BB A E R A (LEWE Y 2 7 BEE2E)
Sy TP FEAR SRS T s

ZRE i R AT E W ORBRTE K O TEIC BT D05

ZZBE L fn P OB BAIRERIE C B D g

WHge s M) NREAERTERT BRSSP DU

BE

AEWEZ AT 2FEMNMOBHNCBET 2 %8 (48 45 10 A 12 AYEHES 102

. LR TREMSBENE)) (ICBWT, BRI hAlE LTHhWRD T 1L
KU RN 4,6-2 7 a)v-7-245- N 77z ) Fx3)2-F) T F ATy
AA I HY—/L (DTTB) BHHIRR EI2> TS, 2D OWEIZxHT 5Bk
FRE S B RE THL (BRI 49 4E 9 H 26 BIEAEBSH 34 5) TEDLNTWD
DT 4V R U AXEEFR 53 4E, DTTB (38EF 57 AE O BHIE A Y 470 & iR BRIE D S b
SITVRY, T D ORBRIEITAFRRIEOREHL, 40 F N TIXRWHE#ER O
A, ZiH 2 MEORBIENH 2 ICHE SN TV D IENEMER EOMERH D,
T2 IR £ TOMIE T, 26 OFEMBE AR L | BRI 22 5ialiRiE %
B%E L7 AT 2 OFRBRIE D Z Y MR 21T 5 X<, ZHEANY T —va v &
Fhi Lz, £, BEAIEIAY U LOFTER - G L 2> TS Z b #r
ARBRE TR L 72 RBRIAIR S~ U Az e WEkss OKFEX v U 7 A-GC/MS K&
UYHPLC) TotrrlREM S a2 MGt L7z,

ZIN6 KD 5> B, 1 BT GC/MS ricBiT 2~ M v 7 ARROEEL 7 b
LD IREILE & 725723, 2 Ofh 5 BB TR L 72 BIATRYEER0 ng/g)l2 381 5 %)
[ ERIE 95~110% DI A>TV . PHMTREET 5%Am ., MR 15%A0 & |
BIFRERN GO, £72.7 4V KU U RODTTB NG H &5 EEE ok (1975
~1978 FEAT) ZAHEICEAT L, SRERZ K L= & 2 A, OHMTREEE 5%, =M
FEE 15% AWM ChH o722 &b, BELEHEENGEOND Z X nhoTz, EBED
AREHZB W THRE RS OWTAIEETH D Z L R S L7z,

Fo, TS oo~ N v 7 ZARICONWTIHRF LTz E 2 A GC/MS D
HESMHME DOIRRETEORBEDORE INBRR L N holz, < U v 7 R
RO BEZBI S 5 EE LT, RV =F L7 U a— 300 ZHERERKIZNA
LFEERFILICE 24, GCMS ORIESRMFITIK O T RIURERDFTONDL Z L&
MR TE =,

IHIT, DAY ULARBICHIST D720, KEFX v U T HA-GCMS KD
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Bohd ZEnbhrol,

HPLC/PDA Z AW HiEORETZ21To72 2A, WINLEEDOE TN 7 A%
¥ U T HAGCMS 24D H DD, BUTHMEE TH D 30 pg/g % a5 E & FIRIEHN

A. BFEEEH

BEWE 2 EH T 2 FREMSOHHIC
B9 2 1A (WA 48 45 10 A 12 HIEAE
102 5, LU T5EMSESE) 20
T, fRAERS IS Al LTHYW B
TANRY Y (K1) kDV4,6-27 1 L-7-
245- RV 7v)L7 =) F)2-F) 70
FNAFNR XA I H Y —) (DTTB)
(X1 2) BBHIR G L oo TS, ZILD
OWEIZ KT 2RI T ZRE 5B E
FEATHLA (BRFn 49 429 A 26 HIEAA T
F345) TEDLNLTWDN, T 4/LK
U UXBEFN 53 4F, DTTB [ZBEFN 57 4D
FRHRE A )20 B RBRIEN W IE ST
72N, RRBRIERIE 2R 5K 40 4203800
LTWDZEnn, BUEDHTHk AKYE
7O TEHE U 72 o i a0 A 2 il 3 ool
H. 2 2 WEITH] % OFRBRIENBUE
ENTWDIERME EREE 72> T
W5,

WEAEE & COMZE T, BUTORBRIE X
0 LN - BRI EN T HTRERIE A
B L7z, SFEIX, Z OFatBRiL D %Y
PEZ2FEHM T 5720, ZHEEIC LT
—a v EFE LT,

T, S AU U AR RESTE &
BRoTNDHZ N, ~U U LEFAE
T AR KFF Y U T HA-
GCMS K OEHIEIE 7 v~ N 7T 77

+ M A F = F7 LA H
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(HPLC/PDA) D H i 7T REPE T D TR
#{T o7,

B. BRI E
Bl. REREAZE

7 4L KU 1% Dr.Ehrenstorfer £,
DTTB 138 7 4 v AFDEHEERL O & D
EHRW, 2D OREIXNTRE 98%
LETHoTz, £lo, NEIEEME & LT
W=7 v4 7 7 »-d i£ C/DIN
isotope £, 7 U &z r-dyp 1B HAL S8 % F
W, NERIEHERIRE LT, IVt T T
“-diow 7 VE-din® 1 pg/mL FEfR=F
MR Z T LT, SR LRI TH D
Phenyltrimethylammonium
(PTAH) @ 0.2 mol/L A ¥ / —/VIRiEIL
D—x Y A o ZAAEH W, AU
FL 7Y a—u 300 (TR T 35
ORE %9 IAVENE: ¥ o all NURVIVNNE VG N
VUKRFEZT RY U L2 KIITE L
7 4V ARG O Rk 2 VW, F
7o, WRRITE T 4 L DRGSR o 7
2 BAEBSHTHE RV, FOMEEX
TRTE LT 4V AR R O IR R
- PCBREBHADO L DEHW,
BB 7 2EXT Vv s e T
/1 Y—4t#lo Bond Elut PRS (FEHEAIE
1 g)Z& iz,

Hydroxide

B2. #Bk



AMENGERER DR S LT, 100% Y —
NDT )V b EHW, Flo. T 4V R
> KON DTTB B & oalkl & LT,
B EHI S DR (1975~1978 4F)
WHEA Lo —~y FE3IREL (R 1) &
fEH L7,

B3 NUF—vayv

WEAEFE £ COMFE TRIFE L 72 kBRiEN
flL OB T & H ATRED MR T D 72 01T,
[ 37 [ 38 S B S AR ZE T, R PR ARERR
LEARNFSERT, SRR AEAR ST I TR AR
WEERT, T3E R AEBFIE T B OV 43 1R
BAEMZEFTOGE 6 Ik W T Y T
—arEiTol,

AEHI B2 IR L7727 =L b 05 gl
15 pg/mL KN 150 pg/mL OF 4 L KU e
DTTB B G IR HEA WL 22 45 100 pL N L,
1 K77 FNTREL L7z, 245 Ok}
I ZNEh 3 pg/g MO8 30 pg/g &
72% GRUBFA KUYB), E£72. IILAITL
BENTHENDITT 4V R U A
SN WENIHE INBH D Lk,
F LR L7z akh & A HB I lidAn L 72 GR
Bt C~E),

bz, ABHERIFFIZT 4V RY U &
O DTTB OFEHESL, 7 AT T V-dio,
7 Ut -dy (Bl IZREik)
Technologies DB-5ms UI (30 m X 0.25
mmlID, fEE 0.25 um). Bond Elut PRS
% A FSBAC AT L,

Agilent

B4. PiHUMTHIRERE (K 3)

#BH0.5g T A Z J —/L 50mL M VG
% 100 uL 2Nz 7=1% . 70°C, 30 47 [#] Ti&
R U7z, ik 2 7 2 Aisgs GRiFL
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L2 THABL, r—F U —x2 /R L—
A —TCIRfE, A% /—/LT10mL & L
o ZO2mL Y| 10% (wiv) HifbT
U T AKIERR 10 mL L ONFH > 4mL
ZMATHRE 1%, HOLIE T ST, ~
FH M ImL 28D . THT7E M SmL
KOANFH L 10mL TRALT 4 a =
2" L7~ Bond Elut PRS [ZEfif L=, &5IC
XY 4AmL TR, ERETIIESR
ZRWNTH T DTERAFT D2 REL
77, = F /A % ) —=(1/1 vIv) 5
mL THH L., ST 5 mL IZERL
77

B5. GC/MS BIE &4+
HEMRRE L pL 2 /S A RZ2 7Y » |k
L2 FAT GC/MS IZiEAL, SIM &%
HWTEREITo 70, WHEMEREEIZ LY
& B0y U OAERL L 7o B Efi s HalEk P o
BT DI 2 B L7z,
£ . Agilent Technologies 7980B GC
System, 5977B MSD
717 I : Agilent Technologies DB-5ms
UI (30m X 0.25 mmID, fI&
J& 0.25 um)
HEAFRX VA RZATY v LA 1
pL. AL AE 10 psi 1 451
HEANDIREE : 240°C
717 AMREE : 100°C(1 45)—(10°C/53)—
240°C —(°C/4r) —280 C((7
57)
T AT 7 —T4 IRE : 280C
XY VT HA A~V TL (BT LR

0.6 mL/4y EM&EET—K)
A A PRIRE - 300°C
EBAAY: T4V KFU Y m/z263



A F 4 DTTB-1 m/z 392
A F )4 DTTB-2 m/z 429
TIA T T v -dio miz 212
7 U & -di2 m/z 240
T4V KUY m/z277
A F )4 DTTB-1 m/z 464
A F A DTTB-2 m/z 414
DTTB D JE &% A F /UL DTTB-1 (Me-
DTTB-1) O L AR A% HWT{To7z,
Fm. BV zF Lo 7Y a—Ls R
ToRRETRE IS, TEADHRE % 270°C, 77
LR %2 310C (1043), RT A7
7 =74 VRE%E 300°CIZAE R Lz,

WA 4

B6. KE*x ¥ U7 HA-GC/MS &z
SHT DR

57 M #% %% 13 Agilent Technology ft @
7890B GC/5977B MS = i\ 7z, ¥ U 7T
A EIL, KFEF v VT A B
% 4 A H £ TiX0.6mL/min, 4 A H LI
0.4 mL/min & L7, %7 AL Agilent
Technology 0> DB-5MS UI (length, 20
inner diameter, 0.18 mm;
thickness, 0.18 pm)% f\, 77 LA —
7 v7a 7 A 100°C0.5 47)—26°C
/min—240°C—13°C/min—280°C(5 /M)IZ
RE LTz, UBHEANIZ 2 0L 27V A R R
77Uy F L AE—NR (50psi, 1 min) TAT
ST FEAR, F T AT 77— A4 KD
A F PRIREITZE N E R 240°C, 280C,
300C & L7z, E&A A (m/z)lE 263 (7
€4V KU ), 392 (Me-DTTB-1) ., 212 (7
WA T T v -do) . 240 (7Y & -di2)
E L, EMEA A (/)X 277 (T4 VK
Uy )., 464 (Me-DTTB-1), 106 (7 /14
Z 7 vdw), 236 (7 UtEi-diz) &L

m; film
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Teo IKFEX ¥ U T AT AEHBRALE 3 A H
A — "N TFa—=v 7 %7V, Fa—=
YT T ANEERK LTz, DARRILE LT
2a—=U T T AN E TR 217>
7=

B7. HPLC/PDA % F\ =504 DR

TrbTi s L S EERUERT O Nexera X2 %
Mo, 7 MW E M Fe g
@ L-column 3 CI18 (5 um, 4.6 X 150 mm) %
N —x )L¥ A = 24D InertSustain
Phenyl (5 pm, 4.6 X 150 mm) % FH 7=,
InertSustain Phenyl |3 ERE#ER D H &I H
N2 TRBIER I AS0mM Y o BRARETTR (pH
26), B:7E =RV LEMHW, JiE 1
mL/min ® 7' 7 YT hE— R THEliK L=,
WBER OMEIL, SUEHEADND 5 T
A:B=50:50 7> 20:80 £ TEARAICE LS
W, ZOMMEAE 15 70 F THEFFL, £ D%
20 53 F TIZ 50:50 ~EARNTE L S H72,
EEICHWEERIZT 4V KU T 215
nm, DTTB T 265 nm & L7z, B4 ®Fik
THIE L2 3B DV T, EEX
it T CHLE R, WHER (A:B=50:50) (2
fRL7=b Dz HW=,

BS. XFXx ¥V 7 HA-GCMS kT
HPLC/PDA (2317 2 TIMNEINERER &K OE
ETRMECEH

B6 }x ON BT D& HTIZ W T, Buglg K&
W 30 pg/g (28T 2 HMEGAER (n=6)
EiTo 72, iEARII B3 IR L7z 8 B0
(ZAT o7z, EE TIREIE, FAI 3 pe/g IRk
INEREHT 31T D ot il R OIEHERZED 10
G0 bROT-, 723, HPLC/PDA (23517}
LT 4V KU U OER FRMEDA 30



nglg OFERZHNTHEE LT,

C. BREVEBLE
Cl. NV F— g VAR OB K OEA
T, NYF—3 g ERBHHEH I
W27 = )b b & B4 IR L7oiBRiEic &
DL, T4 KU KO DTTB OF
BEINTWRNWZ LR L (n=2), 72
B, BTIRLIZHAERECTOIT LIz E Z
AL WEERLE—7 bR IR
7o

AEHTR S | Fed), . BTk IR RS
WRETRMLUEZ#HEE 1 5oL, B—
P& RS LTz, BREMEICRTT 2 & ®ED
ik, B A OF 4L KU U 933~
99.2%. DTTB 7% 97.2~1002% T 1V .

SHEYERZE (RSD) X7 4 /v R U U238 3.1%,

DTTB 2 1.7% Cd > 7z, B 22T
.7 4V U 278 102.0~112.9%, DTTB
23 102.4~103.8% T V) | FHxHHE W {72
(RSD) (X7 4 /v KU >3 5.1%, DTTB %
0.7% T -o7o, TN DFERMNS | ik
EEE Y 0Bk AT E e &
Ez bz,

C2. NYTF—va UFER

N F— g3 0% 6 HBEATIT-72, &
BB 5 GC/MS DT &3 21
RUTe, A A UPEEE 230~300°CIZER
EINTEY, BT TH o7, i
BHEARIZ S #EIT 1 uL & LTV ey,
BEBEI@ CIXERER R ZH 5 729D 5 uL
ELTWe, £ BEODOEAR T A F
— XM OBERE &I TOCHEED R Y | T
A F =S =L DHDHATY v b
27y FUAFKRHAO GO % Tz,

Ehic, HEAGTIE~ MY v ZABRIC
KD BEHGNRO SN2, B2 IR
L7 =)V Mz~ FY) v 7 2 e L
e~ b U w7 AR E W TER LT
AV

B AB 12DV T, B DRI ER A
X 4,5 127~ L7, HEBH @23 [BI=R 60~80%
BEDHER L 2> TWDHR, 2O 5
B2 T 80%LL LD B 72 IR NG
NTWie, DHMTREE K OVERIEE OFHE
AT T A, T4 RY AAZDNT
TEREE A 8 3.1%0 OV 15.2%, 7k B 78 3.
5% N 17.7% T -7, [T < DTTB IZ
DOWNTIE, 7B A 28 3.8% K% 10 19.9%, &
BEB 2 2.7% M N 16.5% T > 72, B TH
ElXWTihdy 5%% RS B RT
Holo, BRIEEIIMNR 15~20%L, <
REVME L 72 o723, BUEEDK )~ T
BERIO DR R Z RS &L T X TOREIT 1
5%A & 720 . RAFIRAE RGBT,

B C~E 1T EICT 4 L R Y KD
TTB Sz e ch o, ITAI%
ATl InTns EExLN5, M
TAITREST D&, T4/ RY 3 5R[E
IZERBICWE S, iS22 5
EVIOHEINHLZENDL, DX DR
HECHER S O rlen 2R+ 2%
72 DIZEBE C~E 122\ T b BT I 5 HT
AR LT,

B C~E 12 oW T, S4B 0 & Bfil
ZX 6,7 1T LT, B AB & FIERICHE
BI® CIKAE & 72 > T2, PHTREEE RO
BUEEEOHEA AT A, T oL
R U AZDWTIEEE D 23 3.3% K& TN 15.
5%, #EFE 23 2.7% K TN 20.3% CTh o7,
DTTB (Z2WTidk, &k C 23 4.1% K&V 1



4.5% FAEE 23 4.7% K N 17.2% Th -7z,
ZHDLLEMBEDN 15%% B2 5008
VMEDNZ Dr o 7o A3, 3EE AB ORE & [AER
12, EEMEMEE TH - =BG DR &
RS & TRTORET 15%A & 72
ST, TDZ EMD INTANT & 5 ALBEA
& o THRSIEITREE R < 9 I 8E T
boHEBEZLNT,

6 FERIIZI 1T D ERIEEIT 15%HE 25
R ME L o Ty, BRI A E
DMED - T2 B ® O BB & Broh 5 L |
F3IWRLEEBY, BliefERE7eo
oo ZNHOMHEIE, TRATICKET D5
SR 2 B BRIE O Y R T A R
TA I NORENT IR BELWEETH
DEE 70~120%. PHTHE 10%A0m ., ==
PAEEE 15%ATm 20l 7= L Cuvie, 22
LD ARWFZE TR LciRRIEIL. B
BE - RS L BICRAFRMERREZRA L TND
EEZ BT,

— 7T, BEOIXE TORE L OTEH
THLOREBI L 0 B S 0 IKETH - 7=,
BOMTICBITHIELOE /NI hoTa
LL.F 4 RY L -DITB Oili# & b
NFEBEDEIN R TH 722 L, 3k
ORMLEE TR T2 <, ORI L D
HE D3R K O FIREMEA B 2 BTz,

C3. #EAG®IZB T D IKEIREREIZET S
FREt

[EIN R DK > T2 B O@ D ot 7 — ¥
AHERT D & RBHAIR IR ERIKON
EEEAEME D L AR A D SRR 20
0%L 725, RERED~ Y v 7 A%
BT TNDZ B gmole, £lo, D
RIT7 Ve dn KV TIAFT T
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v-dig CREDST, £ T, gy
BD VAR ADIT K DX EARE
TERZITI &, BEIEENK 8 ORRIZHK
BIN, 2hooZ b, EEGIICE
B AR OIREIL GC/MS 3 HTic ks
T~ MY v 7 ZENFET DR &
Z bz,

HBI©®©D GC/MS FAFITUFTD S DD
5 1LEAND T A F—OFEHE, 2.5 EEAD
FIE 3.7 Lk, 4.4 A U PRIREICE
WTEWRD T2 G, Zh b~
N w7 2RI E 2 D EEE R L,
FT. LA EEEOOEKMFIZBNT, ¥ k
U w7 220U TR ERKE (0.1 pg/mL)
ZEEL, v~ ) v AROH E A
DL, ~ U w7 R FIARNFT—v g
ok AB OFRUCH -7 = v kOl
Wi LT,

Rt ORER, YOSt L0 LHEEO
DEMET M) v 7 ZAHERKRENL O
NEL . < bU v 7 ZRINEAER R O E
BIEEEN 137%I272 5 b ORH - 7= (&
4, 5), HFTORHRMTIZ, EREEE
3 100% TRIF2 b DD, KL AR
213~ MU w7 2 RIT I D K& I B
BIRN#H O T,

BERE® D oy Tl Bk, INTAEYEYE D
HINKEIR~ MY v 7 AR AEZ T T
X OICROND S, ST Tldn
Wt Ga D~ N v 7 ZAAROFTHRK
EL L FARRDFER B 72iroTl, v R
> 7 AN FITEEBE LT 230k Ok
DIHNE, FEEmORBIKFEL TEDD
AREMERN m W2, T X ) RN A
LBz,

~ hU v 7 AR OFEE TSR O IREE



WCHEEBEZ THEEXONLTD, Mk
T B OHE FEHEAR D 7= 01T DRI AL
k%z%htovh)/7xﬂ%®%%
PRI TH7-01iE, N v RRE
ﬁ@ﬁﬁ%?%)74ﬁw7m77&/
N (AP) DEERAMRZNRIIE VD Z L AVA
HNTNWD, ¥ M v 7 ZFERRIT, #E
ONENERNWD Z L TR Z2H
HELTETWDHZ LD, Hoh7eFIET
HHZLEWRENZEEZ LN, FT2.
UETZBWTREN AP THLHRY =
FL 7V a—nzHWnzgirikizon
T2 T 7o, Al Te > TiE RV
TF L7 a—)b 300 EEEERTK KLY
FEHAIRIZ 500 pg/mL (12725 K 5 2dshn
L. HET A OHERE® D 5% v T ot
AT ol TORER, K 6,TITRLTIZED
2, BEERIR & S UBHAIR D L AR A D
ZNIFEALEELS . o~v MY v 7 AR
IMEAETRR O E BEEE N KK TS 110.
6%& . BAFIRAERMEOND Z L0
ST, FRZ, UFTOSRETIET 4V R U >~
DEJEN 104.3%,.DTTB 73 98.4% TH V|
HEFIZRAF R TH -7,

LD Z b ARWFZETERZE L2
BRIEIIME R BT 2 B R O EE MG B
LRBRIEELEEZ NN, — /T MY
v 7 AMPFAT L0 B E b 2 D mTREME
DRI STz, LI - T AEHE~DHE
Y To o T, FABRgE T~ MY v
7 ANBEORFER KR EZITH 2 &
HChHDHEZEZLNT, MEOHE LT,
~ MUy ABERSORN T = F LT
a— &k WO HTER R E L TR
MTHDHZENREINT,
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C3. kFEx+ VT HA-GC/MS ZHWi=
RT OB

KFx v VT HA-GCIMS OREFHTY
TooTiE, TNECTCHEHLTE
GC/MS D~V T DT A 283 Fay
T TCKEDTA U ERY T, KFEEX
Y UTHAEL L THERTESLESICL
e HW e, v U T A ZKEICY)
WX T#% 3 HRIZBWT, £H
(m/z28) DEN TR -T2 & &
el L, AA— FTFa2—=2 7 %{T>Th
Y K ROV

TV R T ) aY—& kDI
LB, KEXYIUTHA~DYY FHx
%, KFOBEITIEMIT L > TEEFE DG
WS END Z e 1 ERRER—
ATGAUDBEWIRENG S GEND D &
WEINTNWD, 22T, 3 HAKD 10
FIC VR (FEBR = F )L A &2 ) —/L=1/1)
DAFXxY T —H%Lol- (K9), 10 R
HTR—=Z27 A4 DR TRELE N,
YT OB TR E L ITHEOEEIZ LY
TI ANE BLE DL O KBS 73 i ) <
RoTWb, ZDOXHr—ATix, X—
AT A OREERITIT 10 H R DD
DI —ANDDZENgnole, £, 7
n~ T T DRININ—AT A DA
FEr ERANROONLN, b 10 HE
[ NS K Tr o Tn, T ORI DR—
AGA ERBFAA IR T 4T A b E
RATT 2R Z2 2L S TH FRERIZRD
LBNDHZENDL, A F PRI E LIZTE
AVENA A AL LT K FITEOER L TR
SnizborEZONT,
N~x?4yﬁﬁm@@ﬁkﬁﬁb

INTRIBE DT R B 2T



il RPAY T T R Bl R [E1 (AR AT O
WEIXT 4V U K ODTTB TH 5
M. DTTB IXHIEIC A FIVEEERL D
TCHhHY | FHEMRRIE L KEBOEAN
IREBENARATHD Z v, DTTB I
TANRY COBREZICHEGFT D2 & &
L7z, £72. b TInbONELEY
BThiHrINVET T r-dio kO Uk
Yodi i OWTH R EIT o 72,

KFEX ¥ VT HAEENL 3 HBILT
4V RU > 0.08 pg/mL XY, 745
> v-di0 0.5 pg/mL, 27 V¥ -di2 0.5
ng/mL OEMRERZ W LT 2 A, T+
VR DY — 7 I3 SR EE R E E )
&L, 7V EBydieOE—7IZiEA~T T
L%y UT HADRRTITRD B o
THERT— IV IR ROLNT, 7V
trdie DT — U U TIREEA A
m/z236 2N EEA 42 m/z240 XV BHE
ThHV., 4 HHIZBWNTHZOHANIZE
fbid7e o7z (K 10), ZOHGIIKE
LA A Ne~DEBELEZ T
EMG, BEONFHIBEIET 2 KEORE
RO T T2, AT LiEE 2D 0.6
mL/min 7>% 0.4 mL/min (2385 L7-,
ZORER, TV TR EL
V. m/z236 & m/z240 O E— 7 IR D
ZWNNSL e ole, SHIT, ZDHD T
HEIZIEZT— VU Z72ERO 5 <
otz (K10), ZOfEENL, 20T
— U 7L, KBICE DA A AMb~D
WEIZINZ, MEENDREHINTEL
HNHEEBEL WL EEx LN, LLE
DZ LMD, KEXY VT HAZHND
X, ©— 2 RRE R T D2NEND
. 7=V TENRD LI HEEITK
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RHADWEE TTHZENANTHD
ZENREBEEI N,

X U7 T AYiE%E 0.4 mL/min (2 L
A BAURED, T4 RY o T
FoTdio KO UVt die D VAR
VADOEAER IR LT, IAET
7 dio N7 ) B diid 7T HEIZ
FIELEN L THWTZDIIR L, T4V R
VX 7THENS 8 HEIZABMIZL AR
VAN ER L, 10 HEETEREAL
et 7o, RO LB, R—=ZXF 4 4
10 A BURRIZLERARO DNIZZ &
Mme, LED L RR S ZADOEIFER— R
TA L DEERRENEEZLN
Tco Flo, AEIOFRERG, /LEWMT L
IZZELE TOEEBNR R > TNDH L
N, KFX ¥ VT HAZHNDEEIL,
T RTOGHTRIGE ORE DL E A
MR D E TIRERDITEATI DEEEX
HRETHD I ENRBINTZ,

T 4V RV ORE DL ED R T
XT7BIT, T4V R OB A R
L7z& 24, R2=0.99 LI EOEMRIEDE
WERERA SN (K12), £72. K
BFFE CREZE U 7= FrakBiik 2 WV CisinieEl
NGRBRZ n=6 TiT-7-, TOREHR, AL
FRORSD i, AHE{E 30 pg/g T
98.5% MK T} 1.0%., FYEED 1/10 TH 5
3 uglg T8R.7T%MUN6.8%ThH -7, 3
pgl/g TOPMEIGRER 2 I 1T 5 ERED
PEAE(R 22D 10 512 CE & FIRE 2 R H
L& Z A, 1.8uglg Thote, ~V ¥
L U T HAREOTE R PR 1.3
puglg THH ., T INH00MBEIZ EH L
TbO0, EEEEI Y H2ITEVETH
DT ENFInoT, LEX D | R



FOT 4N RY COHITITKEFY VT
A A-GC-MS IFFIHFIRE L B 2 H T,
DTTB IV A I X —)VEKER
T5Z e, GCRIEIZY 2> T
BRMEDBBLETH D, A BEIOFRERET
%, FEARTAF ARG EI T 5
Phenyltrimethylammonium Hidroxide
(PTAH) ZH\W\WCTW5, ZhE T,
PTAH Z/K#%E¥ v U 7 H A THW= 34
TG SN TE LT, ZORBEIIRMT
boTeM, DR R, N~V U LFx
T AR & FRRICH RS E D
Z Wyt 22T, DTTB OM&E
MEERLIZEZA, T4V R U ORE
& FERIC RAFRERMEDNG B (K
13), FE7o. WMNEMGRER ORGSR, B
N OVRSD [ ME(E 30 pg/g T 105.6%
Je 0 8.8%., FEYE[ED 1/10 Th 5 3 pglg
T 89.1% K% N4.5%Th -7, 3uglg T
DOTMENGRER 235 1T 5 E R OFE (R
2D 10 fFICCTER FIRMELZ R L7z &
ZA, 1.3uglg Thole, ~U T AFXy
U T 75 AR D E & FIREIX 0.72 pglg T
b, TOBBLE2EOMEERST-D
DO, FEEEI Y H2IEVMETH S Z
ENGyinotz, BLEX Y RSO
DTTB Ol b K#EF v U T A-GC-
MS IZFIHAIRE & & 2 b LT,
PLEORFHZ XY ~V T 2o &
LTARFEEXFY VT HALE LTHNW:
GC-MS 23f|HFRETH V|, HEAR(bak
JEPTAH HRIEAR MR TH D Z &

N> T,

C4. HPLC/PDA Z 7= 534 DR Et
AN ARBRFICKEZS Y VT HA-
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GC/MS DA FH 23 K 8 70 i AR BE & 77757
HEEBEZHNDZ DG, HPLC/PDA %
AW RBESHHEIC OV THRE 21T -
776

T 4R D UV AT FVIZ 14
DEBYTHY, WA R 215 nm
Thotee 2O ENL, T ANV KU D
ERICHW D EIZ215mm N#EY Th 5
L&z b, 0.05-2 pg/mL 2B D K
MEMERLIEZEZA, K15 DLHI
R2=0.99 DL EDEHRMED &V BB
Y g

—7J5. DTTB @ UV A7 KLiEK 16
ThH Y. WK R 203 nm, 265 nm
Tholz, =46 9% DTTB AT E
220 nm Z AWV TUW 223, ERINEIGRED
RENARG D7 v~ N T WNEHERT D L
R 265 nm IZB W THHEE — 7 237
Blifrpra~ N7 T 00506052 LM
binotz (K17), LR ->T, DTTB ®
ERIZHW D EIL 2650m & L7-, 0.01-
2 pgmL 2B D EMREER LT & 2
A, K18 O &Y R2=0.99 LI E#jE:
DR AR DG DAL,

T 4V R U OFRIMENGEER % 30 pg/g
WMRECITo 72 & 2 A, BIILEIT
103.5%, RSD 1% 1.7% & BAF 72k NG5
7=, F7=. DTTB ORIMENGERIT 3
pg/g KO 30 pg/g MBI CITo72 & 2
AL BEIERITZNZ A 105.9% K% T 100.6%,
RSD (% 42%K 8 2.1% & BAF 7ok R 05
b=, T 4V R 1% 30 pg/g. DTTB (2
DUWTIE 3 pg/g (281 D ENENGAER O
fEREHWCER FRELZFEH L Z
A, 52ug/g k¥ 1.3 pglg Thote, Zh
D OMEIFEERF L D + 3B WVETH -
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L2 L7255, HPLC iX GC/MS TD%y
Hr&v sBonsEmEmndianz e
DD, BLRHERITIEN LI LB 2 b,
AWFSE TRz PDA R HHEHT UV A7

M ERIFICHED 2 EDNARETH D728,

FRAE IR & BRI D A7 bV % Lk
THZ LT MERRINTTREL B A b ILD,
BRIZ ATk D FRANEIR SR OFEL T ik 2
1Tolzl TA K19 ORRIZ BAF 72— B

Wb, T, B DGR TIEE LT,

BIRDEFHFEA D= LD T L& i
IRF D PR FFIRFH 4 LLi 9~ 2 FIEZ M LTz,
AW TIE, FEBECEWITR RO
V) InertSustain Phenyl 7 7 A % H VN Tortfr
ATl A K2R LTI DIy
0w N7 AIRELSEMLTEN, L
FRIR & BN BN R ER BB IR D - 1) - D
RFFFRII LS =& LT, 202 Enb,
BIRDN T L TOMWRABRG AIETH D
T e ENT,

UEDZ &6, GCMS TOHTED
bEEOH TAFMIZTH Db DD,
HPLC/PDA & Uik & L TR ATRE
ThdEZLN,

D. £¢&%

AAEFE O TIL, FEEE £ TORG
F R B BA%E L 7o FrakBRIE O LA N
T—varETol. BMeKEED 5 b,
1 #RIE~ N v 7 AR OREL B L
NAHIEREILR & 72 o7y, Zofh 5 BRI
TR L7 BATEMEMEGO ng/g)li T 5
R ERIE 95~110%DICA->TEY |
DFTREEE I 5% A . ARG EE 1T 15% A
&L B RERN GO0, £, T 4V
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RU KO DTTB N &A S5 EKEEOR
Bl (1975~1978 £ AF) & A B BlAm
L, REBRAIKIE L= 2 A, BHMTRE 5%
K, EMBE 15%AKMChH o722 &
b, ZE LIERRPEOND Z LR35
ST, EEORBHIBWTHEERL &
WrreTH D Z LRI S iz,

Fo 1 CHEE Zeo e~ R U v
ARNFAZOWTHFI L2 E 25 GC/MS
DOPNE R IR DIRIETE DRED K
TINERL N ol Uy
7 AR OB AR 5 HEE LT,
RV ZF L) a—L 300 & HIERiK
A5 FEEREILIZE ZA, GC/MS
DOPE SRS T B R BB 6
5T L xR T,

X5, SO U ARBITHIGT
L7, KFEX¥ VT HAGCMS KN
HPLC/PDA % A\ =Tk DRt 247 -
e ZAH WTFRHEEOHER T~ U A
F¥ UTHAGCMS 24D HDOD, HBiFT
FYEME T 5 30 ug/g & TRl D E & FIRAHE
DELNDZEnNbhoslz, TOIZ L
O, TNHIZRDOHENEREE LT
FIAFEECTH D LB 2 Bz,

E. BFE5R

El. f3HR

1) VERARnEE, R, (PP E S, G
. BRI ESRAE. (2020) Al
ft O 4L KU 2 KO DTTB 4347
IEDOB%E, YAKUGAKU ZASSHI, in

press.

E2. &R FE



1) PELRIE. bAMT. R ke
B 5 B BN A O B E Sy HriE et
IZBW T LA BT 5 4
R, 5556 [EIREEA IR RS
F2 (2019.12)

2) WLFnE, bR, bRsRE 0 KR
X v U T T A-GC-MS % HU 7= fflie
AT OT 4 KU > KO'DTTB @
SIMTIEIZDUNT, A R0 ooAr B H 5 4
AR 2 s BA R RS R S
75 32 I EARgEE 2 - RS

(2020.2)

F. AHFTEHEDEBFFIRIL
10. FFETFHUAS
7L
11, FEHF R
7L
12. Zdfh
7L

G. 5| fciHk

1) U.S. National Library of Medicine:
PubChem
https://pubchem.ncbi.nlm.nih.gov/
(2020.3.28 1)
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2) U.S.EPA: Chemistry Dashboard

https://comptox.epa.gov/dashboard
(2020.3.28 [#E)

3) Ohto, M., Kodama, S., Saito, Y., &

Yamamoto, A. (2006). Determination of
dieldrin in wool products by gas
chromatography with microwave -
assisted extraction. Journal of separation

science, 29(18), 2759-2764.

4) JZAETEE (2007) . BAAPICERE T

% AR (B9 % AR O 2 G PERTAT
TARTA

5) REEM, KEFv Vv —HRIZLD

GC/MS 538 DRAE 2013.2.22 GC W5
FEES
http://www.jsac.or.jpgroup/GC/doc_files/3

23GCMScarriergas.pdf

6) —hffx, A)llTe, HIE(E, & R

5LZ. (1984). mdiEik 7 a~ 777
A —IZ KD EBMHERL S T OB
Hl 4, 6-Yr7vw-7-2,45- K )7
nu7x/)XY)-2- M7 Fa R
FNR VA IH V=)V (DTTB) OFE
A B AR FHERS, 39(3), 640-646.



#£1 NYF—2 g3 BV T EAN U2k

- B AB I3RS R A MFZEET CIREEIR 2 7 =V MICETEREEIZ 2 5 & 9 N L 7308t

- B C-E1X 1975~1978 FEZAF L7eT 4 v R U > KU DTTB 23Rt &4 55k}, Gl R
X, PR R A BFFE T C OB E RS
L Rtz A7 T4/NVRY Y  RSD% DTTB RSD%
(ng/g) (ng/g)

A VI 3.0 - 3.0 -

B ZEVIN 30.0 - 30.0 -

C CwH7zh <LOQ - 51.8 45

D RAF 53 0.4 <LOQ -

E Cwol-h 5.8 7.5 8.1 4.8
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0€¢ 0S¢ 00€ 08¢ 0S¢ 00€ (O.) HBHA L S
T T 90 90 90 90 (W) YT £ of
1% 1% 0 0 (2 04 iy
QY LHSE
0RVU—14 NHv—4 NHAU— 4 0 @RA— 24 NHU—4 0 @RA— 1 —ft ki
x;,_MN\wm\wWwﬁmx —f VLA R (LE —f VP ELAN R (LE —f VELA R (LE —L VELLA R (LY —f XA C (LY HY R
()
T T T T S T HYH
9/265/9068L 11 0Sa/o9snv04 d9..65/9068L a000./9068L €169/N0689 9..65/9068. -
Wby 21J1JUBI9S JaySIyowIBY L Wa|1by Wwa|iby Wby Wby
©) © ® © @ ©) S PLR

(EEPOOFUCYLG I 2YURBEZCYHE YU RLIGERINE HEOWRH O) HEHENTEHEHBOBMIIE B L —L N1 CE
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K3 NV T—=va VR —E (M6 KT, WS- 1B 2 FRS L TRER)

¥ TR R

PN v *%) @ ®%)
T4V ERY A 104.6 3.0 11.4
B 97.2 3.4 9.7

C - - -
D - 3.2 7.4
E - - -
DTTB A 107.0 3.6 8.6
B 96.1 2.6 9.8
C - 4.3 13.1

D - - -
E - 4.4 115
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4 TA4NRY GHIZEIT D GCIMS Stk D2 (G Bs UL 2 25 H)

v R U v R CUFAE  BEOLM

7 4V KU (0.1 pg/mL) 7L 9635 1546
L AR A HY 13873 3346
TNET T -t L 122853 20049
VAR A H Y 165401 30922
FAILRY L RAR A (%)

144.0 216.4

(R w7 2BVITRL)

TNF T T O VAR AL (%)

134.6 154.2

(v bV w7 2BHVI7RL)

~ "YU v 7 ZAWIERED
106.1 137.2

FE B (%)

# 5 DTTB (Me-DTTB-1) Z3#ricdid 5 GC/IMS 7t Sk o 5228
(G133 B U 2 &2 2 )

REVAE S SE IE St 1 [OFSTs

Me-DTTB-1 (0.1 ug/g) L 8179 1327
L AR A ) 12946 2663
7Y -ty L 44246 6727
L AR A ) 72181 9486

Me-DTTB-1 L AR Rkt (%)

158.3 200.7
(= RFU w7 2BVITRL)
7 Ut rdp VAR AL (%)
163.1 141.0
(= RFU w7 2BVITRL)
~ U w7 ZAFINEEND
97.6 120.6

FE R (%)
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#F6 RYZFLL 7Y a—L300 lMEDT (L R DM
(ZM1E Bs KUY 2 2B R)

~ R v oA CUFAE EEOLM

7 4V RY > (0.1pug/mL) 7L 13978 2725
L AR A Ho 14506 2844
TNET T -t L 215634 215634
L AR A H Y 217593 217593
FAILRY L RAR A (%)
103.8 104.4
(R w7 2BVIT2L)
TNF T T A VAR AL (%)
100.9 100.9
(v bV w7 2BYI7RL)
~ b w7 ZEnEE o
104.3 108.3

FE B (%)

&7 RV ZF LY a—/ 300 iNINE O DTTB O 53 Hris
(G113 B U 2 &2 2 )

REVAE S IE St 1 [OFS T

Me-DTTB-1 (0.1 pg/g) 2L 24482 4912
L AR A HY 26028 5593
7% - 2L 82703 23822
VAR A o) 90318 23792
Me-DTTB-1 L 2R 2 (%)
106.3 113.9
(= U7 2BHY[7L)
Z Ut dp VAR R (%)
109.2 99.9
(= U w27 2HY[7L)
<~ MU v 7 ZAEINEED
98.4 110.6

FE R (%)
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Cas No.: 60-57-1
Molecular Weight: 380.912
Boiling Point: 330°C
LogPow: 5.4

1 T4 Y oEEk O ES D
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Cl Cl

Cas No.: 63405-99-2
Cl @) Molecular Weight: 450.44

H Boiling Point: 409°C(Predicted)
Cl N F . .
: : LogPow: 6.1 (Predicted)
/
N EFF
Cl

2 DTTB D& O P S 2
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k0.5 g
\ I J
X A& J—L 50 mL
el M tE T 0.1 mL
70°C. 30 min

23 s m gy | 10 mUER

2 mL
10%NaCl 10 mL + ~ %> 4mL
N 105 E D,
N
RIS Bro i} 3.0 AL (3000 rpm)
~FY FH 1 mL
Bond Elut PRS avF 4 va= s
1g6CC 7t h5mL, ~3FH10mL
[
Ve ~F o 4mL
I
[ WK 105y
I
YR . A FElE = F /U A & 7 — /L (U1vIN) 5 mL
i - ER 5mLEZR
T4V R Y oHT DTTB#T
1mL 1mL

PN BB A HEPA 50 L

PN R R e e 50 UL PTAH(0.2M) 100 pL

[ GC/MS ]

3 MBRikO7 n—
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140

oA oB
120 ]

wo | [ [ & & T

80 B £

0] 1 = (%)

40
20

) @ ® @ ® ®
W EA% 5
M4 BUEHA (3uglg IRITAED KOBKENB (30 pfg RITALED (23513 5 4 M0
140
120 1 H
100 | = 0 +
80 i
60 i

40

oA oB

0] [ = (%)

20

0

o © © @ 6 6
PR BA%E

5 FEFA (3 pg/g BOMEEL K OGKE B (30 pglg IIENED (23617 2455 D
DTTB P[RR
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fE (g/g)
o = N w SN (@) ] (o)) ~

I
¥

X 6

= (ug/g)

i

Co

X7

oD OE

)

@ © @ 6 6
PR BA% =

kD, E BB MEDT v R Y »oERfE (C I3 kH)

oC OE

o o © @ 6 o
PR

A C, E 2RI 5246 DTTB OE#E (D I3 HH)
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120 BNEBEEELE B R AR

HH

100

HH

80

60

40

20

F A4V R U UEIER (%)

Bk

DD B
140

120

—

100

HH

80

60

DTTBIEI R (%)

40
20

Al

8 HEB®IZI1T 2 NEMENEE 2 W 356 & i ERE 2 W 2358 O RIER O E
(FL:F 42 FU>., F:DTTB)
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0.9+

0.8

0.7+

0.6

0.5+

0.4+

+ TIC A%+ solvent_scan_day10.D

3 HH

10HH

45 5 55 6 65 71 15 8 85 9 95 10 105 11 115
ADU L vs. BITEEERE (min)

9 K#Xv UT HAGYEZRD =T A DIEAL
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3HE GR=E0.6ml/min)(Z VU t>)

4 HB (GRE0.6ml/min)

2400, 2360 2400 , 2360
Ex10% | Hak =528 (1881 %) Ex102) HE =491 (1750%)
X 5
AR o1
B 2
208/ 2 08|
N N
R 06 K 06
g g
04 04
021 021
0 0
I I I I I I [ I I I T T T T T T T T T
4 75 16 11 18 81 82 83 4 75 16 11 18 19 81 82
BB (min) BE R (m
ABB (R&E0.4ml/min) 7THE GRZE0.4ml/min)
2400, 236.0 2400, 236.0
§x10 2]t =418(1491%) Sx102 ) HaE =311 (1109%)
A I
h) 3
0.8 084
R N
R 0 R 06
2 Z
0.4 044
0.2+ 024
0 0
I I [ I I I I I T
79 8 81 82 83 84 85 86 87 79 8 &1 82 83 84 85 86 87
I BERE (min) BIEER (min)
B4 10 KFEF ¥ U7 H A FEZHORBRHLOREIC LS 7 Uk

V-diz D E— 7 RO AL
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KUV EZ R EOHEH)
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2500
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0

—— LG T T dl0 =S adl —e—T g L R GRERD

4 11 KFEx ¥ U7 I ALY 2% DRI RWE D L AR A DAY,
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Dieldrin = 4L AL, 4LAXJLER. 12IR4 Uk, 12R4 Y MEF. 0 QC
<10 2 | v = 3.518398E-004 * x — 1.882652E-004

D 7 R"2=0.99957431

7] AT ER, REESR EdHT:1/x

6.5

L AR

6.
551
5
45
4]
35+
3]
25

I
0 20 40 60 80 100 120 140 160 180 %(E)QT“J#
X I=

12 KFEFx ¥ U BT A-GCMS IZBF 5T 4 /v R > OfE##(0.01-0.2 pg/L)
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DTTB-1 - 5LAJL, 5UARIER. 151V b, 1581V MEA. 0 QC
<10 -1 | v = 8.654130E-004 * x + 4.152419E-004

4 R"2 =0.99820031
15 AATEE, BEmE EH 1/

I
0 20 40 60 80 100 120 140 160 180 %gq]"“f"
pRpIES

13 KFEFX ¥ U AT A-GC/MS (28175 DTTB O £#57(0.003-0.2 pg/L)
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et (mAU)

mAU
0.8 6.776 1.00/bgnd(Ch1)
N

0.7

0.6-]

0.5+

04
0.3
0.2
0.1

00

2000 2250 2500 2750 3000 3250 3500 3750 nm

¥ K (hm)

X 14 T4V KU > UV AT bL
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L AR A

800004
70000
600004
50000
400007
300004
200004

10000

b

1 (ug/mL)

15 HPLC/PDA \ZBF 55 4 /v RV v O R E#(0.05-2 pg/mL)
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e (mAU)

mAU
£32.899/ 1.00/ave(1pts)/bgnd(Ch2)/smth
N

N

w O OO N

N
45
265

—_

o

o b b b b P b b P g

2000 2250 2500 2750 300.0 3250 350.0 3750 nm

16 DTTB @ UV A~7 kv
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mAU
3259903nrf},2nm ]

300+

215+

250

225

200

17.5

12.872

150

125

100

5.0

25+

0.0

T T s e B B B B B B B e B B R
00 25 50 15 100 125 150 175 200 225 min

mAU
[220nn,2nm |

150

125+

100

-
o
|
12.872

5.0~

25—

00—

10 D 65n,0nm |

1.25
1.00
0.75
050
025 *J/AJ
0.00—

025+

12.873

050

075+

-1.00

-1.25+

-1.50—

-1.75+

L S B S o B B R (L L B e e B B B B S B e
00 25 50 75 100 125 150 175 200 225 min

17 MEK R LD DITB D7 v~ 7T LADLHER
(kW E 203 nm, #: K 220 nm, T : K 265 nm)
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L AR A

mik

150000+
1250005
100000%
750005
50000%

25000

0.25 0.5 0.75 1 1.25 1.5

1 (ug/mL)

18 HPLC/PDA (231} % DTTB O &#(0.01-2 ug/mL)
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BHREYRIR D AT kL

BB D 2~ h v

T AV
rFY

DTTB

0.8 G.L‘JHg 1.00/bgnd(Ch1)
074
0.6
05
04
0.3
0.2
0.1+

0.0+

0.004+

0.003+

0.003+

0.0024

0.0024

0.001

0.001

0.000

T T T T T T T
2000 2250 2500 2750 300.0

mAU
12297/ 1.00/ave(1pts)/bgnd(Ch1)/smth

T .
3250 3500 3750 nm 2000

mAU
£32.899/ 1.00/ave(1pts)/bgnd(Ch2)/smth
R

45
265

T T T
2000 2250 2500 2750 300.0

19 FEHERSR & inimlix

L B e T
2250 2500 2750 3000

T [T
3250 3500 3750 nm

mAU
1.899/ 1.00/ave(3pts)/bgnd(Ch2)/smth
1S
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T i
3250 3500 3750 nm 2000

T T
2250 2500 2750 3000

FHBHZBIT A AT F LD il

T T
3250 3500 375.0 nm



L-column 3 C18 InertSustain Phenyl

—
7 A v 45y a5MAY
g n nm T nm m
215nm,0 215nm.4
~ ~ | 7
R U v 403 ‘ 30 l
35 1
b 257 2
— o
3,0: =] 1 <
E g 3
25-] = 209
20-] 157
155 104
1.0 E
i e e e e Y IR e m e 0‘57....“.H‘.M“...._...‘.M‘
100 1o 120 130 140 150 min 55 6.0 65 10 15 80 min
DTTB mAU
mAU
' £65ni0nm] 265nm,4n *
053 5
10 2 004
1 ~
] 057
05|
103
0.0 154
203
05 -257
100 1o 120 130 140 150 min 55 60 65 70 75 80 min

20 8725707 MMIBT HWMNENGEELD 7 v~ h 7T ADoK (WFiLh 30 pglg)
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