) L IREREREE & —
n—~XYV TNV (RY AF V)T U=y b=713I R

n-Hexadecyltrimethylammonium bromide

[HE TR OB R D]
CH,
I c10H21 CH3
CyoHe —NE CH, - X© N e
| e s
CH, 10121 CH,

X=Br : n-~FHF UM AF VT BT A=TaIN PF D AF LT ' AR
(B4 : BALEFANAFA T E=0 L) RFEME) (BTN PEBE 7 AN 7 IO RS5T)
CioHiNBr, CAS : 57-09-0 B&#r : Cetrimide

g

CH 7N\
CH, : ‘[711‘1“? CH,
F )N AF VT VB2 DALY TIVE VNV FIHXNASRU DN AF VT =y AR
(BAv TNz FHFEE o | 0ERT) (b~ a=r AFERSIFR=C14Hy))
[ 3SR ]
TFE #=(C) 7R KL (Pa) KRR (mg/L) log Poy
364.45 235 5.36E-09 (FtEH) 9.651 (BtEfE) |3.18 (FHEMH)

[FiE, Hz]

FMERE®R : LDso(BR) 7 v b 410 mgkg

AR EETe) : ~T— U VA= #l{F - BIRAl, 7X—<HlEE24]).
HERIER, LA, A

§1 v #
(1) AT

KEES00 mLE Y7 aa A7 o THIH%E., BAK - BHEEZITWAZ ) —IE
RICHERE, BA A URBERI— Y v¥ (SAX) AL, A% —)5
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mLTHEHT D, BIER, 1%FBA ¥ ) =101 mLEENEAZ ) —L%FHN
TImLIZEZR L., LC/MS/MS-SRM (ESI+) THFEITH, :

(2) AEK-BE

(3]

n=~"FHFLNV Y RAFAT T2 AT 0 IR HELRBEP
VTVNCRAFAT B2 L0 Y R (10%F 158 —)L)  Fidissm
TR NIATFAT VBT AAF L) TR MT L B2 e E e ar
NRUVNVIRAFNRT VAT EF=y b7 1Y) K Flukafl

NNV RAFNT D ITUNTE= A0 ) K SIGMA-Aldrichfl
NUDWDPAFANEYFTINT oE=7 A7 1Y K SIGMA-Aldrich#l
AHJ)—): LC/MSH

vorounpREy o FREBEK-PCBREA. S000LBIERE R

BABEET MY UL FREEEK . PCBRE A |
BROK: LY ATH Milli-Q Gradientiz LV ABIL, 7 no 2 & T2 kSR LT
1Y2N

A AR — b Y 5 A Phonomenext %l  Strata SAX 55um, 500 mg/6 mL

[REDREM - Fik]
AZ =N Bl B, BT D EHE, R RERAMT D, BERIN DR
nbhHo,

SPERMELDso(F 1.7y 1) 5628 mg/kg, LD (& M. l:'b)\ 340 mg/kg,

[FE]

H—F Y —T oK b — 5 (IRIRAET &) - iR OB AV 2,

e O MR —FOIRE S IZAWS,

EHEA0mL) : BRI — R v s 0RHIZ AN S,

VA 7B AT I Aa(lml): RENEOERIZH WS,

FABHRBUR(L LM AR, A By VEARARBRE(13 mL), ke — RIL). h—
VE=A—Q200mL), TARTF 232(200mL), ARV UF— KRRV — Ly
MEED : TR R AERITIAY )W) THhiE L, BB LUTHNS,

(3) Stk

(BB DB K UYRTE]

REE MEFVWEREREICRBIT ARERERICH > COBEEIE] 12465,
(Eaw STL:nguk:: |

KBBS00 mLZ 1 LADIR e — MCEBR L kT b ) 7 525 g2z CHMm LT
®EE2), 7R RAZ50mLERML, HI0SBIREE 535, +9%E L%,
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Srun AR UER200 mLh—AE—h—ZBT, KBIEIFEY 7 on A7 25
mLCHIH L, P7un2 ¥ BEED F—AE—b—Ilhb¥ T, EAKFKET b
U ATHATS, MBEEF ARSI 2z L, n—F ) —z AR L—F ZH
WTESESTRTE CIHEEMF L. B2 A Z /) —A5mLEMZ TR mLE TRUERKEL
srun A oRBELTREMBEEZED,

(B DR

S A LTS — Y v DENN T EE AL ) —A20 mL T L8, BHIR
PEHL LTI MLAY y YERRE L ¥ v b5, REHIIRE 7 7 MCATL,
WEENT LRy RETFTFTHO, AF/—/A5 mLCRIEFRROH 7 LEE
PEEVR D LR E Y T MIART D, BHRE R —F Y —T K L — 2 THOS
mL¥ CREEMHEL., 1%XBA Y/ —/101 mLERMLEEA Y /) —LEHNTI
mLIZER L. REHRE 5,

[Z=aRBRik DFRRL]
skl L B UEOBEKE AV, [REOMAEROREHRORAR] OEICHE-T
BIEL. Bon-RERZ2ERBRK L T 5,

[EHE ORER]

EARIDS mgk EREICREIRY . A ¥/ —)25 mLIZE#E L1000 mg/LORERHK
PUERN T B, BEREKE A X/ — LV CIBRFR L, BHEIHIZ01%FEEA X ) —ViE
TIZYAfE L. 0.1~10 ng/mLOREAR IR %2 ERLT D,

(BzE]
(LCMSZH) (FES)
(L C&H)
{5 FAREFE ;. WaterstEf  Alliance2695
#15 A : TSKgel SuperAW2500 2.0 mm ¢x150 mm L (3R Y —5)
BEIHE : A 0.1%XEE, B: AF/—V
0~0.1 min A : B=80:20
0.1~5 min A :80—-0 B :20—100 linear gradient
5~17 min A : B=0:100
17~175min A :0—80 B :100—20 linear gradient
17.5~30min A : B=80:20
FiE : 0.2 mL/min
51T LIRE 1 40°C
EAE :10pL
(M S &)
{55 FAHF&E - Micromass Quattro micro API
Capillary : 3kV, SourceTemp : 100°C, DesolvationTemp : 500 °C,
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DesolvationGas : 600 L/hr

ConeGas : 50L/hr

Cone : 54V

Collision : 28eV

4 F > {ki% . ESI Positive

F=S—AF o nThb e r oL BB LA 42 % SRMBIET 5,
Nn—~FHTFIINR)RAFALTUE=T AT T I R 28460
CTFUNDAFAT =AY K (70% 7" 1 /3% ) —)L) : 326—186
TP AFATUEF=ZTARAFLY) FAFL AT - 332119
RPNV AFNVRT AT E=y b7 0l K 304—212
RUPNVIPRAFNVT NI FUALT UE= L7 1) R 3325240
NRUDNVTAFANFFFTUALT E=y A2 1) K 360—268

(RERR)

RERAIEERIO LEZLCMSIZIEA L, EEEMEOEAER L ©— 2 T2 B
THRERZIERT D,
(&

AEHEI0 pPLELC/MSIZHEA L, Bo - — 7 EE» LRERIC LV . xtEy
BOMHEZRD 3,
GREEDEH] (7£6)

KRR} T DR B (ng/L) = H B (pg)

E AR ORMEIKE (mL)

LCMSTEAEQL) <33k & (L)
(ZEEBRH TR (IDL))
KEOWIZHWTZLCMSDIDLZ TRIZET (E7),

w B % IDL SHEE SREE DLEMRERE
(ng/mL) (mL) (mL) (ng/L)
n=AE BT VLM AFLTUEZHLT RN 0.041 500 1 0.083
YFUNY AFNTUEZILIN 0.029 500 1 0.058
B/ GRIENAFATYEZDLIFLTLENMTY 0.023 500 1 0.047
o L . R=C12H25  0.044 500 1 0.089
N ”&Qéﬁ@%’tgﬁﬁﬁf“% R=C14H29  0.031 500 i 0.061
R=C16H33  0.019 500 1 0.039

(HIEHHEORBE TR (MDL), EETFR (MQL)]
AREFEZBT 2BHTREOCEETREZKRICRT (8).
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mE HAHE ERR%EE RUTEE TETRE

(mL) (mL) (MDL)(ng/L)  (MQL)ng/L)
n=AXHFUMMAFLTVEZ) AT IV 500 1 1.14 2.94
VTN FFNTUEZ) A 500 1 0.82 211
E/GRIEMAFNTIE=ILAFUNTLFLILIY 500 1 0.38 0.98
Lo __R=C12H25 500 1 1.72 443
“”(giéﬂ'iz%’t;’__f:‘;ﬁf”% R=C14H20 500 i 1.26 3.24
R=C16H33 500 I 0.54 1.40

&’

(ED) FA LY —=FHFRABDFNRAY =Ly hERAWD EXBRYMERBDT D20,
RUERBRATS RABONR— LNy NEAWS,

(E2) HKDOHERIIRETH D,

(1F3) £FT A F U REEEAZRET D BITIT 9. B A REEEAIISAX T 7
LIZIIRE LR, BT LHRDT T 7 OFBERT D720, T8 EET 5,

(iF4) WMEZHIET 2 BRI TKRIBEI%DXEEA ¥ J — VAR E L TCLCMSIZEAT B,

({ES) LCMSOFEMFIE, RPIEIZHER L7-tFfE (Waters Alliance2695 + Quattro micro API) 4%
BADHLDTHD,

(6) ERMEIL. MERICHER LB E 2B EMICHBEE LI ERE b0 5,
VEIZIR LT, A F AR 5,

(7£7) EBHRH TRRADL)X. b FEMEREEEREERO TS| & ICERITEIA)IZHE- T,
F1IDLBYEHLE,
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K1 EERH TRRADL)OEH (Waters Quattro micro API)

g tT vk v E/URIEN A7) NV LY SN TRENTEZOLIBN
I Tk
(ERUSR) (PRRYDD (+33%) R=C12H25 R=C14H29 R=C16H33 .
M BOKE)(mL) 500 500 500 500 500 500
BARBEE (mL) 1 1 1 1 1 1
EARE(g/mL) 0.1 0.1 0.1 0.1 0.1 0.1
KEEAR(UL) 10 10 10 10 10 10
#R1(hg/mL) 0.103 0.089 0.103 0.112 0.117 0.121
&R 2(ng/mL) 0.083 0.091 0.103 0.096 0.099 0.119
8 3(ng/mL) 0.105 0.107 0.104 0.111 0.115 0.114
R 4(ng/mL) 0.102 0.102 0.099 0.116 0.103 0.114
#&E5(ng/mL) 0.104 0.094 0.111 0.083 0.120 0.113
B 26(ng/mL) 0.114 0.091 0.101 0.100 0.105 0.123
#£ 8 7(ng/mL) 0.088 0.105 0.116 0.100 0.111 0.109
F 34{E (ng/mL) 0.100 0.097 0.105 0.103 0.110 0.116
BEERE(g/mL) 0.011 0.0075 0.006 0.011 0.0079 0.0050
IDL(nhg/mL) 0.041 0.029 0.023 0.044 0.031 0.019
'D"Ei(t*“ggﬁg 0.083 0.058 0.047 0.089 0.061 0.039
ng/L)
S/N 10 13 15 14 15 15
CV(%) 10.7 7.7 5.7 11.1 7.1 4.3

XIDL=t(n-1,0.05) X g n-1%2

anl. 1 MeTIH B0 00%{01 4 ANI000 10ul.
G MRM of 8 Char MXIES
m . %035
"360 > 268
.IU w [T (E TN = . i
) A2 ERrn  ag%an MR\ SMenomo woun en gw LA, W
[ 7.00 ) [ 1500 [ 1200 1350 [y
L U " IJNMMSCa-Jz;a ESz
e 3 2240
| 332 > 240 _\;u J0se3
! It el g\ e B g 10 v g B0 B u i o
100 ) 1o i) 1286 T 1600
VAW o § Channely ES+
'332 > 119 ., =
l‘ gl.
inil’ S todTEr fe RNy P ‘. l‘ I]I’lﬂ “a 1630 13 “ ! f!} lil )l}d:—? " 5! IB
.08 roe a0 ik ) "nee 108 e 1400
080131_cat D74 - VRN o 8 Crapml ES-
P 188
"1 326 -> 186 \ i
:. [T ‘no 4"\”:. e me wene uk Mg g
100 1 0 [ 1358 m 1400
nemav ugo VBV of § Sowreas £3¢
[T WKeTriit
4 e 212 \ 20
ol \
=! 314 4n (i ane f L\lglut Mg a N0y UM gy neaett un we wr
13 10 [or ] oo 1o e 1460
J}J]_Irg L L= 2 o)
WA
64 -> 60 e 8
f: LT u® o
IR L T TG U ’"‘“"‘b ey, Janns o0 um uu TR ;&N.:L.:
w T e nom nx g

ul IDLMEﬁ®7u7b77A

(E8) BIELEORIBTR (MDL) ROVERTFE (MQL) iE, T (LY ERE R E £
DFFI& ] (FRITEIR) Ik, ROLBVEHL-,
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%2 BIEFEOHRETRMDL)ECER TRERMQLYDEH (KE)

n=AL§ VI YIIN E/GRIENAFI AL SE= S
P T RO
(ER)SR) (ZAMYD) (7\av) R=C12H25 R=C14H29 R=C16H33
s K K B|K K i) 3 oK
HHEMmL 500 500 500 500 500 500
REFME(g) 1 1 1 1 1 1
RBHRERE (/L) 2 2 2 2 2 2
A ER(mL) 1 1 1 1 1 1
EARE(g/mL) 1 1 1 1 1 1
KEEIAR(1L) 10 10 10 10 10 10
BAET5 ) FE R (ng/L)O 0.19 0.29 ND 0.85 0.49 0.10
BRI E R (ng/L)? 0.42 0.71 0.06 1.43 0.93 0.20
#281(ne/L) 1.72 2.77 2.08 4.00 2.86 2.24
=82 2(ng/L) 1.35 2.77 1.84 3.39 2.71 2.09
#EBR3(ng/L) 1.66 2.70 2.09 3.14 3.39 2.24
=R 4(ng/L) 1.45 2.72 2.06 3.37 2.94 2.32
R 5(ng/L) 2.05 2.98 1.93 3.80 3.24 2.32
#ER6(ng/L) 1.92 2,53 1.93 4.00 3.33 1.95
87 (ng/L) 1.26 2.31 1.91 4.39 2.55 2.08
14 {E(ng/L) 1.63 2.68 1.98 3.73 3.00 2.18
BEREMg/L) 0.29 0.21 0.10 0.44 0.32 0.14
MDL(ng/L) 1.14 0.82 0.38 1.72 1.26 0.54
MQL(ng/L) 2.94 2.11 0.98 443 3.24 1.40
S/N 53 130 66 139 94 107
CV(®%) 180 7.9 5.0 11.9 108 6.4

MXMDL=t (n-1,005)X on-1x2 XMQL=on-1X10
DRETSUHFER RN IRD ALK E TCHIZEROBEEITLAIELEQFEHIE
Q@ FMEN  MDLEH ARBIIEELZFTNMLTUOVEVNKRETEETN LI EEDO FYE
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§2 & W

Cagiiiy
(Za—F%—})

s [T e [T Bk [T su—red [T mEees ] Lo/ms-sru
500 mL CH,CI, NaSO, SAX O.1%X B/ 25/ ESI Pasitive
NaCl 25 g 50,25 mL MeOH 5 mL 1mL
X2 Htrzo—K
(REMKE V<A RRT V] i
" L. 1775
REBRKE Vv AARY MAREZRITTT, e
¢ FEZYLZOUR
Compound name: HDTMX
Correlation coefficient r = 0.999870, r*2 = 0 389758
Calibration curve: 2053 29 * x + 19 7169
Response type; External Std, Aea I e e T RTRTTRITITRR TTTTT T T
Curve type: Unear, Origin: Exclude, Weighting: Null, Ads trans: None am S0 100 nm (Hi) e Wi uie Wi
o
_ B/ AFLTUE=OL
i ¥ AFLO)TILFLRLTIY
18000-
14000 e e o e, o
4 ‘ 800 L1 M  ME W B0 Wed 1m0 1600
gzm wmcv?;;%
16000 omta 1 se 16067
* 000 STFONWDAFIL
- s FrEZDLIAYE
4000-
2000 (E T 1 R T T St S Y i
MR o 4 et ES+
¢ ngimi. 43560
00 1@ 20 30 40 ' so 80 70 88 @0 400 11%5
3 AR UMM ARV EZAT 3T o A—AEHTUILMAF L
VE= 03K (53
OfRERR  (0.1~10 ng/mL) FLESLTESERHR)
DAL i i U
X4-1 FELHOI o~ T T A
Scan ES+ Daughters of 284ES+
} 284 5 59e7 60 6.98e5
# ®] o7
284
"Z’GS }3 7
| &
T T PRl T Bt f) SR EAIEE] (AR L2 | Gl -R, AT 2 by "1-}'- L2020 (L TSI, I HA I Ml MR (L 000 Pl
126 150 175 200 225 250 275 300 325 350 375 400 50 75 1ﬂ0 125 150 175 200 225 250 275 300

n-~HT YN AT RS AT 0 3
DTAIN I My

X 4 -2-1
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IEAERGRER)BEN—TE L2 WRE O]

BB, BERRERER)E A ¥ ) —VIRERXII0.1%XE,/ A 5 ) — VKT
ER L2V EREBDEBICR LR Y, I—AME—IBREU IR E, KEF
T AEmMEr LT,

Fi. FICEBECRELZ LT OBERS, A4 TV EICRE(EEHE) TR
ol NWol-BBRHRINTZDOT, ZORREZHAE LT,

NA T EBENEHER LR, £IITRTEBY AL T K> TEHEED
BEpAZri3nl, FlhvA 0y ) v U~DRELRD ORI,

£3 SNATNAVRIZBITBREMNE (Watersth i)

(ERYER) [(PARYF) | R=C12H25 | R=C14H29 | R=C16H33
RERIE/ 1T -BEH 100 99 100 99 97
TEENAF LA 99 100 98 100 100
AT 1582 98 96 97 100 100

RAV—)LERy MIOWTHRLELZA, T2 NSO BREITIZ/NAY
—NERY NFALY—F AT A2 0 pEEMS ¥ L5, RA4ITTFTL
BOBRENSK20%ETEATEZ EBRERINE, £, XAV =Ly MNT
ALY —FHTAEEKE T N EELTH, AROREERTAHER S, A
—H—IZ E B BENHRD LT, EFFQ~3F)OEMTHLREKRTIER I L.
UbDz oh, ALEBRECRITHIE02EDFREE, AR Y=L ey bOfH
HChol-Z Nbhol, =5, RVHEBH T ATTELARY —LERy b
MRL-EZAH, BEOBROIRDOLNT, RUEBISATTELT T ABEE
FERTHIZEERNZ EHRALE (F4)

k4 RRAV—LERy MEAILL2BERTHESR

=AY T UL TTuN E/GEEMAFL IV R SE= 1K
i | o | T | et
(ERJER) | (FRMYT) (733) R=C12H25 | R=C14H29 | R=C16H33
4 LY=4"1 2= LIWAKD - 20min 20 28 - A 54 38
IKFEFL ALY =4 1AY=L (IWAKI) * 20min 40 50 103 79 66 55
K31 LY=4 I RY=)L(Falcon)* 20min 36 41 104 76 62 57
4 LYY= W RAY—=ILAWAKI) - B0 91 85 94 82 90 89
F4LY=58"1W AY—)b(Falcon) #F)fE 90 85 94 83 87 84
KHEEEEA AY—L(Hilgenberg)* 20min 98 100 100 100 98 96
KYEEEEN AY—L(Maruemu)* 20min 97 99 99 98 98 96

(HHFEORET)

- EARRIHIC X ARERE OB ORRET

BEFEICHET AT SV 7 BNBESNT-I D, FHEEMEMOT S 73 BREE
LT,
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RS FHEEHEI—P) o O boBEHT3 7502

i ] Ty | T A W A F LT RN T U R = hATR

e | e | T GRIER L T=r L)
(BRUSE) | (PR | X39) R=C12H25 | R=C14H29 | R=C16H33

P pesyiL S 5mL 5 2 0 28 11 1
(MeOH) 5mL |FEH| 6 6| 11 7 0 o| 30! 29| 13| 12 0 1

QMA 0-5mL 21 13 0 29 13 1
5-10mL | § 14| 35 6 19 0 0| 24| 52 4| 17 0 2

WAX 6cc 0-5mL 121 2 0 38 14 0
5-10mL | & | 42/ 163 2 4 0 0| 26| 64| 12| 26 0 0

WAX Plus | 0-5mL 177 6 0 27 14 0
5-10mL | & 71| 248 | 26| 32 0 0| 32| 60| 20| 34 1 2

MAX 6ce 0-5mL 43 0 0 21 9 0
5-10mL | § 37| 79 2 2] 1% 1%| 19| 40 7] 16 0 0

HLB Plus | 0-5mL 9 10 0 18 14 1
5-10mL | §t 7| 16 5| 15 0 0 9| 27| 111 25 0 1

HLB 6cc 0-5mL 16 0 0 14 10 0
5-10mL | & 10| 26 0 0 0 0| 13| 28 8| 18 0 0

HLB glass | 0-5mL 10 6 0 21 18 3
5-10mL | & 5/ 15 2 8 0 0| 14| 35| 11| 28 0 3

SAX strata | 0-5mL 13 15 10 14 18 2
5-10mL | &t 4| 17 2] 17 11 1] 12] 26| 11] 30 0 2

SAX Varian | 0-5mL 6 1 0 13 15 1
5-10mL | E 8| 13 6 8| 1| 1%| 16| 28| 13| 28 0 2

SAXDSC | 0-5mL 9 168 3% 50 70 15
5-10mL | & 10| 19 2170 | 13%| 4%| 11| 60| 14| 84 0| 15

EDST1 0-5mL 6 2 0 8 14 7
5-10mL | & 4| 10 1 3 0 0| 13| 21| 11| 25 2 9

RP1 3M 0-5mL 5 5 0 13 11 1
5-10mL | & 5/ 10 4 9 0 0| 12| 25| 12| 23 0 1

AutoPS 0-5mL 4 1 50% 10 12 5
5-10mL | & 3 7 1 2| 26%| 76%| 12| 22 2| 14 0 5

PS2 plus 0-5mL 74 2 53% 55 13 9
5-10mL | & | 24| 98 5 7( 18% 70%| 21| 76| 17| 31 2] 12

PS2 GL 0-5mL 4 0 97+ 10 10 0
5-10mL | &+ 4 8 2 2| 37% 134%x| 12| 22| 12| 22 0| o

PLS3 GL 0-5mL 10 2 0 13 12 0
5-10mL | § 11| 21 1 3 0 0] 11| 24 11] 22 0| o

C18 Plus 0-5mL 16 8 1% 11 14 11
5-10mL | 9| 25 2| 10 0| 1%| 10| 21 4| 18 8| 19

tC18 Plus | 0-5mL 143 4 0 12 12 1
5-10mL | & | 87 230 6| 10 0 0| 13| 25| 13| 24 1 2

C18DSC | 0-5mL 14 1 0 9 4 0
5-10mL | & 13| 26 2 3 0 0 8| 17 9| 13 0| o

C18LT DSC| 0-5mL 7 8 1% 15 12 2
5-10mL | &t 5| 12 2| 10 0| 1% 10| 25| 10| 22 0| 2

C18 Varian | 0-5mL 5 1 1% 9 11 0
5-10mL | &t 3 8 0 1 o| 1%| 8| 17| 11| 21 0] o

M RRMETRILOA, REFHISEELTEBYE—/ERIZaEN3L0,
* R RYE TIREOA, RIFRAEIADLAORL, TERELGS e - EEIZaETh 310,
FREMEIE A ESmLPICEENDE (1ng) £100%&L TERRELT-,
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BT T T v 7 B4 722030 7= Autoprep EDS-1% VN THOINEIL EEBR
AT o725, HEAR~OEMENERER CIE, EREOEFBHARE S, HHTE aho
77. ¥7z. EDS-1& 8Ll U= I8 ME¥HE T 3 2 Oasis HLBIZ DWW T H IRINEINER %+
EH LN, By Moo TT IV I EREETHHENH T,

% 6 Autoprep EDS-11Z X % B +E{HH

HHE FmE AE BRHRE EIEVES

nEE HEE 0D "o ER e/ (%)

100 4EFmMm 2 1.6 (1.5-1.8) —

ek 100 1 4 6.6 (8.6-10.8) 81

n=AXH T VM AFLTOEZDLT RSN - I3y 2 0.7 (0.5-0.9) —
#BIK 100 #EFm 2 1.8 (1.3-2.4) -

100 1 7 6.6 (1.1-13.5) 48

W, BT 4 A2 H— Y v P THBRP-1THERK R 0K ~DEINE IR
2T o008, BERIIREL TWER, K TORMRENMET L, £, RFS
WMEBRFLEDTFULDAFAT U E=w LY FOREBRIEDT T 7 28
SEERHD, vy NNOTFZ 7 DEBMPREINI LR oT,

ETEWET A A7 H— 1Y v PRP-1IZ L 2 EtEfhH
HEE FmE HIE BHRE EES

nEE BRE 0D "9 BEH e/ (%)
I3529 - 39 2 1.1 (0.7-1.3) —
100 4EFM 2 0.8 (0.5-1.1) —
o 1}
=AY T YN AFLTUEZI AT RSN K 100 1 6 9.6 (8.4-10.5) 88
X 100 EFM 2 1.0 (1.0-1.1) -
K 100 i 7 7.6 (6.2-8.7) 66
== I3y = JSvH 2 114(13-215) =
Y FYNY AFNTUEZDAIAYR 100 ®mEm 2 32 (31-34) —
=

(7 Rk ) sk

100 1 15.6 (10.7-25.4) 124

BT 4 A 2713uy MV T TV 7 EOEBNRRENWT &, HmHETRIEZ T
A 0RBBEZEARESED L, BARKOBENENEIKT T HREEMENH 072728,
e HHEERFLEZE 2 A, REEES500mLIZHER L, SAXH T AIZED7 ) —
VTP oTEBMLTYS, TV BN ENoTeOTHRRAT LI LIZLTE

£8 Trun X F UHHIEI X DREEKDEITER

s e SAHE FNE RE BRHERE ElR ==
nEA B (mL) (ngsa B4 (ng/L) (%)

- 59 2 0.75 (0.64—-0.86) -
n=ASYTVLMAFLPOESDL7 DN HESIk 500 4EFM 2 067(051-082) 2 —
500 2.5 7 498 (3.92-6.00) 86
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(7 V=7 v 7 HIEOKRE)

A A RETEHRNIRE A A REESER L EARETR L. SWBESh 3
FIREMEDS D Z LMD, RS A VBl T ANBE R Uiz, RIERRA 4L 5T
ZAI— ) o VDT T EERFLIZE 2 A, VARIAN SAX X (IStrata SAX T
TI TR0, BIEMED B\ Strata SAX AR L7,

K9 BEBRA LI VKM ITLADT S 7|

0~5mL | 5~10mL .18
RS 5 6 11
QMA 21 14 35
WAX 6cc 121 42 163
WAX Plus 177 71 248
MAX 6¢cc 43 37 79
SAX strata 13 4 17
SAX VARIAN 6 8 13
SAX DSC 9 10 19

(Ing#100% & L THR)

ClElES 3
KR A, BILRKEH)~ORMEINESEREZE 1 01, A (@l
WD) ~ORMEINERER R 1 1158 T,

10 FHINEUNERER (EAK)

S HHEE FmE Ax % [E)w 2
kA Ly = RE RE
. . 500 #E&FEmM 2 0.42 — 41

n=AFY T VNN AFLTYEZY AT BER
500 1 7 1.63 60 18
e h 500 4EFm 2 0.71 — 23
VTV AFNTUEZ LSO R
500 1 7 268 99 7.9
500 {0 2 0.06 - 29
B/GRAEMAFLT VTS MAFLAPLELIMIY
. 500 1 7 1.98 96 5.0
wk :
500 &EFm 2 1.43 - 14
R=C12H25
500 1 7 3.73 115 12
NUYNTIENENANTVESOMIMN oo 00 MO 2 083 - 3
(R HFILa=D L) 500 1 7 3.00 104 11
500 4EFEM 2 0.20 - 42
R=C16H33

500 1 7 218 99 6.4
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£11 FMEIERBER (@T)I17K)

= 7 X ﬁﬂj % Eﬁ
. 8 R — ] | z
(ng/L) (%)
. . 500 $EFmM 2 0.44 - 3l
n—AFHFYAMAFNTOEZI AT O
500 1 7 2.14 85 17
e - 500 $EFM 2 0.59 — 25
YFYMY AFLTYEZI LSOV
500 1 7 2.52 97 52
500 #EFM 2 0.06 - 11
B/AE LM AFATUEZILAFLATLENMLIY
. 500 1 7 1.97 96 2.1
ALK
500 {2 1.18 - 21
R=C12H25
500 1 7 3.50 116 17
NV LY FFVTVELTSRZIMIRIN o oo 900 MM 2 081 - 15
(BRI IOz L) 500 l 7 2.94 107 13
500 &EFmm 2 0.13 - 30
R=C16H33
500 [ 7 2.10 99 24
(SRR 7 ) — = TRBER)
SEEMA 7 ) —= v FRBRERER 1 21077,
£12 HEMERZ Y —= TR BRER
wE oH VHRE 1ERE%D S5E#OEEE
(ug/L) BRFE(%) REFRT (%) BAFRR (%6)
e oy, 5 0.2 100 95 101
E:p}ﬂﬁ'/»FJ}§»7/E-ﬁL7 7 0.2 100 99 93
9 0.2 100 99 98
5 0.2 100 91 95
YIYN AFVTUOEZ AN 7 0.2 100 97 91
9 0.2 100 104 91
BIAEIENAFLTVEZY LAFLY) i 02 100 % %
viz Y
FLELMLIY 7 0.2 100 100 99
9 0.2 100 102 87
5 0.2 100 83 86
R=C12H25 7 0.2 100 100 85
U 9 0.2 100 98 8
AUV AFAT L A
£V 7YEZDAHDY 5 0.2 100 91 92
b ‘ R=C14H29 7 0.2 100 102 99
UR{EALHFILa 9 02 100 105 96
Zrh)
5 0.2 100 91 92
R=C16H33 7 0.2 100 102 98
9 0.2 100 107 95
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(BREEFCEH 47 1)

RGP A, MILEA SR OWIA (FLE. 81 MHR~NFHFF L RY AF L7
YEZULTOI ROE -7 BEBEINTEN, BiETS5 0 LRIBETHY., £7-MDL DK

1/ 30EBETH-I-,

BL-CH2CI2-2 for Sea-Add inHCOOH 20-100%(01 -5)MeOH-D80-0 AW2500 10uL

080205_cat_454

MRM of 6 Channels ES+

100+ 284.130>062
; . S .00e
| o2 *;E?F j S0
' | o2 o2 i
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_452 MRM of 6 Channels ES+
N . 284.3 > 60
100 |K A 1.00e4
= 9.00
/\9.608.72 _
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_447 5 . MRM of 6 Channels ES+
o0s K 1 ngiin 284.3 > 60
9.04 1.00e4
a‘q" r'”'\
g / \ 9.609.68
6.00 7.00 8.00 9.00 10.00 11:00 12.00 13:00 14.00
080205_cat_448 MRM of 6 Channels ES+
8.96 . 284.3> 60
100 Noos IRES 1 ng/mL 10024
=, |\ 832
. . . Sy : Time
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

5-1 WEKDHHH (- "FHFT N MY RFAT v E= AT 03 R)

BL-CH2CI2-2 for Sea-Add inHCOOH 20-100%(01-5)MeOH-D80-0 AW2500 10uL

080205_cat_454

MRM of 6 Channels ES+

_ 326.3 > 186
100 2.86e4
9.12
0- 7 e -
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_452 MRM of 6 Channels ES+
D s 326.3 > 186
100 ﬁﬂ( %7357]1] 2.86e4
2 9.14
: A\
600  7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_447 S . MRM of 6 Channels ES+
e 0.14 K 1 ngiEn 326.3 > 186
f 2.86e4
° / \
0 J : e : ;
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_448 MRM of 6 Channels ES+
. 326.3 > 186
100, 0.18 BES 1 ng/ml 2.86e4
a.?‘.
0 : - : — - : ~— — T Y T Time
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

K52 HWAROHHB (PTFUALAFAT v E=y A2 0 R)
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BL-CH2CI2-2 for Sea-Add inHCOOH 20-100%(01-5)MeOH-D80-0 AW2500 10uL

080205_cat_454

MRM of 6 Channels ES+

100 332.22> 119
. 67e4
i A BEISVY
0 9.14
6.00 7.00 8.00 9.00 1000 1100 1200 1300  14.00
080205_cat_452 MRM of 6 Channels ES+
: R . 332.2> 119
100 i i 31| 2 6764
BQ.
0 B.779.16
6.00 700 800 9.00 10.00 11.00 12.00 13.00  14.00
080205_cat_447 . . MRM of 6 Channels ES+
100 881 K 1 ngiFRm 3322> 119
N 2.67e4
ae )
/
6.00 7.00 8.00 9.00 1000  11.00 12.00 13.00  14.00
080205_cat_448 MRM of 6 Channels ES+
. 8.85 I 332.2 > 119
100 M\ HER 1 ng/mL 2.67e4
BE' .’I 1
/
0 T T T - — 1 T T T Time
6.00 7.00 8.00 9.00 10.00  11.00 12.00 13.00  14.00

5-3 WAKOSHE (EIGRENY AFATVEZULAFLY) TIAFL VT Y)

BL-CH2C12-2 for Sea-Add inHCOOH 20-100%(01-5)MeOH-D80-0 AW2500 10uL.

080205_cat_454

MRM of 6 Channels ES+

100 304.2 > 212.1
= SE 2.89¢4
: 9.06
PN
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_452 MRM of 6 Channels ES+
) . 304.2 > 212.1
1005 9.04 Aok MM 2.89e4
= N
Ghermr | AN | _
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_447 . . MRM of 6 Channels ES+
100, 9.04 @K 1 ngiim 304.2 > 212.1
f \ 2.89¢4
2 I
e ST i "D : —— _
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_448 MRM of 6 Channels ES+
. 304.2 > 212.1
100 9.00 BER 1 ng/ml 2,804
J\
GI - T — — - — s e - — - - — Time
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

E5-4 HRDOSHH (RUPAVPAFNRTFIUAT E=U LB Y F)
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Cont-CH2Ci2-1 Sea-500m! inHCOOH 20-100%(01-5)MeOH-D80-0 AW2500 10uL

080205_cat_454 MRM of & Channels ES+
100- 332.3 >220480.§
= N Uge
" BEISH
9.30
0 —— - - - . ~ - - — - - _—
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_452 MRM of 6 Channels ES+
. . 332.3 > 240.2
100 ik %) 3y 2.08e4
B = 3
° /\
6.00 7.00 8.00 9.00 1000 1100 1200 1300 1400
080205_cat_447 5 g MRM of 6 Channels ES+
P 9.22 ®|K 1 ngim 332.3 > 240.2
I\ 2.08e4
* f \
J
0 . _ v — — :
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00
080205_cat_448 MRM of 6 Channels ES+
: : 332.3 > 240.2
100 0.26 BES 1 ng/l 2.08e4
= | \
J
0 T T - T T T T T Y ; ; Time
6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00

5-5 WBKOGHH (RPN DAFATF FSTFUATE= AT R)

BL-CH2CI2-2 for Sea-Add inHCOOH 20-100%(01-5)MeOH-D80-0 AW2500 10uL

080205_cat_454

MRM of 6 Channels ES+

100 360.3 > 268.2
o o= « 1.86e4
N R BHEISVH
0 9.38
6.00 7.00 8.00 9.00 10.00  11.00 12.00  13.00  14.00
080205_cat_452 MRM of 6 Channels ES+
. . 360.3 > 268.2
100 K E&Fm 1.86e4
E‘Q.
9.36
0 : eI ——
6.00 7.00 8.00 9.00 10.00 1100 1200 1300 1400
080205_cat_447 . . MRM of 6 Channels ES+
P, 9.42 K 1 ngifm 360.3 > 268.2
/'\ 1.86e4
8 '
\
T \- Y T ¥ ¥ ¥ r -
6.00 7.00 8.00 9.00 10.00 1100 1200  13.00  14.00
080205_cat_448 MRM of 6 Channels ES+
. 360.3 > 268.2
100- o2 RES 1 ng/nL 1.86e4
®
0 T | e T T T T T T T T T T Time
6.00 7.00 8.00 9.00 10.00 1100 1200  13.00  14.00

5-6 WARDOZBHH (RPN AFANFHFOALT o E=As ) K)
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n-Hexadecyltrimethylammonium bromide
Didecyldimethylammonium chloride
Mono(trimethylammonium chloride)alkyltoluene

Alkylbenzyldimethylammonium chloride

An analytical method is applicable to the determination of n-hexadecyltrimethylammonium
bromide, didecyldimethylammonium chloride, mono(trimethylammonium  chloride)
alkyltoluene and alkylbenzyldimethyl ammonium chloride in water by liquid chromatography
/ tandem mass spectrometry (LC/MS/MS). Five hundred mL of water sample adding 25 g
of sodium chloride is extracted with dichloromethane. The extract is dehydrated with
anhydrous sodium sulfate and then transferred to methanol, and concentrated to 1 mL. The
extract is passed through anion exchanger cartridge column (SAX) and eluted with 5 mL
of methanol. The eluate is concentrated to 1 mL with 0.1%formic acid/methanol and
analyzed by LC/MS/MS( ESI Positive). The recoveries and method detection limits (MDL)
of n-hexadecyl trimethylammonium bromide, didecyldimethylammonium chloride,
mono(trimethylammonium chloride) alkyltoluene and alkyl benzyldimethylammonium
chloride, from surface water samples are 60-85, 97-99, 96, 99-116% and 1.1, 0.82, 0.38,
1.7ng/L.

Water sample

Water 500 mL Extraction Concentration
NaCl25 g | Dichloromethane 50, 25 mL > MeOH 1 mL —I
Clean up » LC/MS-SRM
anion exchanger column (SAX) ESI Positive
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WHE A SHET B —F ¥ — b " &
Dn—~FY¥5v
. LC/MS-SRM
v KH ESI Positive
MUAFATVE| TRES00mL |——{ M —{ Bk - B |
=y h7mIE NaCl25 g ALYV #4)-v 1 mL B 7 A |
K S N TSKge
QUFLAVAF 2o SuperAW2500
NTVEZG LY RS
=) NN 150 mm
@/ dlb by A| —{ B | i EF ] LOMSSRM| |, .
FAT BT A SAX #55  0.1%%M: MeOH 1 mL  ESI Positive 2.0 mm ¢
AF LT IFIN 28)-I 5 mL
= R T FR(MDL)
<KE >
@TNFNRY @ 12ngL
WORAFNT VE @ 0.82ng/L
=yxrrul R ©® 038nglL
@ 1.8ng/L
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