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Agilent Poroshell 120 3R HIPI £
Y1 (BHEFITTFE) #H1T SAMHSA #RER
LC/MS/MS 5347

R R AR
EES R

S

REEHERSHERRRRSEER (SAMHSA) %5, T 2010 £ 10 A4ERMEHAE
W, REFEBMAMENEMRNEZRERA LC/MS/MS ERANSANMXER. A
F LC/MS/MS ERAFEENTES R, RETREUAEAN GC/MS EZEEEN S, KAl
RE T — ik B &H SAMHSA BENEKRKIMT F XAMMANFE, HXHENE. KR
(LOD). AMEMBZREHTIBE, EXHZFENBERNA., FMEBENSLERE
HITTEE, XRHEFNE SAMHSA BEAYEINN—RIIAFMEERNAEZ—,
ZHEFEERRECTR#TAI, BIF Adgilent Bond Elut Plexa PCX BAERES
¥ SPE #, Agilent Poroshell 120 EC-C18, 2.7 ym RE L, LC &iftE, Agilent 1200
Infinity LC RGN A REEMEBT R A (AIST) IEBRBIEEFIRA Agilent 6460
Triple Quadrupole LC/MS %%,

-+ Agilent Technologies
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AY

mi

W2 (BHNATFE) 2EZEMEPEZRNRAEDHE,
AFRR BRIt R EERRI ZHM 28, BT DERRTE
ERIHKN, SAMHSA ENEERZATAEMLESEILAYS
HEMENLEN L BHEN, IEEMEULENEREELER
RIBT R 25 . SIOMEER, BUME, S5, EEREMTER
MR ERTER, FEXEEYYTS ARNTR ZERE
BREER. RTEALBELAHER, ENERTFRERE,
FETSHMA A RGNRE, STENFREEY/BRTSHY
WFEBMHATLL.

HEA A FEEGRSFT ZRE, BHEFEREAEH-3-85
WEERICH-6- AEBER, THENEIERB~YWI0MHE, 7
HRE-c-FEEEBRMEANERE, BTFERKD LK DEFE
FRHEZENEERTRESYNEAEE, Bl SAMHSA E
KNEE—MUESWHERE. AWML AEEERERESY
TREGBABEEY. BREBHFMAEEANTLEEUNETE
Mk ERBRKE. SXFANBRECHIEXTRERERL
BYRHETSE, ZURSSHERMNER (Wang %, 2006).,

SAMHSA HELHA A FEMN RS REREH 2000 ng/mL. H
FRITE—LREPTRENSRENA R XS (E5%IEM
), BRIMEFEERAESAER 3mm id Agilent Poroshell 120 &
iEHRBRAURIRER SAMHSA FiEHH 2mm id BigH, 5
T 2 ym B UHPLC ik, SERT 2.7 pm RE S LA
Poroshell 120 BiEHAFSHBMMEY, EHEEANRDT
AW%ER. Bk, EEZE 21T PR E 400 bar FIEH LC R4 L
BEEAESNRERRSANE, ARBENTHENEEE
AL,

HF Agilent Bond Elut Plexa BM4F1ERT, A XFH#RMIREA
FRE THHMTHFEARSHERE, BEERHF. FREER
BYRMF, Plexa MU ESTRENEZENRE, BRTER
FEE. NRETeINBEFIHERTSEENRUREE.
ERENMRFESHNIN, TESHTRITHENNENES
. HEAE 55 REENABHL,

ERNOERBEER (2 pL) MEREENEET, &7EM
U FESRE TRENERLE (FRKE 200 ng/mL B
>150:1, ZKEA SAMHSA MIERERER 10%), XEBETH
BT AJST HARH) Agilent 6460 Triple Quadrupole LC/MS R4
HREETFREE TRURGE,

ZRECUAIM24AE (H Moorman #1 Hughes &, 2010)
XET Agilent 6410 Triple Quadrupole LC/MS REMETEH
SPE/LC FRmKEIRIESE.



IEERS
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HYRRAERMEE Cerilliant 27, A 1 mg/mL (BHE, FEFH. &
WOMHERR . XFRATAFE . SRTER. BB, RIDHEERFINDHEE 3 -HEE
HER) #0100 pg/mL (FOHE-D, FIRIFE-D,) HIRERRR.

M T3 HE-Dg AR AIf5E-Dg
Log P 0.87 pKa 8.2 Log P 1.39 pKa 8.2

0
Hat ™

ELL ) ERARERE SAm BEm
Log P 1.06 pKa 8.2 Log P 0.89 pKa 9.2 Log P 1.83 pKa 8.9 Log P 1.67 pKa 8.9

FENDHERR
Log P 1.15 pKa 9.3

B 1. R ES TR ALEH



HE5UE 6. A 2mLMEEFNEARE. SRUE (100: 20) BFiKEK. £
FExRBERBEEREMP. RAEARKES (2-3%

SPE KAE) i

* Agilent Bond Elut Plexa PCX/ME30 mg. 3 mL (B#S 7 400 T%F

12108303)
. 8. F05mL¥MAAEEE (5%FEE. 95%K. 0.1%FE]R) &4
- Agilent VacElut 20 SEETEE (42 12234100) o PR R ’ '
Agilent B8 (5542 12234520) LC/MS/MS
« Agilent 2 mL BEh#EEHERM (B3 5182-0716) Lc &ff
Agilent AS HSIIES OM= (S 5182-0717) I A 0.1%FROKER
RENE B 0.1%FERREEA R
LC pinbid 0.8 mL/min
- Agilent Poroshell 120 EC-C18 3 x 50 mm, 2.7 pm @ikt  HEEF FHE (%) %8B
(Ep14-S 699975-302) gg g
Agilent 1260 Infinity LC %%t (G1379B B SHL. RER K 15 25
MEER 1312B ZTR. G1367E Bhift#EEE. G1330B # §§ gf,’
BH) 56 90
5.7 5
MS PN {Z1ERTE] 5.8 min
- BEHRRE AJST ?ﬁ*%ﬂﬁ%%%ﬁﬁ@ Agilent 6460A Triple  Eizsati 2 min
Quadrupole LC/MS %% BERE 400 bar
HaH& R 2L
B
KRS RTE st R ok (75: 25) MUEHEEC 109
1. {£0.5 mL REFIMNALR, EEKEH 1000 ng/mL; HEFE U
B 12 x 75mm BEXE S
- = 1F MR IMER KR
2. FAN 125 pLiRERES
; . MS %
3. nEERT 95 £5 °C 7kfE 90
“h at B k i m_ln (s MTRSM
4. A, SRIEMA 2 mL 0.1 M BERIWEHE (pH 4.5) EFRE T
5. F 250 uL7 M B9 KOH A, iR, WEH pH &, R/ EAERE 3,000V
T6 FiRSHE 10 L/min
6. L6000 rpm ESEEE L 20min TRIER 350 °C
EUSEN 35 psi
E-4:] WERE 12 L/min
1. F 05 mL BEEEW Agilent Bond Elut Plexa PCX /ME, &1, #SEE 400°C
RIEEEBREH B E oV
2. LiSmELEER ::fﬁ i
£} A MRM
T s H
3. WRET: 1 mL 2%HEREE FEfTHA SCP_MSDiverterValveToWaste()
4. M:ﬁf 2: TmL Eﬁﬁ; {MH_Acq_Scripts.exe}
5. EEZ (10-15 %R £HT, #F 510 H% Hiag 1 omin STERREIMS
Delta EMV (+) 0V



GRS

AR pH £, BHE, THRRETEDMHSRERDRFX,
NS e LB Bk (€ B AsE PR B FRIRE A S R B
7 Plexa PCX BAYMWMF L,

F3 100% &3 SPE IMNEFTEBR A B ERFRMASIER
W R mk. EENRREPHRER, WAL HTH5E
EFRRBMAZ NS FEEER., ERTERERZA,
BIEE 20%SE X HARAME PR, IREMAXAYRE
K&,

% F Agilent Poroshell 120 EC-C18 3x50mm, 2.7 ym &igHAESE
RMARAYREEETHRUSYNRTSE, FRETHREN
&R, EIBTATATZE 2.5min MR, (W0E 2 Fi7R). WiEEES
BEEXRBEENAALG (5%) KR, ERERREZER
HEMMEN S ERFRIEITHRR KRR, SAEREBTHRN

ERRRERELRZRR (021 min), MREBRDIEFERSHR.

1.0 min BB HREZRIERNZRNZFBEERE.
0.8 mL/min BIRIE AT IS BRI 2 47 B () AN TR ).,

EE2RreEES, AEUFENERUHEX—X &g
(& 47%5) o908, BETFRELSYRERRNEEFE
BET, BERTHEEENERTHFRESH=EMETTEER
FARERATLUHRR

EF—HXER, MK T Plexa PCX MM FIR EFEFELB A
EREAHERATHFENTEYE. RRERIARYE: EFm
TERUFRRERNBERERHRENZITER, BAAL
ARA LR A,

x10* | +MRM (286.1 - 201.1) [/ X & 473247 200 ng/mL, /1 200EMV.d

EHTTHRYNAE, EEERFR - M HEERETF, BER
BrtEF ART (HEH) AEHEHE MRM ik, SR, —BEf
EFHASCENBHE, H., THERENRIHNEERE
RIA[iBE & MA MRM #17.

SAMHSA ENZEX 2 B SHINRIR L RER— 1 EE
BFHZD—"EMETF. BRMTINE=MERETF (K
NEETREESHNE RS . Agilent MassHunter Quantitative
RUTESTEEEBFILE, HTMRHBLEYTEZEE
HEF,

% 1. MRM B HIERESH

tah BEY FEF RpHE  iEsE
AfFE 300.2 215.1 130 23
A5 300.2 165.1 130 46
AHH 300.2 153.1 130 50
A[#¥E-D, 306.2 165.1 130 44
Af5E-D, 306.2 218.1 130 23
MG RE 286.1 201.1 130 23
MG 286.1 181.1 130 40
T 286.1 165.1 130 43
MBHE -D, 292.1 181.1 130 40
MBHE -D, 292.1 165.1 130 42
Mo 3- H R 4622 286.1 162 45
BEW 316.2 298.1 130 15
FENDHERR 302.2 284.1 130 17
SRTE 300.2 199.1 130 30
ERAHE 286.1 225.1 130 20
SGHEER 286.1 185.1 130 28
2
3 6
7
4
KA
Al _J -
16 18 2 22 24 26 28

04 06 08 1 12 14
"5 vs K ERE (24)

B 2. TR 22 5 HBETHYHE Agilent Poroshell 120 EC-C18 3x50mm, 2.7 ym B LR EHEN MRM EREFELE, B TYERBTIIREYY
200 ng/mL, EREEZERITFRFS: 1. B, 2. FOHE; 3. SO, 4. TFE, 5. ZEAEFER (LLENME); 6. #£H, 7. SAH



BRER LRSS ROEERE, REPIMERKEHA 10,000 ng/mL KNG
HE-R-3-H A E BT E A 97-99.2% R AMHE, MOHE-R-3-3
BREEBRAMETAN MS SHIIFR 1 5, SHELBRNKBEY
ENPTARSE,

BHFAAFENEEIEERE R 200 ng/mL BIXESHERLL B
150: 1 (3N[E 3, LEHY 1 %2 2 ERFT7R) . XiitA3 Agilent 6460 Triple
Quadrupole LC/MS 2EEF R RRIIERE, BEBIEE AT E AT
RF SAMHSA BRE R EHIFT 5 2254,

+MRM (286.1 = 165.1) L1-3-opiates calib 200 ng-mL, no delta EMV.d

%103 IEE () = 33.56; fRHELL (2.88 min) = 154.8

WA vs SRERIE (544)

+MRM (300.2 = 165.1) L1-3-opiates calib 200 ng-mL, no delta EMV.d
x10° M@ (I§) = 8.62; 512 (2.23min) = 3783

1 I
WARE vs REERTIE (550)

+ MRM (292.1 - 165.1) L1-3-opiates calib 200 ng-mL, no delta EMV.d
10° IRE (i) = 58.20; f=H2EL (1.33 min) = 170.3
X

154

254

MARE vs SREERTE (4344)

+ MRM (306.2 - 165.1) L1-3-opiates calib 200 ng-mL, no delta EMV.d
10° IEE () = 28.92; fERELL (2.21 min) = 369.5
x

051

1 2

NARL vs SREERTIE (544)

B 3. RKERY B IBHES AT (200 ng/mL) FORGHE-D6 SAT#ZE-D6
(1000 ng/mL) B9 MRM 1EEREF&i%E, R Agilent Poroshell 120
EC-C183 x50 mm, 2.7 um EiEH, EEKELUNMERIK K ET

45T 5 MREKFRRBRIY PIE R R, &
Eo A EEERERMNCHRTERRER, SERERES
514 200. 1000. 2000. 10000 #1 2000 0 ng/mL H—RFIK AR
BERR., RmMARAKAIRIBEE-D6 A #FE-D6 WIREY A
1000ng/mL, EMERFNELEXZR (R? > 0.998) RIZHEE
RENDSRETENZLYE, 8 SAMHSA ATWEK,

MR- 5 MREOKTE, A 5 MREKTE, 184, R 1841, 500Cs

y=0.001727 * x + 0.040572
x10 1 Re=0.9985013

3 4
y
£ 2
=
[

‘] 4

0 4

0 4 8 12 16 20 x10%
¥RE (ng/mL)
FHE- 5 MREAE, R 5 MREATE, 1604, £/ 16 18, 470Cs
x10 | y=0.001292 * x + 0.225659
4 R2=10.99932191

2 |
E |
=
= |
= 11

0 |

0 4 12 16 20 x10°

i
W (ng/ml)

B 4. MIRBHIRERBIIGHE (ER) FORTfEE (TE) BREBLTH.
KESEE 200 Z 20 000 ng/mL, HMEXZS R? > 0.998



HiEE

R 2 B RN ST REIEIR R ARYE Matuszewski & (2003) 12
HEEN T ER2N, EEATURERFESR LC/MS/MS &
MAHEBHI ZHRZ. LC/MS/MS KRR R HERS R
T: F—4A, BREKREKFHGHEFNE FFE N2 B ERED,
RIEHTT SPE B, FITHM, NN, FZH, BRAMRE
FIRHERMAEHITER, RAEERYANBRIERRER,

ZEMNBHEF T EFR AR E 2000 ng/mL (EHZEBUS IR,

TTRG, EESW. FZHREEMGEMBRIE (83
AR, FEHKREA 2000 ng/mL KIFRERE (RIEMER),

%* 2. HIRERESFM TI R BEGWHIA TR, n=5

8% i A
RIEHE (%) 83 85
ZEREKE (%) 85 86
HRHE (%) 98 99
BRE (%) 108 108
BEE (CV) (%) 0.6 0.7

REHE (BEXEKE) B SPE ZXENMERAYBE MR &GRS
i, REHERITYRNIERRS EXERORHNR T EERE
AR EMENETRILE, ZREKEER SPE ZEEUMRHIF
HRKEEESH, RENBEFSTYMNERRSZIERAE
FEEN PR M AR BT AT ER ERH AR AE SR AT RS RO AR RL S T AR
tb1E. EBGRR N SPE BB MR K RIRE AR

RS BRI IEER S LR BTG 2 RS R
HRALLE, ARERBIRAERLTENSTIRNRESH
MTEMERGATYERNTHKENLE FEERERE
# (cv) RREEEEN, AXAIIMNEENTEIETELE

R2ERTHEHAMTHFEANSRIEKEMSLENE (4
85%). EERMN (98-99%) RMRE 1-2%MESHFEFM
HMERTME, MTERR T4 Plexa M FALERIZEU A
SHEEE, ARZAFEEEEEBE (BRMKRENT10%Z
M) FREFHRIREZE (CV <1%),

&k

AR ERERERSES LC/MS/MS KRilIEE S S
WA iET 2B SAMHSA X, AMEXKENAYNLHHE
EEXNERNSTRENLRESER NG FELNNE
RER, EEHEES 2011 B SAMHSA FiEhHHERYRER
B, XEFHRERAZER 1100 FIREER 1200 LC RIS
BRFE, XL LC RGHE EARRBIT 400 bar, RKAHERSHR
RR=ZEMRT LC/MS RERALF LN, BFRESHETUMR
ASMBHITIEN . RERRHLTIZAR TR LC/MS/MS $iiE
RENMTENTHE,

SE 3k
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