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LC-MSMS IR EEMX B EEEHRE
SRR RE = HE R %

LCMSMS-329

E. ACH LCMS-8045 KB T —Fhin & SH8 A E th X BRI+ Nk = RESR 4R (CTAB) REEB T %
BN FESEFZE, KFERBEFORERTIHE N . EeEEEMNREE X7 EEFRTHNEMSEE (1.56-50pg/
L), BHFHNEESM (<2%). BHHEIE (90%-103%) SR EE, i, KCERGEET CTAB FE&KE

RS EEAHERRTT % o

XA LOMSMS FRASHBES + i = FERILEE (CTAB) REBR

23 IR Z IR 23 FMBRBRT R AR E
FUREY), BIRAKESE EABSIRIEREE, 23 FmE:E
BUELFE 1. 2. 3. 4. 5. 6B, 7F. 8. 9N, 9V. 10A.
11A, 12F, 14, 15B. 17A. 18C. 19A, 19F, 20.
22F. 23F #133F, B 20 42 80 ERAL UG, #I iz
FF 2-60 5 ARG, FEIL KM 40 8], 23 il
ZREERHANERT KB40, THEZAMIELRS
BE, Bt 55 ZIATARES 23 iRk SR,
J3k8 s FEEFERKMNEE, BRIK 85% FIFMRBEGE,
HTERARBR . MRRF. BRRASRSEER
&R, 23 MR ZEEEES SRR THSHE
EREmEMZ—,

23 iR ZREEE NGB RE =R, —KRE
AT ILAERTS: 1. &b RiREss ( XEERARE ); 2.
EERBED, WELER (MA+NEE=ZRERLE,
CTAB); 3. EEEAE L, WENLENEEGZHE; 4 8§46
ZHEME (I CaCl, 5 NaCl); 5. IS ZEEE 25%,
KBRITEAER . Z4f; 6. WEKEL EER, #MnA 2
FEZE 70%-80%, JUEBIGKIAZHE; 7. BEAEOIUER
HEZRE (IABERRINARIARE ); 8 102 BFERMNTIUL

B 55
11 {38

KENAR, WIREBRER; 9. BINEHE - BEERIER
10, EEEBMIE 2-4%; 10. FRE—XRESHE - BBEH
SBRBRARTR IS ZEEE 70%-80%; 11. BEOUETE, 3F
SRZKAMR; 12,022 pm FRBREIEIR, HBEHISRERK;
13. 20°CIA TR 5 RFF. EEEREH CTAB 4555450
(&) RIKBRFE—ESMHNLEY. RELTEN
XEA SR UV/Vis &N FIEE, BMZSER A
TTHE -UV/Vis FTERNEERAEEREE, CTABG
MFERT , BEERES, UV/Vis N EZER
FBEK, REEMEEMHZEIANRS, @A
M AT SBEIMEEYM BN, TRETE. Bi%
KIENBREEFRMAZERTINBEKR, FESEEE
AP BB RN, LC-MS/MS 3E LC AR
81, XEFRRHEFN~YEFNELEEME (MRM 12
R ), TRSENNEREFIERTINE S, &k
AN A ENE R

ASCESL T —F LC-MS/MS F5%, RABAENE.
MRM &AW, K 23 RIMERBUAm R SRR E A
SPEELA CTAB RIS, . REEE, AZEEHE
HRERERIRETRERE. FiA%.

LC-20ADXR( B E =T ), SIL-30ACMP( B S #H#£88 ), CTO-20AC(#E248 ), CBM-20A( R GisH182 );
LCMS-8045( = EMUHRATEIL(Y ) B2 ESI B BS5E; LabSolutions Ver5.86( 3 T {Eu ).
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12 #ERER

XTEBE R D RFFBUEE CTAB(hexadecyltrimethyl ammonium Bromide, B Sigma, CAS #: 57-09-0) F1£&
HBFZ (deoxycholic acid, JH Sigma, CAS #. 83-44-3) XfEBfH, HH 50% ZHE/KECHIR 10 mg/L IR &EE R, BERE
82, H50% 2BEKAREEFER. BHIRSMRE A 50, 25, 12.5. 6.25. 3.13. 1.56. 0.78. 0.39. 0.185. 0.093 F0 0.046
pg/L BIXT B A R o

EEM: WRER 1.56 ng/L HREEHF 6 $o

SCRRIEM . BUER, A 50% ZBE/KHEE 2-200 £%, N,

PIAREI. B 100 png/L XFHBmEER 100 uL, F 0% ZEE/K#EREE] | mL( XFHR ); BX900 pL #&, SN 100 pL
50% ZHE7K (18 ); BL900 pL A&, AN 100 pL 100 ng/L XFERSEER ( IFREER )o BINKER =((A INFREER -A BE& )/
A SRR )x 100% o A: BiRLEYIEEIR.

1.3 it

B g &1
fBILFE: PhenomenexKinetex C8 (2.1 x 50 mm, BEFE. ESI, IEFIftES
2.6 um) EAERE . 3.0 L/min
MaNtE: A-5 mM BEZE: (pH 4.0); B- 2 FIESREE : 10 L/min
Hm: 35C IFERRYE]: 30 ms
HEEE. 0-1.0 min 40%B; 1.0-3.0 min 90%B; R, 300
3.0-4.0 min 90%B; 4.0-4.1 min 90%- MRM &#f. g 1
40%B; 4.1-6.0 min 40%B DL ;RE: 220°C
SRIE: 0.3 mL/min BEOBE: 40kV

HRERIR: 2 L
HEE: BB (HFREER)

1 MRMZEL
X Q1 Pre Q3 Pre
No. H&FR T B CASNo. FIAEF FYUET CE(V)
Bias(V) Bias(V)
hexadecyl trimethyl "
1 CTAB 57-09-0 284.3 60.1 -15 -29 -24
ammonium Bromide
3452° 15 33 22
2 L E B deoxycholic acid 83-44-3 391.3
327.1 15 35 20
*RNEEBET
|
2.1 sl

RED ML B R SRR E AR BSRB R Y, ZRXUEWE C18 BEE LRUEREIEMITRTE Fih
P, AT RER B AR SRR CRERT, EREFERE | min EE, BTEREM. RETYRNER.
KERERFN CTAB fRMARZER KR, A7 LIMIRED T, BBRIREARESEMNELEshE M CTAB EE, #H 1 min
PR

RBRS A RNEARING, REERIREBEZ N, HF 3452, 3431, 327.1, 373.4 f1 355.2 EZ A CE &M
TIRRE LI R SRAY 345.2 F1327.1 {fEAEEBR FHISILEF . CTAB AFFEREEMF, 7 scan i\,
TIMERR] m/z 2 284.3 B M IEF m/z 4 285.3 B9 [M+H] 1E, HF M’ I8 EREST [M+H] &, Tkl 2853 iF
& 2843 ABARBEFIYRESEI m/z A 60.1 =BT, M EXT CTAB BB FR~YE FEE, S5CikE
MU EWELE—E (1],
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2.2 THEshZAis PR

12 Frid B REXNBRAER, 2R 1.3 frid o Es#iTlE (0E 2), H ASTM %, ILOD REBRMLE
¥ SIN RINF 3, M/ARTT EFEEE LOD A4 1.02 ug/L(S/N:5.6), HF CTAB HF BT AMKIER, MMUNE
LOD F1LOQ, ¥ CTAB REATET 1.56 ug/L if, 5% CTAB MM HMENELAE M, MIFNERABIRE
A, BS-6 MRER, MIREABEALTR, BIMEEMEBmIRANLLR, IMRERIELEEIE 3, KHEDL
MEEAFREAEXREINER 2, ERRPFADELERESCENLEXRRYT, R KF 0999, SIS EREE
95-106% Z [,

(x10,000,000)

11:284.10>60.10(+) CE: -29.0
1.00-3:391.30>345.20(-) CE: 33.0
Y 13:391.30>343.10(-) CE: 37.0
] %
0.75- £}
1 AH
0.50j
0.25-
1 CIAB
0.00- L k
———————————
0.0 2.5 5.0 min
B2 FEABRRIICTABEIZE]
q i
1 CTAB 1 EEAER
1 200001
5000000 1
2500000 100007
OIIIIIIIIII\I OIIIIIIIIIIIIIIIIIIII
0.0 25.0 RE 0.0 250 500 750 RE
E3 CTABHIEAS B T1EfhZ:
T2 BEH T RABXERE
No. £ Ze4SERE (ug/L) LMHHRE R? FEEE (%)
1 CTAB 1.56-50 A=133056 C-29015  0.9999 97.4-101.9

2 L& RBRL 6.25-99 A=250.5C-59.1 0.9997 95.4-105.6
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23EEM
IESERERE A CTAB MR @A K, Fi7#H 6 £, ITE B & YNIEEmRARE R BENFRAERZE (RSD%)
WNF 3 o DERFE, XS RBHEMETIRAMEITERZD B4 1.24% F10.19%, CTAB {REEH &) FlE
EFRNHEERZED B4 0.91% F10.12%, THEEEDHTHER,
(x100,000)

1.7541:285.10>60.10(+) CE: -29.0 20171212_Phenex_OBA-CTMAB_STD7+_2U_7.Icd
13:391.30>345.20(-) CE: 33.0 20171212 _Phenex OBA-CTMAB_STD7+ 2U 7.lcd

11:285.10>60.10(+) CE: 29.0 20171212_Phenex OBA-CTMAB_STD7+ 2U_6.lcd
13:391.30>345.20(-) CE: 33.0 20171212 _Phejex OBA-CTMAB_STD7+ 2U_6.lcd
J1:285.10>60.10(+) CE: 29.0 20171212 Phelex OBA-CTMAB_STD7+_2U_5.lcd
1.5043:391.30>345.20(-) CE: 33.0 20171212 Pheilex_OBA-CTMAB_STD7+ 2U_5.lcd
"~ 11:285.10>60.10(+) CE: -29.0 20171212 Pheffex_ OBA-CTMAB_STD7+ 2U_4.lcd
13:391.30>345.20() CE: 33.0 20171212 PhefJex OBA-CTMAB_STD7+ 2U 4.1cd
11:285.10>60.10(+) CE: 29.0 20171212 Pheffex OBA-CTMAB_STD7+ 2U _3.lcd
3:391.30>345.20(-) CE: 33.0 20171212 _Phellex OBA-CTMAB_STD7+ 2U_3.led
1.253.391.30>345.20(-) CE: 33.0 20171212 Phelfex OBA-CTMAB STD7+ 2U 2.lcd
1.00+
1 5000
] 4000
0.754
] 3000
1 2000
0.501
1000
025< 0 N it A T
0.00 L
—————
0.0 1.0 2.0 3.0 4.0 5.0 min

E4 REAH1.593 ng/mLEFBEEFN1.56 ng/LCTABX BREE ST E (n=6)

2.4 BEEIKFIE SR

BT EBT 23 MnERE A SR P A S AERRA] CTAB M5 EBNE (HLAEERMNE 5 1E 6), P84
R4N% 3 Fme H, 40 9NL 9V 0 15B BUEETEEE CTAB i H, HEI9BEREIRERH . 3 B CTAB 1928
=& 13.1 mg/L, BEEFAIVATIZRERT 23 A SBEEHIEURMA SRS IR SR FEN,
W EFR, M UV/Vis AR 23 FIMERBRR SRR, DRERSRELRFER, oREZBD 20 mg/L, B
MS &N R B 7R 23 FMIMERBFGR SHEEE T, AEERAENEMR. TENERMNT. £—, KFEERAEAL
SRR ER (5 CTAB &4, ZEENERE); B2, UV/Vis FEFERATH®, WitEREemERIR,

MEAEFNRRMMN 6 MMBRBBA SRS (BRME. WM. P14 ) FE CTAB MIESEBEREICE, MiXERY
7 90-103% 218, RELTHFFERFHTTFRIENTRENE
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33 23FhMEE B AG AR P A S AERFICTAB S ENE LB E
NS . K& AR
T OCTAB (ugl)  AFEE (l) EMEY%  MEXE  CTAB (wl) sz
il (ng/L)
1 120.022 BERS 103.0 12F 56.90 - /
2 51.77 BERS / 14 243.14° - /
3 13105.60° 23.54 91.8 15B - - /
4 - - 95.6 17F 53.56 - /
5 788.16 - 92.7 18C 3.91 - /
6B 6.18 - 96.3 19A 430.96° 29.3 98.2
7F 16.16 - / 19F 3.11 - /
8 3.76 - / 20 199.72° - /
9N - - / 22F 61.81 16.94 /
9V - 19.02 / 23F 32.93 13.37 /
10A 9.87 - / 33F 25.03 - /
11A 63.91 - /
a: FERR20065M0; b, R0, EAMEHREREMNR; - REH; /. R
(x100,000)
11:284.10>60.10(+) CE: -29.0
2.0043:391.30>345.20(-) CE: 33.0
13:391.30>327.10(-) CE: 35.0
1.75*: (1,000)
1 T:784.10>60.10(+) CE: -29.0
1.50- 125-3t891.30>345.20(-) CE: 33.0
Y B1B91.30>327.10(-) CE: 35.0
1 1.00
1.257 ]
0.75
IOOT ]
0.50
0.757 ]
] 025
0.50+ ;
] 0.00
L S T
0.251 2.0 3.0)\ min
0.00
[ [ [ T T
0.0 1.0 2.0 3.0 4.0 5.0 min

Bl5 23FEUfmk ZHER E P A SAEERANCTABRYAG T
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(x100,000)
11:284.10>60.10(+) CE: -29.0

2.0043:391.30>345.20(-) CE: 33.0
B:391.30>327.10(-) CE: 35.0

1.757 (x1,000)
] 11:284.10>60.10(+) CE: -29.0

1501 B:39M.30>345.20(-) CE: 33.0

Y] 15 B:391.30>327.10(-) CE: 35.0

1254 ]

1.007 1.0

0.757 .
1 O.Sj

0.50
] A R Y

0.25 ] 2.0 3.‘0 \ min‘ ]

0.00+

L L
0.0 1.0 2.0 3.0 4.0 5.0 min
Elo 19ABUHR ZHBEE A E R FICTABRAE
2.5 FREEMEFIFLER
ZIS?C%?%%%ET%E?E’I‘?E |FEH R G ROSL B IR AR DI BB 5 7K o
1) BB xEE

5’61&7|‘$EJJ1’EE'J‘ 7£ CTAB XS BB HIEN B, TIHEEEERY, THREM . #EHNEEEN%E.
HESH 90% ZHEIK (& 0.1%FA) FREBARIA, TTHEBRETIMNETRER . 4R EATA, TTREAVSR BB ALE A RFNHFED o E:
MBS A 90% ZRE7K (& 0.1%FA),

2) RERDHERFRBI X

XAREZ: 2k RWEZ: JKEE 90% 2K (& 0.1%FA) SARIEARERER, FRBE/N. HIEFHIMEF TR
NEHFEFAINEFRIERELL, ZBERE/ . fﬂT%é@f%iﬁﬁf@f&*ﬂ%ﬁﬁHﬂEﬂ, SCPRGTEHEE IR 2.
FAEE. K=1:1:1:1, v/v/v/v (& 0.1%FA) 3 R3(FERZEAR ), 10% FFEZ/KA RO, #HIFEFHHINEFHFZIER, Bt
BB A 3 so

&

AR T —FPiRE . SEFEMNSREUEN LC-MS/MS M757%, BT 23 fliELE bR S iEasE A8
F&#0 CTAB BRI, 5 UV/Vis #8LE, 1ZAELETETE BEEE SR MR TIteE . LR IESEPE
AR | ERREEFRmAENFIRSRMEREE L, FTHPP RS, EREERRHESR, IS TEthg AiaiE;
2. TREEREVEMT A SR BEA R RE, THS 1%FA WP, 2. FRE. K=1:1L11, (vvvv)
TRETARM RICELFBERR), 10% FEE/KM ROCGELO SR ), RAFIMNEEETR BEE + ERD ) %K,
BRugEEERERIMEEFIS; 3. BRAXEERNIIGE FINS TS FRiE, BEEEdTEZ,
FEWEA SIM BN EEREHEEIER ., ALEL S BAF, FX7 SIMIBR, L&EERHIERETREKR, B
fb PRI —MEEYTE 391 BIEFIR

SR -

[1]1 EF, Z=EHEM GC-MS F LC-MS &N R KA T/S/KAE PRI, iR, 2015.

(] BRIk AREAFEZFFD
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