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ERM T REF 31 #35 K B X FIFH AR A E R HHIRY
AR IE- RIS A

1 SEE

APRHERUE T PRI BA P25 K 3155 K JE FER R i PR ot S AR AR € -
H RIS (LC-MS/MS) A3 iyisml . ACEAIRRL . A 7 VE AR A A 45 PP S 0K

BRI F T I PRI B R R o5 R JE A 3 1RN S5 R JE SR A M ot S AR 0 5 1 5 7
ST, HEARA T SR E A3 IR S5 A JE SRS M ML ot S FA A 58 1 S g B T S IR

2 AsetsImAxH

BN S AT A S A R A AN AT D o P H R 51 SO, AGE B I RRASE B T A S0
JURAEHMIM 5 SCrE, HEdhiA CREEFTA e @At

GB/T 6682 43S 25 FH KBRS A58 5 vk

GA/T 122 B4 HT AR ARTE

3 ARIBRMEX
GA/T 12278 37 I ARAE Rl SG&E T A S0
4 [RIE

MR PR BARNE A NSRS, RO (il — R BB i (LC-MS/MS) #EAT R, 425
AT ERAE 2 ERE R AT INRE A S TR, DA BERS /8 5x AO DR B IS 18] AR =R R AT 52 1y
s DUE BRI AU RS, R WAREREAT € R .

5 i (UEFFAR

5.1 R

RS KRN FFEGB/T 6682KE B —H oK, it G E SR 4R
a) M. HPLC %;

b)  ZJE: HPLC Z;

c)  98%HIER: Rl

d)  OR%: Bk,

e) TNEH: il

£ FRHEVIBE R
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5.2

1) FREVIFAESW: TTEZF KR (Fentanyl) . EHIEIFKE (Norfentanyl) . FJZ5AKJE
(alfentanil) . Mk H #ZF KJE (Acetyl norfentanyl) . 3-H FEmMACIF KB
(3—methylthiofentanyl) . K-3-H &I KJE (trans-3-methylfentanyl) . a —FF#IF
KJE (a —methylfentanyl) . B —F¥23:Z5FKJE (B ~hydroxyfentanyl) . B —f23E-3-H I
ZFKJE (B ~hydroxy-3-methylfentanyl) . R CZFAKJE (thiofentanyl) . THF-F Fpifk
A, BRI Img/mL; L MEBE S KJE  [Mphenyl-1- (2-phenylethyl)
—4-piperidinamine, 4-ANNP]. 2 F K25 KJE (Norcarfentanil) « PNGEESS KJE (Acryl
fentanyl) . THEEZFAJE (Butyryl fentanyl) « BT HEZS K8 (Isobutyryl fentanyl)
XIS A Je (para—fluorofentanyl)  AF-95FKJE (para/ortho-fluorofentanyl)
cis=3— H 3 7% K J8 ( cis3-methylfentanyl ) . B - ¥ 3 & X 2% K B
(B ~hydroxythiofentanyl) . J&EEZSKJE (Valeryl fentanyl) X4 ] BE25 KJE
[para—flurorbutyryl fentanyl (PFBF) 1. 4-%. 3T Bt25 KB (4-Fluoro—isobutyryl
fentanyl) . BIFKJE (Ocfentanil) . PKMZFAKJE (Furanyl fentanyl) . FiZFAKJE
(Remifentanil) . #72FAKJE (Sufentanil) . RZFAKJE (Carfentanil) . HEE LEEZF
KJB (Methyoxyacetyl fentanyl) . IS KJE (Cyclopropyl fentanyl) . ZEEZF
KJé (Acetyl fentanyl) ARdESEMR, FIEWEEIN 100pg/mL; B TUKFE H A RIRAE,
TRAFI AN 12 AN H

2)  ARUEWIIR TAREWR: aEe b ot B IR BE IR AE TARISMEAM 5.1 £ 1D FridFriEd i
W BT . %, BT KRR, R 3N H

g WFRER:
1) AARER: T8 1. Omg/mL 25 K JE-Ds(Fentany1-Ds)F1 25 H13£ 35 K JE-Ds(Norfentany1-Ds)
P il (BB AE YD), BT UK R RIRAE, RIS 12 N H
2)  PIAR AR 560 A A L e R I P bR AR VA VA I 3 P b fids 5% Y Y P e 17
3. B, BTV, PRAFRTE 3 H.
h)  $REUAR:
1) 2mmol/L FHERAHIATR (& 8%, pH 5.3) : FREUHFREREGE R, AN 20mL, BT
ARGEAZ 250mL, FI 0. 1% ERYETE pH & 5. 3, B3 2mmol /L HY R 1A ViR
2)  PRHUATR: BUHFEE. CBEA 2mmol/L WIRREIER (1% 8% M, pH 5.3) EEMHMAMLL
HN1:1:5 KA.
R FNMT RS
AR L S LSRN
a)  AHETE- AR oA RS B IR (EST)
b)  HFAHTR: 4y FEEAE 0. Img;
c) Bl ERARXTE 0 ) 14100 X g;
d) R EIE LA
e) B K
£)  JEME: 0.22um;
g AUHBEA
h)  EBRE.
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6 HIERE

6.1 TEMSTH

6.1.1 #EmAILiE
6.1.1.1 RUEHSR
6.1.1.1.1 kit

B4 M sl /R 100pL, AER A 100ng/mLI A bR TAEE MR L0pL, T4 10s, DIABIRS Z2 i (pH. 2)
100puL, ZMRZMERO. TnL, #RJE30s, 9700 X gBLabmin. L EEAHAHE TonLE O S, 40°C FRT.
TINRBIAHA 200uL 3%, 9700 X g Labmin, HU_EIEWR100uL EREASHEA, B TE A 54T

6.1.1.1.2 ELHm

AR % FH 38 & 1 7K RN P BB R R IR S eI P IR BT S BY R 20 Imm B, FREX B R FE 11 20mg T-2mL
MEE Y, IPFEEREE, FEINE Ing/mLNARISEBOA R InL, RERRPTEE, 14000 X gB50rbmin, HX
EEW, 30, 22umE R, SRR BLRE MRS AT .

6.1.1.2 [RITHR
6.1.1.2.1 RS

P Eam (BRI 100ul W, —EAT AR, —mE 10ng/mL 1) 31 F25F KB I8
FEAVE D) S PR AR TAEAR 10ul, BCHIAR Ing/mL FIERINAE M, SRJEIEIE6. 1. 1. 1. 1 77k, SRS
AT AR
6.1.1.2.2 ELEHR

PRI A BAAE M 20me B 43, — A AE 9 ERE G, — 3 R IN100ng/mLE317h 55 K JE B ks thid 4
iR bR TAEMR10pL, #1150, 05ng/mgdSINkEdh, SRJEHIE6. 1. 1. 1. 20735, 5 RMFEM-FAT#AE.

6.1.2 {XEFHEM

6.1.2.1 NEEH

6.1.2.1.1 RIAGEIEEMN
VBOR C T S AR LA -

a) faifAE: Acquity TM UPLC HSS Ts (100mmX2. lmm, 1.8um) (E{HAMZERAE)

7E: Acquity TM UPLC HSS ToH A3 Ewaters AR~ MM M4, HHX—EERAT I ERFHERERE, IF
AR FIRFZT= S AN T o 0 A A5 007 LG A R R R, 00 AT A PRk e 55 A=

b)  ViEhAH: FEhAH A A 20mmol/L ZPFREEZZMIETR (& 0. 1M R 5% M) WshiH B A LM
KHABEEEBER, Hh VR HAE P LR 1

c) Viik: 200uL/min CEGE HRE)

d) AR =il

e) HFEE: 5.

FE: ATARYEAS R ES ) SR LA T VR € A 1 T
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=1 BERRIER

i} ] TBNAE A JBNAH B
min (%) %)

0 85 15

4 72 28

5 72 28

10 70 30

13 55 45

13.5 5 95

14.5 85 15

16 85 15

6.1.2.1.2 JRi%&EMH

Ji i S LA

a) BEFUR: FEMES R IR R (BST)

b) AT 2 BRI IRV

c) BTIERHEE(S): 5500V;

d) Al (CAD) « A7 (CUR) « FAS (GS1) « 4B (GS2) B a8, A6 T 1 &<
2 DU 5 i R ORE 2k B Al 25K

e) AiEHE (DP) . Allf#[E & (CE) ML Z et R T .

S TR AR RO () SEBR A BLHEAT R 4% 1 8

7E6. 1. 2. 1 116, 1. 2. 1. 2 il AT B 25440 1 5 1R S5 JE ST 1 M I K S AR U 20 R P o 1)

EPEE T BRI R R (A W22, 3R H AR MR E 1% B 22 LB SRA

®2 3 S AREIFHEEIREEREY. AREEGES KA R ERTE

S BEY | BWAET LFEH R fill4i B & %%ﬁ@ .
m/z m/z I eV min

FRJE 337.2 |188.3 * 50 35 8.51 Fentanyl-Ds
CAS: 437-38-7 104.9 50 51
FHEIFKE 233.1  [84.0 ° 40 29 3.93 Norfentanyl-Ds
CAS: 33794-42-2 55. 2 40 44
Fif 55 8 417.3 268.3 ° 40 25 7.87 Fentanyl-Ds
CAS: 71195-58-9 197. 1 40 35
S YN 323.2  [188.1 ° 50 35 6.43 Fentanyl-D;
CAS: 3258-84-2 105. 0 50 50
LBEEFEITR)E 219.3  [84.0 ° 30 24 2.41 Norfentanyl-Ds
CAS: 22352-82-5 56.0 30 40
LB AR 281.1 [188.1° 45 23 9. 62 Fentanyl-D;
CAS: 21409-26-7 105. 1 45 40
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*2 (8

Sl R TN 335. 188. 50 29 8.10 Fentanyl-Ds
CAS: 82003-75-6 105. 50 41

T KB 351. 188. 40 29 11. 46 Fentanyl-Ds
CAS: 1169-70-6 105. 40 45

FTHIFKR 351. 188. 45 35 10.99 Fentanyl-Ds
CAS: 119618-70-1 105. 45 60

b LA N 369. 188. 50 30 12. 56 Fentanyl-Ds
CAS: 244195-31-1 104. 50 50

X% T B KJe 3609. 188. 50 35 12. 26 Fentanyl-Ds
CAS: 244195-32-2 105. 50 60

Xf /S-S5 K e 355. 188. 45 35 9. 65 Fentanyl-Ds
CAS: 90736-23-5 104. 45 50

B —FEIMAIFRKE 359, 191. 45 34 6.01 Fentanyl-Ds
CAS: 103963-66-2 146. 45 32

Jifi-3-F 355K Je 351. 202. 40 32 10. 85 Fentanyl-Ds
CAS: 42045-86-3 105. 40 52

VN B 375. 188. 45 27 9. 41 Fentanyl-Ds
CAS: 101345-66-8 105. 45 50

WIFKJE 371. 188. 50 32 6. 41 Fentanyl-Ds
CAS: 82003-75-6 105. 50 56

#FIFR e 387. 238. 50 26 13.03 Fentanyl-Ds
CAS: 56030-54-7 355. 50 25

Hii 55 K Je 377. 228. 50 26 5. 54 Fentanyl-Ds
CAS: 132875-61-7 112. 50 40

A AL 363. 247. 45 30 4. 40 Fentanyl-Ds
CAS: 132539-07-2 112. 45 41

Y E] 395, 335. 45 26 11.49 Fentanyl-Ds
CAS: 59708-52-0 246. 45 30

FHIERIFRE 291. 142. 40 23 4.53 Norfentany1-Ds
CAS: 72996-78-2 113. 40 40

Y YN 365. 188. 40 34 13.88 Fentanyl-Ds
CAS: 122882-90-0 105. 40 60

LI WAL SN 353. 188. 100 30 5.95 Fentanyl-Ds
CAS: 101345-67-9 105. 100 55
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F2 )
b2 NTS] L RS NS 349. 188.2 ° 50 32 9.87 Fentanyl-Ds
CAS: 2088918-01-6 105. 1 50 55
B —FEH-3-HEIF K2 367. 200.1 ° 45 34 8.75 Fentanyl-Ds
CAS: 78995-14-9 218.1 45 31
B —FAHE-SF KB 353. 204.3 * 50 30 6.53 Fentanyl-Ds
CAS: 78995-10-5 186. 0 50 33
-3-HEZFRE 351. 202.2 ° 45 31 10. 37 Fentanyl-Ds
CAS: 42045-86-3 105. 1 45 55
a -FFEZFRE 351. 202.0 * 45 30 9. 85 Fentanyl-Ds
CAS: 79704-88-4 119.2 45 35
S-FEMMAZT K8 357. 208.0 * 50 30 9. 58 Fentanyl-Ds
CAS: 86052-04-2 111.0 50 50
fin 25K Je 343. 194.0 ° 45 30 7.52 Fentanyl-Ds
CAS: 1165-22-6 111.0 45 50
THF-F 379. 188.2 ° 45 32 6. 82 Fentanyl-Ds
CAS: 2142571-01-3 105. 1 45 60
Fentanyl-Ds 342. 105. 2 50 35 8. 50
Norfentanyl-Ds 238. 84.0 45 28 3.92
a NERBE TR,
6.1.2.2 #H

PG A 2 ERE S AT AR SR BURL  1%6. 1. 2. LR AR RERE 2 AT

6.1.2.3 gk

O ASFE S B AR AT BE B I ) PR B I (8] B X R L
6.1.2.4 FEMFIEIKIE

CLOR BN T) . o Rp AL B4 P 2 U MR S 2 B2 BT DA 2 P W K 3
A SR G ot AR RS R S ) E i e, R B I 1) 5 AR TR ot PR AR HE ) 5 ) €
T R B I (] LUAS, AR ZAER2. 5%, HEVERS 1 X £ R L SR AR AR ANRE fh 1 B TR 2

FART IR ZE AN R 3R E (T B, U] S iy S A P A7 A A AR

*3 ANBETFXNFEEENSEARIFENRE

AN E ()

HXES T XT R L

>50

>20~50

>10~20

<10

FEVFRIAR 1R %

+20

125

+30

+50
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6.2 FEENM
6.2.1 SHFEE
K F A b= A R A = B RS IV e 0 AT
6.2.2 #EmAitiE

FEHL (BRFRE AR S IR/ JRAE100ul (BB K 20mg) Py, 3%6. 1.1. 1.1 (86. 1. 1. 1.2) H1
JiEHEAE .

UM [EI LT 2 ERE S 0, WS INiE & HARY), 1S R BTEIRIE (FTES 8D BUR f i EiRE
UREED BIRIFES, 5RMHRERPATEE . 55 A SRR 2 WL %B.

FAFRES R BRI R IR (RS ED MNAE TR L EIaE AN . BH SRR (AR
SO EINEESES, RAFES T BRI EIRE RESED N ZREKRE RESE0D 1+ 50%
Mo

6.2.3 UM
6.2.3.1 {NBE&EH

IR RITF 6. 1. 2. TR,
6.2.3.2 it

N2 73 G SEAERE df . R B EIR L R 240 IS IRE il B s BROEIR L. (s K0 IR i
6. 1. 2. 15 RE 0 Hr e

6.2.4 BR5IHE
6.2.4.1 EAXEX

PGSR i RANFURIREE (TR E0 RS IRR B0 R SRR L. 5t 70 H0 AR dh
HAR) K W bs e AU e, SR e TS &

6.2.4.2 Wir-T{EIZE

FERIIFERE (RSO M, S OAHE P55 W bRE B85t I AR EL (1) g Ak
bRy HARYIREIRE RESED (O NRARSREATENERIA, BAMETTE.

AR A it H AR e AR E B8 7o AU T AREL, #2030 (1) TH S0 SRRl b FARM I BRI B
(JREDED -

A

C——Z&AERE S b EARP A0 5T B B2 (B 2050, BN e fE T (pg/mL) BR4N 50 A 2 50 (ng/mg) 5
F—Z AR E AR5 P R T RV T AR L
A Sk )5 R A

b srmRE.
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6.2.4.3 B EiKIEX

AR A A S AT AR Al P H AR S A b Bl 1 i AR, 42T E R s P E
PRI (BRESHD -

2
C——Z AR it B AR 0 ik B B 280, A e B2 T (ng/mL) 54N 58 6222 58 (ng/me) 5

A——ZAFFE S R H AR AR ) 06 T AR LEAE s

A——R IR R B AR R 0 0 T AR LA

c WIEES BRI ERE JRESED , BAAM S 2T (ug/nl) 590 e &=
(ng/mg) »

6.2.5 HHEHEMNEE
SAFRE S RIS AT I E W4y, OURE AR A 22 45 2 3 (B) T 5

RD = |Cl(_3702|x100% ............................................................ ©)

VLR

RD—FFHHZE (%)
Cv C—— R RAEFER AT ERNE R R EIRE (FESED , BACAHEEZ T (ug/mL) BL4H
w2 (ng/mg)

C—— A A RE R AT 5 B TR RS0 I (C+Co) /2, SRR i e e 2Tt
(ng/mL) L4 7 %= 57 (ng/mg) -

7 SIREREMN

7.1 EMDWEREN
7.1.1 FAMEERTEN
[ PE 25 B 45 -

a)  WURSEAERE M U Y A AR SF A JE-Ds ML FZFRJE-Ds, RAGHY 31 Al HARYIRLSY, AR dh
sz 31 R SF A JE FSHAE RS E D S 2y B PR £ R T 5

b)  WURZEAERE M ARG A AR SF A JE-Ds ML FSF R JE-Ds, BASINAEdh PR Y 31 Fh K fe
WSS E IS Ry, MBI PESE RANATSE, Nid% 6. 1 HFTGR

7.1.2 PEMZLERITEMN
BH 4 &5 SR 4 -
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a)  WERZEAFRE AR 31 FPSE K e SO A VEA ot ) — b sl R B R R R T,
KRS SUE T
b)  WIREEREM IR EIAYE, WIFHPESSRA SE, Ri% 6. 1 FHK
7.2 EEDHERITMN

P 3 SEAERE il AR N A ZE AN 20% SIS A ANERIL30%) I, S5 SZ PR SRR i i 1 T2y
(=N SOV IVA: & T
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M & A
(ERHEMR)

Inte nsity, cps

Intensity, cps

Intensity, cps

Intensity, cps

31 FF KR RIBHEEI R R ARSI RS TR EE

BURN S R JESEHREAE D o7 S AR R O T, LKA 1.

2.0e4
1.8e4
1.6e4
1.ded
1.2e4
1.0e4
8000.0
6000.0
4000.0
2000.0

8.51

Fentanyl

1590,

15.29

0.0

9552
9000

8000
7000
6000
5000
4000+
30004
2000
1000

1.58

30

8.0 70 8.0

90 10.0

Time. min

Norfentanyl

e

12.67

14.56 1582,
S

M
0

22e44
2.0e4
1.8e4+
1.6e4+
1.4e44
12e44
1.0e4+
8000.0
6000.04
4000.0
2000.04

40

‘ Lo ‘
6.0 70 o 80

90 10.0 11.0 120 13.0

Time. min

Alfentanil

14.0

1465 15,63

0.0
0.0
24ed
2.0e4+
1.5e4
1.0e4

5000.0

3.0

6.0 7.0 8.0

6.43

9.0 10.0 11.0 12.0 13.0 14.0

Acetyl fentanyl

15.0

15.19

10

3.0

40

50

8.0 70 8.0
Time, min

9.0 10.0



Intensity, cps

»
o
Q

£ 6000.004

Inten

Intensity, cps

55004
50004
4500
40004
35004
30004
25004
20004
1500
1000

5004

1.69 374414 4g5 575 721 92 965

Acetyl norfentanyl

audly

10,04
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12.67 1393 12.94..

1444
e e Ji\fv\f\nwul/\ml\f\kﬁ

11.58

0.0

1.19e4

1.10e44
1.00e4 4
9000.004
8000.001
7000.00

5000.00
4000.00
3000.004
2000.00
1000.004

10

! . Y TYN TN Y A [ ‘
40 50 6.0 7.0 80 9.0 10.0
Time, min

9.62

1.0 120 130 140 15.0

4-ANNP

L]
0.00
0.0

14e4

1.2e44

1.0e4
8000.0
6000.0
4000.0

2000.04

10

Time, min

810

Acrylfentanyl

1527

147

00

20 30 40 50 6.0 70 80 90 100
Time, min

1.0 120 130 14.0 150

11
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1148

10.98
2o Isobutyryl fentanyl Butryl fentanyl

2084
15.50
1.5e4 |

1.0e4+

Intensity, cps

5000.0

L
0.0 v T T f T . T T 3 f T T
00 10 20 30 40 50 6.0 70 8.0 9.0 10.0 1.0 120 1

Time, min
12.56

4-F-isobutyryl fentanyl =~ 122

3.0ed+

2.5ed
2.0ed
1.5e4

1.0e4+

PFBF

Intensity, cps

5000.01
~13.51 15.64

0.0 T ¥ T T T f T T
0.0 1.0 20 30 4.0 5.0 6.0 7.0 8.0 9.0 10.0 1.0 120 13.0 14.0 15.0

Time, min

29e4 9.65

25e4 para/ortho-fluorofentanyl

2.0e4

1.5e4

Intensity, cps

1.0e4

5000.0
16.86.,

14.71
y W
00

0.0 1.0 20 30 4.0 50 6.0 7.0 8.0 9.0 10.0 1.0 12.0 13.0 14.0 15.0
Time, min

6.01
1.20e44

1.00e4 [-OH-hydroxythiofentanyl

8000.00

cps

6000.00+

Intensity,

4000.004

1550

200000
1433 14.91

W
0.00 = A
00 10 20 30 40 50 8.0 70 80 9.0 100 1.0 120 13.0 14.0 150
Time, min

12



Intensity, cps

Intensity, cps

Intensity, cps

Intensity, cps

SF/T 0066—2020

2.7ed
2.5e4

20e4 [-OH-fentanyl

6.53

154 /

1.0ed+

5000.0

L
0.0 T v T T T T T T ¥
0.0 10 20 3.0 40 5.0 6.0 70 8.0 9.0 10.0 1.0 120 13.0 14.0 15.0

Time, min

2064 trans-3-methylfentanyl 10

1.8ed
1.6ed4

1.4ed

cis-3-methylfentanyl

12e4

1.0e4
80000 ] a-methylfentanyl

6000.0 \‘

400001 =
2000.0 122 2% sa 13

15.48

1126 12.20 1339 14721927,
sode

0.0 T T T T T T T t y T T t T T T
0.0 1.0 20 30 40 50 6.0 70 8.0 9.0 10.0 11.0 12.0 13.0 140 15.0

Time, min

8501 958

8007 3-methylthiofentanyl

7000
60004
5000+
4000+
3000 » 1547
2000+

10004
1.02., 2.60 598 1 1A1 4

00 10 20 30 40 50 5.0 70 80 90 10.0 110 120 13.0 140 150
Time, min

4.4e4 9.41

40e4] Furanyl fentanyl
3.5e44
3.0e4
2 5e44
2.0e4
1.5e4
1.0e4

5000.04

0.0 10 20 30 4.0 50 6.0 70 8.0

13
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Thiofentanyl
1leH y
&
2
g 0% (1N
= g e

—_—
_—
—

6.82

2.0e44
1.5e4 4
15.59

15.46.

Intensity, cps

3.3e4 6.41

304 Ocfentanil

2.5e4
2.0e44

1.5e4 4

Intensity, cps

1.0e4 4

5000.0 -

Lt
0.0
0.

87 -OH-3-
2065 48l B-OH-3-methylfentanyl

cps

Intensity ,

=
—
.
—
~>
=
T2
==
-
—
ey
=
(=1
=
—
=
=
—
=1
=
—
=
e
—
~—
—
e
=
—_
—
-
-
—

Tme,min

14



Intensity, cps

Intensity, cps

Intensity, cps

Intensity, cps

1.7e4
1.6e4

1.4e4

1.2e4

1.0e4

8000.0

6000.04

4000.0

2000.0

Sufentanil
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13.03

L
0.0

0.
6451
6000
5000
4000
3000
2000

1000+

20 30 40 50

80
Time. min

60 70

Remifentanil

90 110

15121535

1389 14.86.

A A

8551
8000+

7000

60004

5000

4000+

30004

2000

10004

20 50

4.40

80
Time, min

60 70

Remifentanil acid

st po il

11.0 12.0
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4350 453

4000 .
Norcarfenatnil

35004

3000
2500

2000

Intensity, cps

1500

10004 1.58

5001 g7 114 A 31 401 11,69 13.11 1462, 15.35- 1971
" il AT , ‘ 2 PR | AMah s A

00 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150

Time, min

5 Bed 13.88

5.0e4
4504 Varlery fentanyl
4.0e4
3.5e4
3.0e4
25e4
2.0e4
1.5e4
1.0e4
SDDD.O.
0.0 T t T T T T

00 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150
Time, min

Intensity, cps

2.4e4 55
2004 Methyloxylfentanyl

15e4

1.0e44

Intensity, cps

5000.0

14.65

12.28 12.84 13.45

L
0.0
0.0 10 20 30 40 50 6.0 70 80 9.0 10.0 11.0 12.0 13.0 14.0 16.0

Time, min
2.9e4

25041 Cycloproylfentanyl

2.0e4

1.5e4

Intensity, cps

1.0e44
1579

5000.04
15.52.

0.0 10 20 30 40 50 6.0 70 80 9.0 10.0 1.0 12.0 130 14.0 150
Time. min

I EEMRWE: A0. 5ng/mL; F&0.0lng/mg.

BA. 1 31 S KERFTHEHEEYREERHINRIE T RIEE
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Mt & B
(FERMMEMR)
B EF A MR

B.1 fAigtFmry TIErL

PRI dh IR 2 A T REAN 2 PEVE TR KB, 1o

*RB. 1 KRGS IERMZETEE

B4 AR Gl FRAH
ng/mL R’
5 KJe 0. 20-40 Y=0. 20169x+0. 01422 0. 99277
2RI R 0. 20-40 Y=0. 10005x-0. 03919 0. 99481
R[5 K Je 0. 05-40 Y=0. 43211x-0. 00295 0. 99353
V% N 0. 05-40 ¥=0. 22565x-0. 00133 0. 99299
T E SN 0. 20-40 Y=0. 04706x+0. 00741 0. 99509
ZABEESF KB 0. 05-40 Y=0. 26659x-0. 00528 0. 99489
[ 2 N A 0. 05-40 Y=0. 29947x+0. 00020 0. 99003
TSR e 0. 05-40 Y=0. 48723x+0. 00348 0. 99269
s TR 0. 05-40 Y=0. 16873x+0. 00110 0. 99247
X9 T WS K 8 0. 05-40 Y=0. 49812x-0. 00176 0. 99190
45T Mor R Je 0. 05-40 Y=0. 49564x-0. 00300 0.99144
XA KB 0. 05-40 Y=0. 29475x-0. 00161 0. 99664
AW-FIF KB 0. 05-40 Y=0. 13152x+0. 00778 0. 99622
B IR E 0. 05-40 Y=0. 10482x+0. 00037 0. 99337
Jigi—3- 25K Je 0. 05-40 Y=0. 07344x+0. 00025 0.99014
kIR 25 K 8 0. 05-40 Y=0. 40674x-0. 00510 0. 99056
WIFKJE 0. 05-40 Y=0. 26799x-0. 00215 0.99315
#F55K 8 0. 05-40 Y=0. 41587x-0. 00092 0. 99231
45 K JE 0. 05-40 Y=0. 10247x-0. 00002 0. 99202
REKR)E 0. 05-40 Y=0. 17089x+0. 00080 0. 99790
ZHERIFRE 0. 20-40 Y=0. 12789x-0. 00040 0. 99251
I3 N 0. 05-40 Y=0. 10341x+0. 00091 0. 99331
FE LB R e 0. 05-40 Y=0. 13163x+0. 00434 0. 99620
ENGE-Z N 0. 05-40 Y=0. 24871x+0. 02076 0. 99495
B —FRI-3-HHZF R B 0. 05-40 Y=0. 04494x+0. 00557 0. 99383
B —#HE-2FNe 0. 05-40 Y=0. 35959x+0. 00195 0.99343
R-3-FESF K8 0. 05-40 Y=0. 15269x+0. 00102 0. 99489
a ~HEIFRE 0. 05-40 Y=0. 13149x-0. 00557 0. 99377

17
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X B.1 (5
3-FEmMAZT KRB 0. 05-40 Y=0. 55576x-0. 00422 0. 99630
A K8 0. 05-40 Y=0. 35314x+0. 00598 0. 99381
THF-F 0. 05-40 Y=0. 21257x+0. 00007 0. 99596

B.2 (REHEREIIEAEME . W, BRI R

PRSI VERETRE . R RO AN i R WL RB. 2.

W®B.2 REHEFRINRERE. BEE. OWEMERYE

AN E D ()

. H
b5 PRI A e W | R | A
=6 =24
0.5 5.78 12. 89 98. 02 90. 27 95. 60
5K 5 5.16 9.11 92. 05 94. 07 91.20
30 8.80 7.64 105. 76 92. 24 94. 55
0.5 10. 83 10.91 104. 59 85. 75 85. 06
ZHEIFRE 5 3.21 8.75 106. 76 83. 79 92.29
30 2.48 7.97 96. 88 73.60 96. 82
0.2 4. 44 10. 34 88. 36 89. 52 104. 81
Rl 25K Je 5 5.13 6.17 93. 38 93.81 94. 10
30 5.80 5. 41 95. 60 94.79 99. 69
0.2 7.36 14. 11 95. 95 88. 29 93.01
V% N 5 3.80 7.26 88. 11 87.76 85. 70
30 5.97 8.85 114. 09 91.26 98. 60
0.5 8.01 14. 31 101. 76 74. 38 92.74
LRI RS 5 2.39 7.30 97.94 81. 42 94. 45
30 3.88 10. 00 100. 22 72.09 97. 36
0.2 3.02 14. 24 110. 58 101. 20 100. 41
ZAEESF R 5 11.25 8. 08 87. 69 101. 54 102. 78
30 9.94 9.71 114. 68 96. 67 102. 68
0.2 4.18 14. 24 100. 99 85. 35 88. 02
IS YN 5 3. 44 8. 08 111.99 89. 31 96. 16
30 4.24 9.71 108. 29 97. 04 92. 39
0.2 4.22 8.96 90. 46 93. 57 96. 49
T KRB 5 6. 27 6. 06 98.43 90. 30 97. 52
30 4.56 6.24 94. 86 94.76 87.92
0.2 5.28 9.95 90. 28 95. 67 99. 55
ST A 5 4.74 7.84 99. 81 91.15 87. 54
30 4.32 9.02 98. 85 95. 67 86. 02

18
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X B.2 (5
0.2 8. 40 11.26 91. 37 98. 58 106. 06
- T SRR e 5 4.57 9.61 99. 80 88. 24 103. 14
30 5.38 11. 46 98. 57 90. 89 104. 48
0.2 5.26 11.17 91.45 99. 73 99. 07
4= 5 T 5F K8 5 5. 39 9.76 100. 00 88. 05 92. 95
30 3.55 10. 20 100. 52 91.50 89. 05
0.2 11.31 10. 29 103. 69 99. 22 95. 28
PO A A 5 10. 34 7.80 94. 21 93.61 94. 60
30 11.92 9.15 114. 27 94. 57 97. 49
0.2 7.53 8. 36 100. 50 87.92 97. 82
RIS A N EA 5 6. 56 5. 92 107. 15 98. 11 96.29
30 11.48 8.23 104. 55 103. 11 97. 82
0.2 8.76 11. 44 93. 61 97.26 96. 42
B IS RE 5 5.23 6. 77 95. 22 90. 28 92. 27
30 3. 64 10. 86 91.48 98.23 93.95
0.2 10. 27 10. 23 93.73 98. 14 86. 05
Jii-3-F B 25 K8 5 9. 47 7.69 96. 50 100. 15 88. 08
30 4.12 7.72 98.91 94. 21 98. 69
0.2 5.79 12. 14 96. 41 92. 87 89. 40
UNLEEA Y 5 7.94 8.70 95. 56 96. 23 91.79
30 7.24 9.99 109. 41 98. 21 97. 27
0.2 5. 41 8.31 88. 26 99. 81 99. 26
WIFKJE 5 4. 48 6.57 93.08 94. 84 89. 30
30 3.59 8.55 94. 25 92. 86 99. 22
0.2 4. 64 10. 65 91.74 98. 77 89. 12
#7455 K 5 5. 29 8. 26 93. 30 87.70 88. 84
30 4.97 9.64 101. 34 99. 56 93.11
0.2 3.88 9.90 91.96 87. 67 96. 69
HiZy K e 5 5. 77 13.71 91.57 98. 34 81.88
30 5.00 8. 40 103. 03 93. 69 98. 45
0.2 8.45 12. 30 92. 97 90. 16 76. 45
RIERE 5 4.76 7.12 94. 26 86. 50 94. 27
30 3.89 8.71 95. 49 100. 53 94. 96
0.5 10.83 10.91 104. 59 85. 75 90. 43
ZHIERIFRE 5 3.21 8.75 106. 76 83.79 90. 87
30 2.48 7.97 96. 88 73.60 84. 05
0.2 8.31 7.79 98. 57 97.72 93. 31
% N 5 6. 70 12. 64 89. 53 95. 81 94. 90
30 9.09 11.10 103. 54 86. 47 84.16
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X B.2 (4
0.2 4.35 8.30 89. 37 95. 72 113.32
CHE WA AN 5 4. 04 5.03 93.73 98. 18 109. 39
30 3.38 6. 56 96. 71 102. 54 105. 01
0.2 3.92 8.94 86. 66 90. 62 103. 87
ENLE=Z Y N 5 4. 74 6. 12 105. 13 98. 10 107. 93
30 7.11 6. 78 105. 60 99. 00 93. 75
0.2 11. 04 9. 29 88. 54 99. 22 96. 01
B —FRE-3-HEZFRKE |5 3.80 6. 76 100. 08 99. 46 93. 46
30 10. 61 7.96 100. 82 102. 81 100. 10
0.2 11. 28 8. 52 88. 54 91.35 93.12
B -5 K 5 9. 87 6.75 91.01 84. 05 99. 62
30 9. 54 6. 96 96. 33 101. 39 91.96
0.2 13. 54 8. 59 95. 52 80. 64 67. 95
-3-HEZF R e 5 10. 27 8.61 100. 46 93.51 107. 36
30 6. 09 11. 54 112. 61 100. 55 99. 25
0.2 12.58 8.99 94.51 98. 38 86. 87
a -FEIFRE 5 3. 64 7.22 103. 95 94. 96 96. 88
30 7.04 9.00 108. 08 103. 22 98. 92
0.2 11.76 12. 27 96. 42 99. 22 96. 33
-FEMMAZTKe 5 6. 03 9.97 96. 08 99. 46 92. 14
30 9. 22 15.74 92.63 102. 81 95. 52
0.2 5.96 18.79 94. 63 91.35 100. 46
SR8 5 6. 28 11.43 107. 70 84. 05 112. 61
30 7.13 11.43 107. 70 101. 39 87. 40
0.2 7.12 10. 25 91.75 80. 64 94. 51
THF-F 5 6. 58 6. 28 90. 79 93.51 103. 95
30 9.87 10.76 85. 60 100. 55 108. 08
B.3 EXMMMIT{EihZk
B R e B 1 T FE AN 14 Y ] WL3KRB. 3.
#+<B.3 EAMHRZMHIEMZ MR
HEE Q*nrg*/fg R HREH
K Jé 0.002-2.5 y=0.00243x+0.00006 0.99672
ZHESFNE 0.005-2.5 y=0.00249x+0.00012 0.99461
F25 K Je 0.002-2.5 y=0.00235x+0.00216 0.99417
SR e 0.002-2.5 y=0.00172x+0.00205 0.99541

20
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X B.3 (42
k2R EZF K8 0.005-2.5 y=0.00266x-0.00285 0.99204
ZNBESF B 0.002-2.5 y=0.00169x-0.00106 0.99664
[ 2 N A 0.002-2.5 y=0.00164x+0.00072 0.99698
THESFRJE 0.002-2.5 y=0.00213x+0.00100 0.99481
s TR e 0.005-2.5 y=0.00194x+0.00203 0.99566
- T BESE K e 0.005-2.5 y=0.00209x+0.00050 0.99606
4-F-o¢ ] WESF K8 0.005-2.5 y=0.00173x+0.00023 0.99688
Xof -S5O B 0.005-2.5 y=0.00151x-0.00028 0.98069
B-F BT KB 0.005-2.5 y=0.00041x+0.00020 0.99740
Jifi-3- 325K Je 0.005-2.5 y=0.00147x-0.00024 0.99636
WRIEZF K8 0.005-2.5 y=0.00243x+0.00709 0.99379
WIFKJE 0.002-2.5 y=0.00271x+0.00234 0.99345
IR e 0.002-2.5 y=0.00236x+0.00121 0.99618
25 R Je 0.002-2.5 y=0.00062x+0.00012 0.99564
bR NN 0.005-2.5 y=0.00020x+0.00024 0.99606
RIFRJE 0.002-2.5 y=0.00098x+0.00033 0.99648
ZHERIFRE 0.002-2.5 y=0.00018x+0.00093 0.99499
B SE K e 0.005-2.5 y=0.00251x+0.00265 0.99686
LI WAL SN 0.002-2.5 y=0.00224x+0.00752 0.99222
HREIF R 0.005-2.5 y=0.00223x-0.00015 0.99537
B-F2HE-3- R ZF K 8 0.005-2.5 y=0.00048x-0.00103 0.99788
B-F2 25K e 0.005-2.5 y=0.00056x-0.00094 0.99776
R-3-F SRR e 0.005-2.5 y=0.00202x-0.00499 0.99710
- FR LS K e 0.005-2.5 y=0.00175x-0.00335 0.99744
3-FILmARSE K e 0.005-2.5 y=0.00074x-0.00121 0.99756
AR 0.005-2.5 y=0.00127x-0.00217 0.99676
THF-F 0.002-2.5 y=0.00229x-0.00457 0.99379

B.4 EXLXMMMGEEMRE. BEE. EWRERMERYN

BRFESBERGHE « AR RIS AN 5 RN WARB. 4.
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W®B. 4 ERHFMNEERE. BEE. OREMERYE

AT I (%)

R
H 54 Ji 53 #0 ng/mg Al R A TR Ell&s BT
n=6 n=24
0.01 8.11 8.28 108.36 100.46 104.87
K Je 0.5 5.44 5.35 103.27 96.97 101.19
2 2.70 4.86 99.84 97.70 99.98
0.01 4.88 8.13 105.92 98.20 111.70
ZHHERIFNRE 0.5 5.01 4.61 101.23 93.21 103.76
2 4.61 3.86 100.38 95.65 98.65
0.01 6.52 7.48 104.70 97.03 100.10
Rl 25 K Je 0.5 6.50 4.82 106.06 99.66 102.79
2 3.99 3.83 101.36 102.63 101.39
0.01 8.36 6.21 105.54 97.55 103.15
VA N 0.5 3.95 5.79 109.51 96.61 102.58
2 3.18 4.59 101.21 98.68 102.23
0.01 8.34 7.72 99.25 101.71 99.71
N E e S N 0.5 4.86 4.70 101.53 93.61 99.77
2 1.85 4.49 99.05 96.45 95.73
0.01 6.12 6.52 96.39 0.00 0.00
ZAEESF R 0.5 2.85 6.29 107.11 91.27 106.65
2 4.85 6.45 107.41 99.27 101.22
0.01 6.74 6.74 98.45 98.98 114.60
PRI ST KB 0.5 3.48 4.70 106.38 93.67 105.55
2 5.90 4.19 100.99 102.38 99.80
0.01 4.24 6.86 102.39 102.92 114.55
THESF KB 0.5 0.80 3.43 103.22 96.50 98.36
2 1.69 3.37 104.62 0.06 98.65
0.01 5.93 6.56 101.87 98.95 114.22
Sl N 0.5 3.27 7.74 102.89 97.26 100.38
2 5.02 4.92 105.05 97.08 101.39
0.01 6.42 5.87 100.86 103.92 108.46
-9 T BESE K e 0.5 5.46 5.70 99.79 98.49 98.53
2 5.19 4.90 103.77 103.56 99.17
0.01 9.62 9.12 102.76 104.27 111.47
4--5 T T SF R e 0.5 2.26 6.17 103.51 98.45 98.22
2 4.98 6.10 104.88 101.86 96.58
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X B.4 (52
0.01 4.25 6.21 100.51 105.55 112.99
X 14R-- 3857 K JE 0.5 5.25 4.73 102.36 98.79 102.58
2 5.61 5.10 101.83 100.99 98.98
0.01 7.94 6.80 100.45 97.56 93.53
B-FR AT KB 0.5 4.71 6.10 98.55 97.11 87.96
2 7.47 7.79 98.42 94.89 93.94
0.01 5.23 6.06 101.41 109.84 109.94
Jifi-3- F 325K J8 0.5 1.94 5.99 99.45 95.77 98.43
2 6.03 4.59 101.03 97.71 96.65
0.01 7.39 5.66 102.99 102.24 100.59
UNLEA NS 0.5 3.01 5.87 108.86 94.31 99.07
2 6.72 6.69 105.52 97.93 97.40
0.01 6.93 8.29 103.00 100.31 105.83
WK 0.5 7.58 5.70 104.67 92.29 100.60
2 5.70 7.45 101.08 95.65 101.45
0.01 5.48 7.34 100.68 103.72 107.71
#FIFRJe 0.5 3.74 6.50 101.87 97.61 101.35
2 6.24 7.87 102.07 100.24 100.22
0.01 2.13 7.15 105.61 99.43 99.40
Hi 5 K Je 0.5 4.92 8.38 104.54 93.51 96.13
2 5.45 7.77 101.45 98.46 94.31
0.01 8.74 8.72 95.10 93.18 92.91
i3 R JE R 0.5 5.85 5.55 98.60 99.04 96.63
2 5.56 7.51 100.23 99.90 94.53
0.01 5.55 7.41 97.95 102.49 102.04
REFKRE 0.5 4.92 4.02 100.06 95.61 100.98
2 2.92 4.81 99.77 97.66 98.33
0.01 10.50 10.66 101.54 104.96 110.18
ZHIERIFRE 0.5 3.19 5.42 107.10 98.19 101.94
2 5.25 5.20 103.53 94.26 103.13
0.01 6.05 7.81 101.00 113.53 106.50
Al AN 0.5 4.45 5.40 103.43 111.60 104.05
2 4.66 5.61 100.64 112.50 104.27
0.01 7.09 6.67 105.46 103.41 100.55
LW AN 0.5 5.30 4.71 107.10 99.82 96.22
2 4.50 7.14 105.88 99.81 95.54
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X B.4 (5
0.01 3.19 6.63 100.67 100.58 109.97
ENLE=Z Y N 0.5 2.73 4.03 98.91 97.59 103.33
2 3.76 3.28 98.22 97.11 102.24
0.01 2.25 4.49 96.88 96.40 85.76
B-F2HE-3- AL TF KB 0.5 4.47 7.16 101.18 0.00 0.00
2 4.38 4.74 100.17 0.00 0.00
0.01 5.56 451 100.59 102.28 105.91
B-F2HE-Z5 K8 0.5 5.02 5.50 103.82 96.71 101.48
2 7.28 6.43 107.32 100.26 101.01
0.01 3.03 4.30 96.17 95.68 106.29
R-3-FEE35 K8 0.5 5.01 4.40 98.95 98.46 100.96
2 4.16 4.80 100.84 100.57 96.16
0.01 3.02 4.65 91.13 102.26 107.93
o- 25 K8 0.5 4.56 3.79 99.23 97.66 96.27
2 4.14 3.78 100.06 97.37 100.68
0.01 1.91 4.80 99.35 103.29 105.94
3- HUEEER A K8 0.5 3.58 3.67 106.51 96.60 98.96
2 6.02 4.62 104.22 100.28 97.81
0.01 4.72 4.92 92.69 100.93 103.19
TR AN 0.5 3.44 4.51 102.99 107.86 93.52
2 5.91 4.75 102.74 99.35 92.40
0.01 5.36 4.59 101.61 98.76 98.57
THF-F 0.5 3.47 4.40 103.62 101.49 99.00
2 3.50 4.72 101.17 98.83 98.53

B.5 #HRFIEE TR

PRBAE b 3 VPP 25 K A # s e ot A AR B A HE BR #5780 1 ng/mL, € & R FR#4°50. 5
ng/mL; BRAFE A H 3 UM ZF B FEHTR #i i P ot S AR A He BR 381 °90. 005 ng/mg, € & FFRIIN
0.01 ng/mg.
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