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2. HEE
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FLoE R RERER o TR,

10D-PMT : PSR HER) 'S

AK ) —)v : LC/MSH

TERr=hFU L : LC/MSH

(R UV . LC/MSH

FhR : HPLCH

Z D OFRIE : ik

=T A : Oasis HLB Cartridge 10 mg/1 mL

10D-PMT : 20-piperidinyl-23-10D-piperidinyl-mycaminosyl-tylonolide

4 . HERTAHR O PR
1) PEEEERS IR O FH Y
WA HEY) 920 mgZx 72 =k U /L6 mLIZIEfE L, K% %20 mL&
L7o (NEBEEYEIRIK 5 1,000 pg/mL), WEBEEYER R4 mLIZ/K 212 CT10 mL
& L7255 K (400 pg/mL) ZFHE L. Z O#&500 pLIZ /K Z 1220 mL &
L. 100f&fH0E (10 pg/mL) & 722 X 5 ICNEBEHEAIR 2 RS L7,

2) fhit
© A, TThE. B OV
AEHI20 g2 RET T A XL, £ D0.5 glZ10 pg/mLO N EREEAEERIES0 pl
LOT7® b=k U500 L& iM%, 3,800rpm (10°C) T30MHAETF A X
L7c#. 4,000 rpm (10°C) T105flE.0mBEL ., BIEZBRIL 72,
FRIEICT 72 h= MU LS00 L& %, [FIERICEREL T, BEEZERIT 54
TE&2E#E VIR L=, L7 Bifa bbbt mOT/NR L —Z—%& U,
SIRWE T CIEAMTZE L, #2E % %0.05 mol/LEERE T > &= AVEHZS00 uL
(R LT,
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AHEHKI20 g2 RE YA XL, FD0.5glZ10 png/mL O N ERFEAERRIK 50 pL.,
0.1%HEfE250 pLK 7 & =~ U 4250 uLZ A%, 3,800 rpm (10°C) T30
AT A X LT21.4,000 rpm CT10%5 e D AyBE L, Big A BB L 7=,
FRHEIZ0.1%HEER250 uL L N7 & h= kU w250 uL&x iz, [RIERICERE L C.
FIEEBIT 2B EA 20 0 R LT, BRI L T RiGE HbE, n-~F P
500 pLZ& Nz, 1557 M L7=%%. 3,800 rpm (10°C) CT1045y M5 Ly L .
TEZSWRL7Z, iz, mEOLT AR —%—% v, SIERE T Tl
HZ[E L, HZ[E )% 0.05 mol/LEERE T > & = 7 AVEIRS00 uLIZyafiE L7z,

3) FEi
WM U=k c, 7 b= MY L1 mLEOHESRKT mL TR L 7=
Oasis® HLB #— F U v 10 mg/l mLIZIEA L=, B— bV v P& kERKk]
mLTCHE L%, 7TER= MU A2 mLTIEH LT, K E ., ELT /SR
U—&—& v, SIREE T CIRMEE L. H2E% % 0.05 mol/LEEE T > €
=T LEWES.0 mLICIE R L7 t%, ik E Lz,

5. MEMOIER

FrvEe v AEERRK20mgE T F= MU bemLIZBEME L, KEMZT
20mL&E L. 1,000 pg/mLOFEHEFRHR 2GR U 7=, 2 OFEAERIK4A mLIZ KA I %
TAaEAZ10mLE L7254 RiK (400 pg/mL) . = D2 5% A R1K2.5 mLIZ /K %
Mz TREZ20mLE L7205 Rk (50 ug/mL) ZFH% L. 0.5, 1.0, 2.5, 10
F U0 ng/mLOFEERRIE 7 2 i+ 5,

FEAERIR M O\ R AR IR 2 3k (77T o 7 Oligds « M%) ([CishinL, &k
BENF LY E T T %0.005, 0.01, 0.025, 0.1 080.2 png/mLE Tef BRI
EREL, ZHELC-MS/MSIZIEALTHATL, MEREIEKRT S,

6. E&
RERA Z LC-MS/MSIZIEA L, 5. ORERZHAVWCTERZEET S,
7. HESE
TEE : Waters AQUITY TQD # > 7 A [ & # UPLC/MS/MS
v AT I (Waters Co. LTD)
7T A : ACQUITY UPLC BEH Cis 1.7 um (2.1 x 50 mm)
T LIRE ;. 35°C
Nine=:¥ : 600 pL/min
EAE : 5uL
e ALE . BEIHA : 0.05% X

BEFEB : 0.05% K7 & h= F U JLIRIK
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VA== N/ A
=747 0N FERE] (49) BEIFHA (%) BEHEB (%)

0 95 5
0.30 95 5
1.30 5 95
4.00 5 95
4.20 95 5
6.30 95 5
A4+ AbE—F :  ESI (+)
HTE— R : MRME—F
FybEZ7U—%F : 30kv
AR
A A PRIRE . 150°C
VA I IR : 450°C
T A& : 800L/h
a— U EE : 500V
R A A :
TV h—Y— | TaFxs hA aYVg Ty
A F A (m/z) JLF— (V)
(m/z)

FALoE R 734.5 98.0 40.0
FEYE 174.0 30.0
10D-PMT 744.6 108.1 50.0

8. EERER

0.05 mg/kg

9. HEFH
Brlz7p L

X AROHTEIL, BEMICBIT 2EERBREICB O THO SR R T
%T%D\%t&ﬁ%%@%%%V@bf%%kbfTéw USSR é&%ﬁ&
S EATHE LR BRIE 2 BB A~OME G ED T OIERT 2551

(R IC R T 2 BIRE I T 2R BRE O %41 &ﬁﬁ4k74/®#%&
EZDOWT (PR 22 4 12 H 24 HIEEF 1224 5 175) | [ZE->THEHT 5
RBRIE O YA TN T 2 MERNH Y £,



( BALEE
M. FAPa s ro0mE (B

1. syt &
s FTETR

2. &
HEYEMHY - ik o~ 727 « 2 o5 ARVE 585 (Online SPE-
LC-MS/MS)

3. W, WK

Frora o AEYEL SIAT AR
10D-PMT : N E S
A B ) —) : HPLCH

T =KV : HPLCH]
KK : HPLCH

n--~ : HPLCH

Z DAt DR D Rk

10D-PMT : 20-piperidinyl-23-10D-piperidinyl-mycaminosyl-tylonolide

4. HERAR O
1) PEBEEAERS IR DA 3
WA HEY)E 920 mgZx 72 =k U /L6 mLIZIEfE L., K% %20 mL&
U7z (NEREYEIFHE ; 1,000 pg/mL), PEBEEYEIR R4 mLIZ/KZ 2 T10 mL
& L7255 A RIK (400 pg/mL) ZAf L, Z O#&500 pLIZ/K 212 20 mL &
L. 100/ (10 pg/mL) & 722 X 5 IS N EBEUEAIR 2 8 L7,

2) it
O AL I, B, /NG O
10 LY 7 AFIZHRE VT A X LR EHIS00 mg 2 Adu, FERIKS0 uL&
N0 pg/mLO N EREAERIR A 50 uLINZ D, & 512600 pLOKEHRIK A iz T
KISTOIEIRS T 5, 4,000 o7& b= RF U L ZMx TRE%. 4,000 rpm
(10°C) TR0 =L EEL . EEEZESI L7, BRELL7. BiEE2 . AR
FEFIASC ] N8 psiZE &/ E ) A b U — A CHEE S, F2[E#) % 0.05 mol/LFEEE
T U= MRS mLICERR LT,

@ R&W

50 mLA 7 AEIZHRE A X LTZEHI500 mg & AFUREHIKS0 pL OY
10 ug/mLONEBFEAEVAHES0 pl, 0.1%EEEE2,000 pL V7 & h = K U /12,000
Lz NNz, KISHEEAT %, 10mLOn-~F ¥ 2z, K30 H AT



V&, <5L, #50\DrEHIc

BLE@E

A X L7, 3,800rpm (10°C) TI1053ffizE.Lor B, TREZERI L7z, $REL
7= TR %, NAREERI45CR OB psiZEHRITE N A MU — A THIE S, #EY
%0.05 mol/LEFER 7 > & = 7 APRIES mLIZ FRAMR L 7=,

5. MEMROIER

Frven v AEERI20mgE 72 b= h U vemLIZiAEME L. KEMZT
20mL&E L, 1,000 png/mLOFEAERHE 2058 U7z, 2 OFEAERIK4 mLIZ K Z 00 %
TAREZ10mL & L7255 R (400 pg/mL) . = D2 5% A R#E2.5 mLIZ /K &
Nz TAEZ20 mLE L7220f5A R (50 ug/mL) ZFF% L. 0.5, 1.0, 2.5,
10, 20, 40} 50 pg/mLOIEMERK &2 W EnFii4 5,

KB (77 7 Ol « k500 mg) (ZFEEAEVRIR M OSSR 2 2 4L
FR50uLIN L AN TF L e s w %20, 50, 100, 250, 1,000, 2,000,
4,000 T'5,000 ng/g 5 tof BARAIR Z R T 5, 26 2 oHrEIC R HiEIC
P&~ CHAEL. Online SPE-LC-MS/MSIZIEA L THOMT L. MERZIERT 5,
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(Online SPE)
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VA A= A

Online SPE: Prospekt 2 ACE Dual,2 ISS .
Prospekt 2 Triathlon Cool, Prospekt 2 HPD Mix,
2 SSM

HPLC: Agilent1100

Mass  spectrometer:  Applied
API4000, Triple Quadrupole

Biosystems

100 uL
45 uL
250 pL
10°C

2x1000 pL
A K J—)/TE b=k UK (30 :30:40)
EEENT R

0:00:00

60 pL
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1
100 pL

Polaris C 18-A 3 um, 50x%3 mm

=

BEIHA : 0.05%F B2

BEIEB @ 0.05% X7 & =k U LIEHK

VA= N =5/ VN FRF BEIHA BEIHA
(43) (%) (%)
0 95 5
0.30 95 5
1.30 5 95
4.00 5 95
4.20 95 5
6.30 95 5
it B 900 pL/min
Run time 6.3057
(B &oHrEh)
A F M v 2 —T 2 — R Heated Nebulizer
A+ AbE— K Positive
MS Runt ime 6.1845)
T 450°C
H—T A 25 Psi
aYva A 4 Psi
A F PRI A1 55 Psi
A A PRI A2 55 Psi
27T AP —Ei 4 pA
AN N 10V
TR =T b RTF—4
Fvh | alvary | Fux s~ | 2 ar | Dwell Time
—H— | B exit A TR — (Msec)
A F potential (amu) (V)
(amu) (V)
FILTE 734.65 6.00 98.17 77.00 150
=N (quantifier)
FEYE A 12.00 173.95 51.00 150
(quantifier)
10D-PMT | 744.64 22.00 108.09 85.00 150
(quantifier)
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8. EERM
0.05 mg/kg

9. MEFEH
Krlzze L

X OARGHTIEIR, BEWICE T 2EEHABREICB W THW O IR RIS T
BETHY ., F Rl BRIEOBRREICE L TEEL LTI, BB, Yotk
b LB LR BRIE 2 B L B ~ DA HIE D 7= O T 5 85A 101

(AR R T 2 R BT 2 BRIE O G A KT A4 v D—ERck
EZOWT (PR 22 4 12 H 24 HIEEFE 1224 5 175) | IZE->THERT 5
RBRIEOZ Y AT T 2 MERNH Y £T,



