247526 RT=1753

- |
o 4OE5 ol
[
kS 109
<
3
E )
2.0E+05 65
154 185
{ s
1Ll e 140 | |
00E+00 o b alllulli — el : ,
mfz--> 100 200 300
m/z

X8 YTV AT 7DV AANRYT L

(FIEIEAER)
EINENGGRERRE SR 2 2R 8 (RT, IINEIGRERIZ W25 B T, AT)IDK T4

o W VA8 o A . ¥ L3 ] L W B K Ry TR L 72
8 USINENR AR R

- . o HY 25 )

e REE O mnE . . R .
WL RE (jﬁ JURE U E'(fff ¥
s (ng/L) ’ (%)

. . 1000 SN 1 ND — —

D = w7

;ig;;;/bz IR 000 15.0 5 173 115 2.1
S ik 1000 SN 1 ND — —
1000 2.50 7 266 106 5.5

Ba7ho74] 21I8 :3706 -0

1905
30E+03 o
m/z 218
20E+03 o
1.0E+03 o
0.0E+00 T T T T T T T
RT-—> 1300 1400 1500 16:00 17.00 1800 19:00

R B0
9 HEAIEE (RJIK) o7 v h7T A
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Abundance

BnyhFal 218:3706 -0 |
17J'2 1 E'
3.0E+03
-~ RN . I'd
V7 =)L AT 7 2 (15.0 pg)
20E+03 o
m/z 218

1.0E+03

00E+00 W T T

RT--> 1300 1400 1500 16:00 1700 1800 1900

RFER
10 #omaElel Gapllk) o wva~ N 7F A
Bn7hy34] 218:373 - 42
1 75
30E+02 o

3
g

= VT2V AT 7

ﬁ 20E+02

m/z 218
1.0E+02 l
RT--> 13:‘00 14‘00 15.‘00 16.‘00 17:‘00 18:‘00 19IDD
RiFrER
211 ERIEEL GlEK) o a~ N7 T A
I r
1905

[n7ho34] 218:373 - 40
1753

30E+02

VT 2 =)V AT 7 (250 pg)

Abundance

- m/z 218

N W Ww w
: - :
1700 1800 19:00

T T T
1400 1500 16:00

R ERS
X 12 @womaEtk JEK) ora~< 7T A
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£ 9  [FEIRFHTE OUIMBIPGRERRE R GAT)117K)

SN FIN(15 ng)
. e HplE R B CEVR & B =11 /Y
: = R . X .
ABIR BE ol moomE omomE R gk
B (mgll) B (nglh) (%) (%)
Ve 3y N ik 1000 2 ND 5 150 100 3.3
p- MV AT 48 WA 1000 2 ND 5 146 97 13
N VY AT A IR 1000 2 ND 5 149 99 0.8
p-/An7x= VY AT AR Ik 1000 2 ND 5 155 103 49
p-AFY T ==y ANVTAN WK 1000 2 ND 5 173 115 3.7
10 [FIR T E O GSNEI GRS R (WEK)
N WIN2.5 ng)
. o AR L A CEV 32 s I I=111) Y )
A P ) ;ﬁ WEE O OBROBE R RK
(mg/L) %% (mgL) (%) (%)
VAVES I K 1000 2 ND 7 250 100 4.8
p-Mwvy A7 4§ WA 1000 2 ND 7 297 119 46
N YWY AT 4N MK 1000 2 ND 7  2.88 115 9.0
p-yau7 =V AT AN WEAK 1000 2 ND 7 276 111 6.7
p-ANFT T2V AVT AN Wk 1000 2 ND 7 292 117 96
(R 7 ) —= 73RBR) (S57 AAN G5 H)
F 11 GEPER 7 ) — = 7 iR R

W4, PRI 1Mo S REROBLEEY)
B (ug/ll)  FERAFE(%) T e
5 40.0 91.0 92.7 —
e Ry A S 40.0 86.0 99.1 100
9 40.0 83.5 97.7 —

* 2 SHL ORI, 1HFMEZOEFESZ1008 LI-ETH S,

344



(PRAFHERER)
RAFPERBR S R 2 AT, BREGARHT O HRMEIRTH R L TR |

B ORI CIMRFECERWZ ENgho Tz,

12 PRAFPERERRS R
R e i I B (ng/L XU ng/mL)

WA RBES RES B (gL T (FeAE(%)) *

# ng/mL) TH#%  14B% 1A%
SEEN - mik 2 s 08 - :
;‘j t/ MK Wk 2 5.00 - ég) -
TV mden EMER 2 5.00 - - (399)

*FEAFR(%) © PR T D M R B OB A

WA, W OWBEFTIRAT T R FRFTE 02l Lics 2A 1 HTHi
T5Z <E75> o T,

13 CRAEME RS B2
=0 p SREN S T (ng/L TR (%)) *
WL, 3ﬁﬁ Stk nﬁﬁ I Ly @%@fmg)(ﬁﬁf(» /
S5 H (ng/L) l1H#% 2H% 3H#% 7H#%

i7;i Sk Lk g 050 <050 <050 <050
VS AT AW {A /] .

<5 <5 <5 <5
Sy (<5) (<5) (<5) (<5)

FRATHR (%) + TR IS 2 B HRE OFIE

Fo. BAEBPIEAIORIMEIZ LY 7 HERFCE DR LT E 2 A, ~F
PUaMATIREDTHILET, MIENTRETH D Z LD -T,

#14  ARAFMRERAS RS

S BB B g F HH R BE (ng/L)

. AU Ve BB FRER L ; N

WE 4 W 4 ¥ (ng/L) AT 1k (FRAFH (%))
7 H#%

VI r= — 2 10.0 T A 3L RN 8.2 (82)

2L R K 2 10.0 N OWFVBET AT VRN 2.8 (28)

N 7
Ead 2 100 ~FF RN 9.8 (98)

*FRAFHR (%) + RIS 2 R OFIE
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PLEDFE RS BEHREOTEE [FO~FH 2 100 mL i L7223 C Bk
AP ZR I LR, FTIRE S L%, AEET 5, 2745,

[£ Dt ORFRER]

(EFEHH ORRET 1)

FEHLK 100 mL [ZHEYEME A 50.0 ng USIIL Tk L, EHICER T AL 55
ML CHBEL TV o SmL TR L7, ~F P> SmL THEMH L, #
DFER, 7 F S5mL OATITEHLENT, ~FH U HEZITERE LT,

&15 A & e

- 7t h> 5mL ~FHP 2 SmL 2
WE 4

C18 HLB PS2 RP1 C18 HLB PS2 RP1 C18 HLB PS2 RP1
VAESS A3 b 51 51 71 50 22 8 10 19 72 59 81 69
VAVES YIS 41 32 55 36 11 6 5 14 52 38 60 50
p-MIVy" AV 48 50 49 67 53 22 10 11 18 72 60 78 71
N AT AN 54 52 71 59 18 5 9 18 71 58 80 77
p-/an7 == ANVT AR 60 57 76 64 24 8 12 18 84 65 88 82

p-ANFYTz=V Y ZV4N 89 73 97 82 18 0 0 9 106 73 97 91

(B ORRE 2 )

FEEIK 100mL [ZHEHEY)E 4 50 ng SN L Calzk L. [E+FH % 3000rpm, 10 43[H
O LR BT AZ 10 5B L TR L TSI o TR Lz, 0%
R, Sep-pak C18 T w7 7T v v a LI HIEOBUE K EN- 7208, +5
PREINERTIE e o e,

3216 IR & AR

Sep-pak PS2 Sep-pak C18 C18(N 9)77yva)
WA 0~55~10 4 0~5 5~10 10~ 5 0~5 5~10 4
mL mL mL mL 15mL mL mL

VT2V ANT 7Y 63 14 78 68 5 4 77 77 4 81
AVES 7y I 55 4 59 56 0 0 56 62 0 62
p-MIVAVY™ 748 55 9 64 57 6 5 68 64 5 69
N YWY AT 4R 46 6 52 54 2 2 58 64 2 65
p-7ua7 ==V ANV AR 60 17 76 5 0 6 65 55 7 6l
p-AXY TV ANVTAN 1 24 35 65 0 0 65 79 0 79
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(#% & S HhH O#ET)

FEHLK 1000 mL IZAEHES)E A 2.5 ng IRINL . ~F %2 100 mL & T¥ 50 mL T,
B2 BHR E S U7 fb R, BEARfhH & 13872 0 | 1FIE 100% D BN & 7o 7
e, IRESHHERAT L L Lz,

F17 HRE D ToEIER

WE 4 EIEVES
Y T2y AVT 7Y 101
AVES Y NN 91
p-MVs w741 100
NV 7N 105
p-ran7 =)V ANV AN 108
p-ANEYT 22V ANT 4N 111

IBGNI= DDy IHT BT =T v T DRE)

% 50 ng/mL DO~FH U AEUER | mL ZTRO Y ) B FAH T DA — ) v
(LC-Si (1g), SUPELCO ) IZAMF L, ~F ¥ 5mL, T—T L/ ~FH1(5:95)
5mL, =—7 L/ ~FH%2/(10:90) 5 mL, T—F /L/~FH >(20:80) 5 mL DJEIZ/N
Z. AR UIARER, p-A PRV T 2=V VAT 4 RERE . ~F P
T D 2 Loz,

#18 U BTNV A—RY T T A TOSH
I=FV/NFY I=FARY T-TAR

WE 4 A /(5:95)  /(10:90)  /(20:80)
> mk 5mL 5mL 5mL
V722V ANVT 7Y 80 0 0 0
VAVES Y NN 85 0 0 0
p-MIwT A7 4 b 79 0 0 0
NV AT AN 77 0 0 0
p-rau7 ==V AN AN 78 0 0 0
p-ANFY T2V AN TN 0 83 0 0
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(RY=F LY a—(PEG)DIESE & IMEDKET)

% 5ng/mL DIRAEMER 1 mL 2L, AU =F L7 U 22—/ 200 (PEG200)
Z 10 ng, 20 ng, 50 ng, 100 ng W™ML7=bD, RV =F L7 U a—/b 300
(PEG300)% 50 ng Wi L72H D% IR L TWRWEHER 2 100 & L TERE LT,

HBYYE X PEG200 % 10 pg ANTT HEFES I L, IMIIEAHOL TH R E
SHEMUZRWD, p- R U LT AT 4 RR p-ARF T T 2= LV 27 4RIE 10 pg i
MED 20 ug MO HFHBEML TEY, 7 ==L AT ¢ FiL50 pg LLEDH
INCHEFEME N 3 2 BIG A3 ERE S 472728  PEG200 DIRINEIL 20 pg & L7z,

PEGINZ L 0 & — 7 AR o v — 71272 U \PEG300 50 pg ¥/ % PEG200 50
g WINE B L7236 p- N U LT AT 4 RO p-ARF L 7 2=V P2V TARITE
VW C PEG200 DIHAEENA K& o722 &b, PEG200 2452 L & L,

# 19 PEG IINE L v¥°— 7 b

PEG PEG200 PEG300
R W2 L Jopg  20pg  S0pg 100 pg 50 pg
V" TzmWy AT 7Y 100 117 120 120 124 118
Y TN T4 N 100 98 96 84 85 100
p-Mvy a7 4 b 100 117 127 135 135 123
NS 721N 100 94 96 96 96 100
pIRRT 2=V AT AN 100 121 122 123 121 117
P-ANFYT 2=V ANT AR 100 128 149 155 149 136
e e e o
_ PEG i’i7e L DNy S Y% m/z 218
B e e N
PEG200 10 pg %00 ;’f ‘I\.\
PEG200 20 pg ¥R II,,,.'“f '\'-\

Abundance

PEG200 50 pg %N

PEG200 100 pg ¥&AN /\

PEG300 50 pg #si0

No.& T T T T
RT——> 1730 17:40 17:50 18:00 1810

R EERS
X 13 PEG iRIN&E & v — 7 Ik
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(RYVx=F L7V a—b (PEG) BINZ L DREBRITH T B8R OMERR)

RYVZF LT ) a— a2 Nibl &T, REROUIR N~ AT R 58
G LARIREFEIR T 2 WRIIRRIC R 2 BRI DWW TETWEINTZD, B> 72%)
RIZTR 2o Tz,

[HR &R

tﬁﬂﬁ =k
& (EE=E)=0013102¢Q-0.016844
mlaaf%z 0.9996334

14

12 /

1.0

03

06 »4/

04

02 //f/
00 o]

0 1 2 3 4 5 6 i 8 9 10
REL
0 10 20 30 40 50 60 70 80 90 100
i=E [ng/mL]

14 ®miREMARER (PEG W) G EIREHP 0.500~100 ng/mL)

=3

-«\

EEIRER
i (H:$)=D 01 1 74xQ-0.0071204
+HRE{%£=09095742

025

020 /

015

\
\

010

005 a—

000 Y- /

(e}
—_
[\S}
W
N
W

6 7 8 9 10
REL
0 2 4 6 8 10 12 14 16 18 20

BE [ng/mL]

15 RIRE AR &R (PEG ) ISR PR 0.500~20.0 ng/mL)
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(PEG RNz X 5 MDL, MQL, KOEINROZE(L FEAEM) )
PEG ZiRIN9 5 Z & T, MDL [FME<L Zp o 7223, BICRIZIZEA T e o T2,

#20 PEG RN X 5 MDL, MQL. K ONEIILERDZEAL,
PEG200, 20 ng ¥/&/l  PEG 72 L (548)

EEIE (ng/L) 2.65 2.66
EEYEMR = (ng/L) 0.123 0.146
MDL (ng/L)" 0.479 0.566
MQL (ng/L)"™ 1.23 1.46
S/N k. 35 19

CV(%) 4.65 5.47
A (%) 106 106

(PEG WINZ X 2 WNEIERER RS R D2 b (F)IKEM) )

PEG Z RN % = & T, BEMREII/N S < 2o 72m3, [BIERD 100% % K% <
x5BT LA LT, IEHER O AT PEG Z IS 25 O xR & 1
PTAVELRD D,

#21  PEGIRINC X 2 HnENNERERRS R o224k,

e . . A 72 )
AN E=A AN =y . R -~
SfE REHA iﬁf i (ﬁ”f@ i;zﬁ i e E'(fff ¥
s (ng/L) (%)
PEG200 .
gl
20 ng VA 7K 1000 15.0 5 18.2 121 0.72
PEG 72 L .
ol
(FE48) K 1000 15.0 5 17.3 115 2.1
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(T 2=V AN T 7 VEERNORHINDE Y 7 2= VALV T 4 ROEER)

[Bn7hzal Yl : FExHER)
1001+ I

1718 600
TIC(SCAN)
— e 1ag7 1430 165 | N
Q 176 0] I 13
g 171 3
(2] 1338
E /2 186
S m/z PR
2 O] 10
2186 ’g‘ -
R 1718 1er
m/z 218
@/\/@
3218 T T T T T - T T T T
RT-—> 0800 1000 1200 1400 1600 1800 2000 2200 2400
E3Eiisn

X 16 72V VANT 7 U EELNORESNSGY T 2= VAL T 4 R

(7 2= VANVT 4 RIXEAL TORBAERD > E 9 OS]

HEANE DR %2 210°C, 230°C, 250°C, 270°C A X T, V7 x =)LV AT
7 (B D B DFEHERR 1000 ng/mL ZHE L., HIME L Y7 = =LA )L
7 4 ROWEMAELSEADREICL > TE (LT 2052 MER LT,

FEADREICE > THBEENED LR o T2, EAD TOSMRAERY T
172 < AEYEM B T O ASHIs & HERI S T,

B, BYWEOEREKRT DY 7 2= VALV T 4 R, V7= )LALT ¢
ROBREMRTERLIZEZA, BROMED 0.13%DEFETH Y | (EHERZRE
L TRl e AR ER A ER L CH ER W EZE 2 HivTe,

%20 HAQRELY 7= L2 LT ¢ ROGEE

Y T2 ANT 7Y

EAR Y 72e )
AVESYY 728 (BmmE)  ERHE

1L fEE T i

210°C 15,963 1,590,401 0.010
230°C 17,433 1,545,025 0.011
250°C 16,547 1,485,312 0.011
270°C 15,136 1,404,308 0.011
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Abundance

(ZRHEH'E D B — T IZ DN T DEE]

PRAEMERBR (RES 2) ICHW=REHZ B W T, MDL UL LD aifE O MW E D
7 DHER S AL, KEEME O Y — 7 I ZHME LV LERFFREM S 5 B E -
7=

FHEE — 71X miz 218 LISNDA F o DY — T HFED TN RE WD, EEA A
YOERTIHEREITE R o770, KEME O E— 7 BRI N D536 T
ITHERZAT O MWERH D,

ek, K177 v~ 8T T8IV BTN T T A TORERZ E LT e
e CH B,

Bovh3al 218 Yél : FEFHE G
[100]1—

m/z 218
; FHEE D — 7
| (HBYYE 0.94 ng/L FH14 D [HiFE)
| (MDL : 0.57 ng/L)
1 No.1
Nol [0]—
V7;:w&x»77y(m%)\
| /\
| f { ) , q”
’,-'ll \\. o I/A\_‘A,Jll III"J.‘F\A“W\\,\-.—.,J‘w"a"«"’-\,--u /""/ ll‘, l\\z’l "L’\., N,/'“\J'fl\.mwv..;/q,.\«.-,j ]l‘\-\,,,.,,} l'\-" L ,\/-.ﬁﬂpw.-v.,u«\,m/'\'\\wA,f'nk,;,‘r\_)r “‘n\h.ﬂ.,'«,‘\; No.2
g?fa 14:30 1500 1530 1600 1630 1700 1730

RiFHRE
X 17 EFRNECEE QlAK) (BB KOWSIIEEE Qi) (FE%)
DOy~ 7T N

23 =X —A A LA E DIQL

TS — AT m/z 218 m/z 109 m/z 185 m/z 154
EEME O IQ L 1.00 0.68 0.24 0.20
(Pr¥pAr ) (16:48) (16:48) (16:48) (16:48)
SHEE D 1Q 1.00 2.71 11.39 3.58
(PrifA ) (16:53) (16:49) (16:53) (16:53)
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(BREFEHI BT 5Kk — 2 OEEMEIZ OV T)

FEREEAE (EAINEE) BT ok — 2 O EREEZMHRE LTI AT
#D LBV T, MDL BRI W72 vE K & O INEIGGRER (2 W 72 )1 K T
MDL #EEE (0.57 ng/L) Kiifi T o 72Dy, RAFMERER 1 L2 IZTHW IR T
i< MDL 2 %2 8 2. 5 E&EI RS S iz,

B, HHUWE & RHEE— 7 ORFFRFE OEVN 2 BOGHE & 5 BOGEN
HOHL, ZHTRHER 7 LOw Yy FRHEEEDEVWCL LD LEEZIBND,

F24 FABREGGUBHIR T D5 v — 7 OE R & RFFRFIE D 72

R4 A B i RAE PREFIFRE] D 22
MDL YN 0.05 ng/L 2%
AIIEE K 0.16 ng/L 28
PRAFPERRBR 1 GPAIVI 0.68 ng/L 28
PRAFPERRBR 2 DAV 0.94 ng/L 5%
[FF4if ]

AEIZ AERBF O 7 2=V ZANVT 7 o OSHTICHE T X MDL 1% 0.57
ng/L. MQL ¥ 1.5ng/L ThH -7,

BAET 7 U7 I3 M TH Y | BREREID GG E IR S e o T,

728 K & ONEZK 2 RN T2 RN ENGAER (3] 117K 1% 15.0 ng/L, #B7K1X 2.50
ng/L ™0 OENERIZ, ZE 115%, 106% T -7,

Flo. ZONEITHSEWEZ G TFRR 6 WEERIFEOT 52 &3 FEET
H5b,

EEEEPi S
Frimsezapr - Il RERBE O o 7 —
FrBSEEFT © T701-0298 [ LT XN 739-1
TEL : 086-298-2681  FAX : 086-298-2088
MY EL IS
E-mail : kanpo@pref.okayama.lg.jp
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Diphenyldisulfane

An analytical method is developed for the determination of diphenyldisulfane in water
by gas-chromatography mass spectrometry (GC/MS). This method can also be applied
to the simultaneous determination of diphenyl sulfide, p-tolyl disulfide, dibenzyl
disulfide, bis (4-chlorophenyl) disulfide and bis (4-methoxyphenyl) disulfide. One liter
of water sample is collected in the glass bottle added with 100 mL of hexane, and
shaken immediately at the time of sampling. Water sample is took to the laboratory and
transferred to a separatory funnel. The water sample is extracted with hexane. After
separating hexane from the water sample, the glass bottle is washed with 50 mL of
hexane, added to the water sample and extracted with hexane again. The extract is
dehydrated with anhydrous sodium sulfate, and concentrated to about 1 mL using a
rotary evaporator. The extract is applied to silica cartridge column, and eluted with 5 mL
of hexane. The eluate is concentrated to 1 mL under gentle stream of ultra-pure grade
nitrogen gas, and added with 10 ng of phenanthrene-d) as a syringe spike (internal
standard). The analyte is determined by GC/MS-SIM. The instrument detection limit
(IDL) of diphenyldisulfane is 0.52 ng/mL. The method detection limit (MDL) is 0.57
ng/L and the method quantification (MQL) is 1.5 ng/L. The average of recoveries (n =
5) from 15 ng added river water was 115 % and the average of recoveries (n = 7) from
2.5 ng added sea water was 106 %. Using this method, diphenyldisulfane was not

detected in river and sea water in Okayama prefecture.

Water sample Extraction Dehydration
1.00 L Ist: 10 min anhydrous Na,SO,
hexane 100 mL 2nd : hexane 50 mL 10 min

shake immediately
at the time of samoling

Concentration Column clean up Concentration
rotary evaporator Silica cartridge column under N, gas to 1 mL
to 1 mL elute : hexane 5 mL

¥ GC/MS-SIM

syringe spike
(phenanthrene-d;, 10.0 ng)
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WE 4 IriET7 o —F v — b fisi =
T =) [kE] SrMTIREE
DAL T 7 GC/MS-SIM-EI

KB =& D fhH v/
A4 1000 mL 1\ H:105 K A 1 e TR
R ~¥F7 100 mL 2[a H %50 mL, 1053 TR 94
7 xz=b HEHRIRIHIR L 5 [KE] (ng/L)
CANT 4 R 0.57
N N = : ______________________________ i
it R VIE2evs Wi
n=p)-xn" K V=4 | YTAT v (LC-Si) N, A | ZLIESERE
ImLET i NFFY 5 mL ImLET ||
______________________________ GC : Agilent 7890
MS : JEOL
: GC/MS-SIM IMS-Q1000GC
YV AN ) MK I
(71'}\/ ]‘Vy—dlo) —
10.0 ng A7 A
_________ ) DB-5MS
| (VA Z s N ==qri
lL | BRI LT 30 m x 0.25 mm,
________ |
0.25 pm
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