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Determination of morphine and O°-acetylmorphinein water environment

with liquid chromatography-tandem mass spectrometry
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1 JEHE

ARSCAFRTE T /K IREERE R AT O B 2 9k A e (000 52 7 ¥
ARSI F T /KRB i o R AT O B 2 gk i 35 B P L E

2 HEMsI A

N F SO P 2 SR I S R T | P TR BRSO b AN T D () R o o, 3 F R 1R ST A
A1 H I B IR ASSE T AR SR AN B IR 51 S, HEHTRA CEFEFTE MBS EH T4
S

GB/T 603 b7 a6 5 vk v B FH 1) 71) B il it P 1) %

GB/T 6682  43HT 52k = F /K AA% ARG 7 v

HI/T 91.1 57K I MEARINTE

DB43/T 2199 /K¥AEEr 12 Fhag i A HACHY . A DI bRic i s 772 2 0

3 EX

3.1

7KINEE  water environment

IR 4R H AR TR 0 AT A AL i b 23 (R A, 4 o8 N 25 [A] J n] B Rz sl Al 425
M) N\ AR AR (7K AR, TR DR ) &R B AR TR 3 A O ) A 2 DR 3R (R e A o AR SO R 7K 3R S5 4
FRATETG K TR AL H AR KR (R KRN 7K o

4 FERIE

) RE it R RN [EL S 2R A, B R B 2 il S R 28 1 A BUTE 2R [ AH ZE R ' 4, SR VUAH i
~EBIRFENE AT R, DAORBE I E) Cto) ANBTIEASALHE i3 AT e e, AR AR EAT E &
e

5 wFFneAl

5.1 R%
5.1.1 BREX

SEIG KR A GB/T 6682 AHOCHINE, BRIAEF AU, BB N A ai sl . AkriE o B A )
FIVEIECH],  7E A RS AR 1) 7 VR0, S8 4% GB/T 603 2 ML EHAT -
5.1.2 MHERT O°—BA Z R MEARvE VAR (o =1 mg/mL): W] FFRAEY) R H) B8 1220 SEA UEFRUETR T,

1
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A5 PR A 7R 42 o7 L R IS AR 4R B R P R () 2 S AN B R AT e B, T -20 Clbe. B, AR0HN 1
o

5.1.3  NMERT O°— B Z e g MEVE & AR UERE 4 VAM (0 =10 mg/L): AN ERD 0°— B 2, ok neh i i) s v V75 70
FHIEARE, WO IR EER 10 mg/L MIRERHEM AV T-20 Chbb. R, AN 6 MH,
I PR =, FFRA.

5.1.4 NHHERT 0°— B 2 RN e SRAR I R PR UEVER (0 =0. 1 mg/mL): W] ARy ot i ) Bl B 422 0 S 3IE
FRUEVE, A5 FH AR AR BT T i IF AR SR ARV BT B 4l FE AT SR BT ¥ 58, T-20 CHEs. HEHRME, H
RN 1 4R

5.1.5 MHER 0P 2, i MR A ST AR AR ST Co =1 mg/L): KA 0°—Bh 2, Jk i ki AR Y
PRPRE VR AR, O BRI N 1 mg/L MBS RN &AW, T-20 ClE. ERAZ,
BRI 6 A, RN NKE R =R, RS

5.1.6 MHER OB Z B R A TR AR EFRD (o =40 wg/L): KFRHERT 0B 2,k VR 47
RN BB TR, BCHSIREE A 40 v/l MRETAAIRERM, T 0 CT~4 C#ls, %
BRAE, AR 1A, SHNRKERER, RS

5.1.7 MHER 0 Z B R A TR PARE @ (0 =400 ng/L): KERHERT 0°— B 2, iy eV 27
AR A AR 25 T VT AR, OISR BTl 400 ng/L VR A AR AME TR, T 0 CT~4 Cilbs. %
HRAE, AR08 1AA, RN NKERER, RS

1.8 HIEE: i,

1.9 B g

1.10 WEKMR: g4l

11 R kg

1.12 5% R /KHEIA: BkEOKEHEE (5.1.8) LL5 1 95 AR LIRS,

1.13  10% HEEIEW: K HEE (5.1.8) HKLL1 D9 BRFRELIRS] .

1.14 0. 1% HE/KIER: KHER (5.1.11) FzKEL 1 1 999 AERIELIR AT .

1.15  WERRERGZ PR FREX 3. 024 g BERR A 4. 053 g BERRE 4, F 20 mL /K, VB2, 0~

5.1.16 5% HEVET: /48 (5.1.8) HsKLL5 95 AR LLIRS] .
5.1.17 HER-HFEE: ¥ 500 ul HEE (5.1.8) 5500 mL /KBS, FERMA Inl HE (5.1.11),

5.1.18 RHEE+LNE (1+1): BRrWEEMZlE (5.1.9) PL1 1 fEFR IR ST .
5.1.19 %A 4ifE=99.99%.
5.2 ¥l

5.2.1 il C18 SAHE RBGRAHGIEAE 3.0 mmX 150 mm, 2.7 pm R HABSERH:

5.2.2 [EAHARUR:: BT IEEAHA TS E S MCX 3ce/60 mg 80480, TELTIANSHAS
J9 HLB Direct Connect HP (2.1 mm I.D. X 30 mm L., 20 nm) BR&E&kK:.

5.2.3 JKRJEM: KifF0.45 nmBEL0.22 um,

5.2.4 HHLRIEME: K42 0.22 um.

6 UEFRFIREF

6.1 HIEREE.

2
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6.2 [EAHAEICERE.
6.3 HWIRAEH KA B ORI E
6.4 VRAH - = EPYZUA B BT G R FIFELR B A ZEUNVE I & AE LR SPE KARELHERE 20 1T &
48,

7 HRHERRE

7.1 HmRE

ARERRIFERD pH A/NT 2, NIRDINAIRERRR Y pH /8T 20 A FEARAE 3 RIAHEATHTALEE, DR
FERLT 0 C~4 CHAMTRAE, HIRAFRI T 3 R, WPKFEMARIRAE, HAE 1A HATER T
BSLZR AR AR i, REURAR J5 AR AR IS 70T, T 0 C~4 Clb. #ERAF, JHE 3
RMNTERIHT

7.2 HREE
7.2.1 BZ%EHHZEREGE

BREFE IR E w0, RS EAKRIERLSIE, BHER 50 mL, HIA 100 v L EERAR
WARMERR® (5.1.6), IRAIEHHATREAHZEE, EAHZERSHOL TR 1, FEHCGE SR v E Tk 4s
B 40 CWRAE R T, B 10% FEAMR (5.1.13) 200 nL E%, i 0.22 wm GHIERE, £,
PASEEG FH AR ZS FIRES, 2SR SRES RIS . 2D IRAbHE

#1 EEERFHSH

5 IR gl A (mL) JIE (mL/min)
1 bz ed i 4 3
2 bz ed K 4 3
3 b / 50 1
4 [ W FH it 4 2
5 Pl 5% K TR 1 2

7.2.2 FELZLEMZERCE

BRI E R SR, RRA . HAKRUER, FEH 10 L G KEE, A 0.5 mL BEERZE M
W (5.1.15), RS, #EFIR I 0.9 mL IE2I/KFE, HIA 400 ng/L FHR & MARH AR (5.1. D)
100 wL, WAJEZ0.22 wn AYLIEREIE, B TRESES, a0 DUSERGRACHZ AR, AR
SRR [F2D R,

8 NHTE

8.1 (NSNS EEMY

8. 1.1 B M AEROEAER S5 %A
a) FHiE: 40 C;
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b) iEhH A MH: 0. 1% FERKIE:
c) VishtH B MH: 2B
d)  ¥iiE: 0.4 mL/min;
e) FEE: 5 s
£ Velil: BEEEVRNL, BRI IR 2;
g) TR EE A,
h KGR 25 B,
i) BEFUR: HEBIEBE YR (BSD;
3) MEHERD OB ZEE N HE & AR AR e M. BB T AR e B A LR 3.
*x2 BEKEMRFERCEEERREY
B 1A (min) WENH A (%) WENH B (%)
0. 00 95.0 5.0
2.00 95.0 5.0
3. 00 85.0 15. 0
6. 00 45.0 55.0
7.00 15.0 85.0
10. 00 15.0 85.0
10. 10 0.0 100.0
13.00 0.0 100. 0
13.10 95.0 5.0
16. 00 95.0 5.0
R3 MHFMC-AZEMHRERRANFHENS. €88 FXIfiEsES &M
F5 H s HET (n/2) FEF (n/z) REREAE (V)
201. 0 40
1 AL e 286. 1
153. 1 45
I 201.0 40
2 M4 HE-D3 289. 2
153. 1 45
211. 0 30
3 0°— ¥ 7, i e 328. 1 FEE
165.0 40
211. 0 30
4 0°- . 2 TG - D3 331. 1
165. 0 : 40

. S TARFEREACEE, SHOTRAEEZE S, I5E AT PO R 1 5 U AL 2 et
8.1.2 FELEHEBEUBSELH

a) AElE: 40 C;
b) iBiAE A HH: 0. 1% HERKIE
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c)
d)
e)
)
g)

WaH B MH: 2

JiE: 0.4 mL/min;

Vel BREEVEMG, FREEGRNARIE LR 4;

BEFEE: 400 s

TELR B AH A S, MR A: 7K ZEHGH B: 5% FEZVAW:; FHGHK C: WER-FFEEW; %
B D: B+ (141); fELRMEIFHAE IR T IR 5;

hy - A7 EE T
TN U D e 4 93 VA SR E
3 BEFUE: EBIEE R (ESD;
k) AHERD O H Z PR HE K HTAR AR IR sE e B B R A AR AR LR 3.
x4 TELERRZERUEME SRR ZH
B 1E] (min) MBI A (%) WA B (%)
0. 00 95.0 5.0
5.00 95.0 5.0
6. 00 85.0 15.0
9.00 45.0 55.0
10. 00 15.0 85.0
15. 00 15.0 85.0
15.10 0.0 100.0
20.00 0.0 100. 0
x5 THLEHZENER
i) Cmin) %B&:‘:& A (%) _!_%EME B (%) AR C (%) ZERGR D (%) Jii# (mL/min)
0.01 0._0 100.0 0.0 0.0 3.0
2.80 0.0 _'130 0 0.0 0.0 3.0
2.84 0.0 100. 0 'S 0.0 0.0 3.0
2.85 0.0 0.0 i’ 150.—1 0.0 2.0
5.00 0.0 0.0 1(_)(;. 0 _! 0.0 2.0
5.01 0.0 0.0 0.0 -‘. 00.0 2.0
10. 00 0.0 0.0 0.0 100. 0 - 2.0
10. 01 100. 0 0.0 0.0 0.0 | ~ 2.0
15.00 100. 0 0.0 0.0 0.0 2.0
15.01 100. 0 0.0 0.0 0.0 0.5
20. 00 100. 0 0.0 0.0 0.0 0.5
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8.1.3 X&FiFIX

22 A8 A5 T 158 B 5 72 R P TR LK P RO €0 — = R DY AT R R B B SR AT A B o A R
BUEAZIE, DA RAL SR AL T e il 2% o

8.1.4 FrAEMZKESL

SRR R SR T K, ISR SRS S (5. 1.3), [l S M MERT 0°— B 2, Tk k(g vk i oy
1 ng/L. 5 ng/L. 10 ng/L. 50 ng/L. 100 ng/L. 250 ng/L. 500 ng/L, {EAAAELGIINEES, S8
i AT ERAE, S BIPRUE I ZRIAW, FRAES SRR 0T, TE SR AR B I ARG T A, S b v ph 2k

8.1.5 RHEM=H/NE

BURE 23 R i 2 015 2 s 4 ) A [0 PR A8 2 BT S A HE AT 5E

9 BRUAESRT

9.1 tE&s

TE SRRV R ATRE o F AR 55 AR ST A AR R O B IS TR RE B 28 5 X e T ARVEL, LA i 2 v H
PR -5 AR LA P AR 7 B 1 X W AR EE DR AR« Aot il e b F R 15 oI AR AR AT eV [l
A, ARRIERNETTRE . ARAEFE A o H AR BAH B AR € BB I AME, 2 A5 (D iR
HARYII & &

o =(Y —a)/b (D
A
o —— R EHARE S | FIBEIRE, ng/L;
—— A B AR5 A RN BRI B R I T AR L
—— 2P T R R A
b ——Z&MRENRE,

9.2 FERFTR

BIELERNT 100 ng/L s, £ A 80y BESRK T BT 100 ng/L I, HREHEEAL

10 FEEHRIESR

ATk HER - Wiss RN 0. 3 ng/L, E=MRY I ng/L.
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Mt & A
CERMED
MBEE (Morphine) A 0°-EAZEEMGME (0°-AcetyImorphine) R E SR MFRAT MRM ik
B EMRZERCE PG HEEFD 0°- 5 Z BT ME K H AR AARAY MRM & i [&]

Morphine: +ESI MRM Frag=150.0Vv CID@30.0 (286.1 -> 201.0) st-5.d

x10 2
1 3450
ol J
%10 2 Morphine-D3: +ESI MRM Frag=150.0V CID@30.0 (289.1 -> 201.0) st-5.d
1 3437
f
A
0! o

10 2 O8-Acetyimorphine: +ES| MRM Frag=150.0V CID@30.0 (328.1-> 211.0) st-5.d

%10 2 O6-Acetylmorphine-D3: +ESI MRM Frag=150.0V CID@30.0 (331.1 -> 211.0) st-5.d

SIK)
0
2 235 3 absunts (%)‘bs. Acquiéiﬁon Times(min) 53

A1 BEERRZEEUE R ADEERD 0°- B Z EAFS Rk R H SRR FIAREY MRM €2 1 [E]
TEL EHEZEBLE TR B HERD 0°- 5 Z BEAD ik R EL TR IFRAT MRM & i 2]

Morphine: +ESI MRM Frag=165.0V CID@40.0 (286.1 -> 201.0) st-5.d

x10 2,
0,
X102 Morphine-D3: +ES! MRM Frag=165.0V CID@40.0 (289.1 -> 201.0) st-5.d
1 7.??5
I\
N T S
X102 06-Acetylmorphine: +ESI MRM Frag=150.0V CI0@30.0 (328.1 -> 211.0) st-5.d
1 8.832
l
A
0 - LA
%10 2 0O6-Acetylmorphine-D3: +ESI MRM Frag=150.0V CID@30.0 (331.1 -» 211.0) =t-5.d
1 8.?\32
I
0- i i . . —
5 585 6 6.5 9 9.5 10

Coun?s (%) Vs.?ﬁgquisitiongﬂme (miﬁ)5

Bl A 2 7ELLERZEEUE R ISHER 05 Z BEAD Mk K ELARAK PO FRET MRM € 35 E






