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SOy ENES RIS FIREIC AR o7, F e, RIS BT DB A 359 %2 TO—Bhd 57
DI, TR 34 B OV TSGR H 0O 5 B FERETIA A Tl 72. 7R Ak
INFRRHSIIR T3, 2 DO 7 A DRSO T, ZOEHELITHLOEEHERLZA, A

(RICHEEZAD /2N VE TR THY, GEDIZHLDOEHIFLAL RN LD RS-,

[FL®IZ

WD DI RS, HEREHERE, SRS, 7Rl
#, X AR, R TR L TOECIEd 030 G
DI=D7p k2 TR WL T, RAZZIT T, 7t

SRR ETEH HEHINCIEERL TV ADME &2 B2 TV,

UL, ZSEEHETH M HIZRLTHY, [E
FEAMD INTENREN R OEEITFRD HAV TR,

£72, BRSO DERITH- T, GH RIS
DWTCEIRARLOBNEEAETHLTZ0, JFMEHZ & E
NCODERRTICOWTEL, BMESNDRR NGRS
TWAHHEREMEDN DY, KT L THEEELE 5 2 5 filR
PEb oD, RIS, RECEIMRY LG TR 35
W UARFEH E BT 2R E S Qa2

YT I T DR B OIEERC Y /AT, RER -
B ROy DO HHELINENLL TN, 72, HH
HINZZ D DRI Z AT T DR D372 T2, HiflFofk
RPN 72> TETND. WES DORERR R ST LD iR
PEDIRR L7 DME N AR CODIR A 2D L,
UETORRA ARSI T, RO ER AR 207
SR TEIRWRNN B 5.

R VST ETABRBENT IO IR RS R 154538 Hid
k1 PUE PR

KRN TERNWRNDRHD. 22T, il EOMEER
(LD E SRS AL &0, STkt ed D ERK %
TR, ZIHIZ DN TENEZL DR D —F 0T
IARERR T IEARFILT24D, $72, REICEA M LD
FHEBNWFIZOWTHEEME 35720 O —BhE3 5720
(2, BNCURIEL OB IR & S O R3S O 5
HAEDOEEFREZITST-OTHETS.

MHERE
1 RERRE-AERE

W7 a7 a—)v, VT F T AN Z AR, A
TEFUR, (B)-A7 ATy, ~_Y KT,
o -UIREREEHE S, N-= Y T 2 7 VT3, T RT3
R — /KW, BIN-U AT Lo T 70K 2 ABRYKE,
TV ROV FGIR, 72 I NIIV IR, T3 A%
>, (B)-AY7 VT, a7 F o Heh, v Aaly,
AHIAY, 297V, B JURA, B VKRB, T4 74
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A, ERmmLFY s, aer Ui, eResanF Y
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B-TARNT A —)L, L(+)-AN=F AGEERE, 7 v A%
BT UM (PLE, BTV DRSS, 5-eR
aX-L-N 7 77 (B, FhTA4T7 A7, ) A1) R
ZyNTFa Wi, BTy, 7aL T =70~
AU, TN 72 (B, L2 TN Y
AL, ) ~2 77al (CaymanttB) , L7+ 7 ¢
b, 7aeIN (BLE, LKTHEY) , 37 o740,
&5 7 4 (LLE, TRCAHARL) , K74 —MFNT A (TF
IF NI T BAINEY 7 x—h), v R—(BLE,
TRT AR TF USRS, T T ARy,
A7 =L, B aY L, 2ANA—L, Ad-TURBEA
T3 N T VB ANT U AL, AY s, K
A7any, mE7RaRTay (U, f bk T3
B B L2, A% =L KO B h=RLIELC/MS A
(& L7V AROEATSERREL) 2 HIvy, 2ot
TRITERLA_ OB OZAE L.

2 &#

BRIEEIZIRN (R MNEAD B Tp) TRE L7234
fCh5h. (BEANS, AR, BU—AI, ~N—Rh7 LAl
8, VI RIANT, By BRI, :5451)

3 ZERBDAH

R T IERRICREEL, B 2V RAKROBIE 1%
KRBT N LK, BT =, TA T4V I OT
F7a (T AT BTN L 72N DY) (ZE kK,
ZOMDRIIIFEAR ) —VIZ, 1000 mg /L (B> /2 RAK
UBIE500 mg/ L) 12725 JOTUARHERHE LT, Zivk,
WAL, 0.25~50 mg / LOJRATEYER A SRR T-.

4 EE-BIEEE

HPLC / PDAYE (GEME - E &), GCMSTE GEME), LC /
MS / MSYE (EME) , TLCIE GEPE) 3418 M ONHIE G4
1%, #IOLERY.

®1 BERVAESH

HPLC/PDA

AL Waters® alliance €2695 /PDA2998

. :CAPCELL CORE CI8 2.7ym 2.1X150m
(KB — 45 1)

7 NRE :40°C

i :0.3mL/min

EAR :5uL

Bt (A0 1%V B KESTE. B 0.1% VB 7 Z b= VAT

77V TN (AB) :0-10min(98: 2)—45min (20: 80) —45.5-65min (98: 2)

7 I :190~400nm

GC/MSik&
E : (GC) Agilentfd 7890GC  (MS) H AE T4 ]MS-Q1500
PN :DB-1MS 30m><0.25mm i.d. [J5 0.25pm (Agilenl)
s o om0 Somin 1)
FUTHA :He N R 1200°C
it 10.7mlL/min  {EAR : 1pl(Splitless)
For AT r—F4 L RE 1 280°C HEE—R :Scan(m/z 41~510)
A5y '%’::Tﬁﬁ ’eilifn) E=F—Atr BEAA
T TR 7:30 10 72.0 91.0
EEN I ate 1.3 9:33 10 72.0 159.0
A= 9:54 50 69.0 56.0
Nemhy Zm 753 16:39 10 43.0 69.0
AT FET = 18:35 50 159.0 56.0
TN T 19:29 50 109.0 151.0
BT 22:20 10 194.0 109.0
o —U AR 22:54 50 81.0 95.0
(B)=A7 =)L 23:46 50 194.0 179.0
S NS IARRE— A 24:01 10 114.0 72.0
TNA X T AERR 24:04 10 44.0 104.0
URA A2 24:14 10 86.0 58.0
TAT LY 25:37 25 180.0 95.0
T e PSR 26:04 50 204.0 117.0
S o LA R 27:56 10 203.0 58.0
AT =) L 32:41 50 223.0 241.0
il 7 w77 a— 33:51 20 72.0 115.0
= R—L 41:48 25 266.0 268.0
DTN 43:49 25 256.0 283.0
FeRuAY e FaAzas 44:32 25 91.0 105.0
T RaAT 44:42 25 290.0 107.0
(B)-F F YA 45:01 25 137.0 138.0
RB I\ 45:17 25 231.0 55.0
AR 45:40 25 270.0 146.0
BT AT VAL 45:56 25 272.0 160.0
AT REATY BT 45:57 25 124.0 91.0
AAT IR 46:06 25 218.0 304.0
TARAT I 46:14 25 124.0 91.0
AF LT ARAT 1 16:36 25 302.0 124.0
EFEEART P AL 46:49 20 213.0 160.0
LAY 47:47 25 43.0 55.0
ES SN E e 48:09 50 288.0 160.0
Tk=yrr 48:19 50 122.0 121.0
[ S 48:30 25 361.0 276.0
FECH AT ANAT T 48:37 25 57.0 124.0
FRAYRAES 48:46 50 122.0 121.0
HEE A% S 1 S T 50:27 25 43.0 283.0
ERmzLT 51:17 50 227.0 285.0
SRR 51:22 25 353.0 354.0
LC/MS/MSi%
Fae Waters# ACQUITY UPLC/XevoTQSmicro
PR :CAPCELL CORE C18 2.7um 2.1X150mn
(R — 47 8L
EEANT; + :40°C
eis :0.5ml/min
FEAEE dul
BEhiE A 0.1%FRLKEER B 0.1%FMT 2=k IR
IV el :0min(90:10)—19-22min (25:75) —24min (0: 100) —25-
(AB) 28min (90: 10)
AAALIE ESI(+/—)
Sy TY—E :3.00kV

a— FE/HA

Desolvaition Temperature,” Gas

140V~ 20L/Hr
:400°C .~ 800L/Hr

HEE—F

:MRM

ESI & Rl E 1A~ (m/2)

{EHT)L:361.972>>183.964, 361.972>225.983

17TV TILSE:232.028>158.902

(VAT F U IEEIE  309.975>43.945, 309.975>147.972
(OOLTTZSIU LAV 241.059>167.163, 241.059>117.824
1 DT /—ILTHL A :318.932>224.941, 318.93>114.939

1 LT NSRRI — K TP : 280.08 > 124.896, 280.08>138.94

(A RBU:496.297>319.24, 496.297>113.954

ESI+E—FRlEA 4> (m/z)

1 70+3K:328.784>204.88, 328.784>125.82

:EFOSOOF 7K :295.805>>204.866, 295.805>268.843

TLCIE
HERE :HPTLC Kieselgel 60 F,5, (MERCKH:H4)
JE DA BRIV A/ AL )=V R (9 1)
Ry M W6ul @05l @2uL @6ul
JEEPA 5% 96 cm B PR U 72 % (SR i 2 JE
OLEAMR25 4nm I
@EAMER365nm U
itk @30% Ty /— VA F % 105°CHARIMEL |

LESMEL365nmZ IR
DR T—4 R 7k SR 5
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5 HMERBHRDAR
(1) M E0NE

A BV —ANTIRFL, ZTOEEMU-. K- FERiAl -
FEANE, DVt — CEBPERMR IFM-7C) I TH—I2k
FEEFIUB RIZUTZ. N—FD 7BV ENL, b7 Ak
RN o30T, NEPIZERL, EAIZECREIL
7o TN T IEOEEML. o, BEITRMIC
RLRS I QWA ECEG T L 72
(2) Mt AE

AB ) =N DI TR LT, AL THiRL e il
S oTTD, I1DEEY, FTHIOITKD I TERE
S HAEL, TORSOITHIREEZINZ, 70%A%
J—IVETITT0%T B b =N VKR & U R 5 4
HLT-.

V7 7w DS OFENT, RILPEL 7= 5B 00me %
B, 7K3 mL&ANZ CIRFIL10%> RIES 21 7o
7ot%, ™=K TRV IEANLT B =RV %, 2Lk
OFENIAY /— V7 TmLINZIRFIL, 155 S H
Ha1T-o7.

VTN T AT ONWTIE, VRO B B2 EMEICEY,
10 mg/ 10mL70% A% /— )V KER IR LI D XOFRILUT-. %
DS, WMEO/KEZMZTFTIRVIEE 2035105 M8 E
W 21T 72, RO AY ) — L Z N2 IRFIL15%)
MR E 21T o7z, N IZ W T, B
BRI O KR EZ40 CREIZL T L-.

VD T E CHBIL 7= %3500 rpm, 1547 C
EOTEEL, I Z0.2um PTFEA 770 7 AV 2 —TC
AL, REREREUTZ. FECA TE7RWEEHZ DV
T, Ultrafree - CL (PTFE 02um A/L27#R5L) T17800
rpm, 53T LA LT O % s lBRIsIR S L.

(3) EfEHHICLSER

AT 2 2L OREFNCNDY, Bith
ECHH U3 BRIAE 1L, <O 3 & FiC
WDLDHBY, ZOHHMEYE — 23 B IRy O —2 D
NEEET DA NHS. FHZHPLC / PDAIEIZE DSy
WrClx, Vrvsar ZALEART T LN EIC THIUL,
HAIR oy & LTRSS TLED 20D, sME D 22\ M e
B TIEROBREOATEEE N H 5. 22T, BRI
DI ES IR HOWTIE, M ZIREL,
HBIR 7 2 IRA TN 3272010, K20 &kh, =
T4 va=s T EAER AR B2 HLB [E A0 7 7 2 (Oasis
PRiME HLB 3cc (60mg) watersth:H) CHRLL 7-H D& FA
BRI LT

=¥ 100mg
(YIMhTRILIE15R)

HBHEK3mL

(YIMNT I DFEIL100me/3mL DREIZZDLS5EE)

[ mmmmscomn)  |Ga@UILBE KisREZ40C)

A2/ =)L ImL(AN—FAT )L EHIETER=RJIL)

(VIMNT I DFEF100me/ TmL DREIZED LB E)

| emmmbasmn |

DB
(3,500rpm 1 5%7F8)

| LE® |
0.2 4 MPTFEAL TSV T4 )LA—THil
(FEITHBTELGE .
FELRIES BB T4 )LSF— (0.2 ¢ mPTFE, 17800rpm,5min) )
| RBBHK |
X1 EemAE
| i EER |

Bk TAEHR

| (Oasis PRIME HLB 3cc(60mg)waters#t &)
¥aALTALaZVITRE

EFREFZ R 2mLATR

[ E48HLB 3cc(60mg)

5% AR /— JLIKB K 2mL T %

| %5182 1210% |

ABJ—)L1mlL
(500 L §°DEAT B)
| A& |
| e | (40°cit T N2TEED
T0%FE f=[E30% A5 /— )L KB B ImLIZERE
02 U MPTFEAL TS24 )LA—THifA
(FHTHBETELZVGEIXELRXRNSE
[ HABBEBEER)  |74L%— (024 mPTFE, 17800pm,5min))

B2 MO S RO BRI K HIER G

HBREUER

1 DHHRESDEE

JE A G B oA BN SR OHPE Z Hll D & > T e £
Sl RO MRERE B E B 350 O I S U7 B 36 L 2 R
GyDOG, L, ik, K7, HAHRYE HEICHRIES
NI DR SN 2T, ERAMAG
AFARETH -7 EHAN RSy 6 1k H 2RI L, 74T %)
Gplior &L= (3R2).
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2 HPLC/PDAEZEDBIE FHD&ES
RNDIEERMET, SEIGHRGELIZ615 5 (5
100 mg /L) Z#E 5 CTOMLI=E2A, K7 —RFFRIT A,
FVAZ N ANV AZYN), L (+) - A/V=F g4
BiR<S58H% 312DV THPLC / PDATEIZ LD HIE N AIRET
otz ZDTEMD, FRAS ORI O B2 E A%
BLT, 72075 (17518 ~ 105%550) 12313 C, IBRG
PR AL LE 52 L LT, RIINT, 1LKOD
DTN OWTIEPRFFRF 2L Ty, —ify—2
DERDEDNHST=D T, B =T DEIRY) DB BT
L1, RN LI OREFEELREL, K%
DEREWETIT 528 T, B—2 25 L, v —2
INTEIRDEATITONTS, WAL D RT3 TEDH LD
[ZL7z. &BIT, ZO58RNZ DUV TPDAART MLV T AT
FVERGEL, ATV —= TR NHRINATZ DI LT,
58T DAY ML MR AT RE T o S 31 DR

PR IR Z K0 722573, 0.25~10 mg / L Th 7.

F72, TRTOBIITEBNTI mg / L(=E T Raxs
113500 mg / L) £CRAFRE — 7 &4FH LN TEZD
T, MERREPH I, &Rk ORI OFET0.25~
100 mg / L UREEMLN T 7 R AT 21310~ 500
mg / L) D CHb72 iz & Lz, R OIFEHERS
TR EELL E R BRI, WIERED0.999LL ETHY R4t
IREMEE R LT, Fe, YRR IR AT
BARTERIRBENR AL ) — IV U, T0%AR ) — )V IKERHRIC
7RBINCHHBL T3, S-eRefd U N7 hT 7o, BRa m
OF TR, TR T2 ATONWTUL, AX ) — VR
DEWGEE — I IRN AR RIS/ 5720, 2B %
ETIRATEEMENRIZ OV T, IR ERIRBEA30% A%/
— LKL CToiT &t T o7z,

GCMSTEIX, A% ) — VIR ETCHLT A7 uiy, &
VIV RAEBBINIZS9RTICHONWT, bR E DL
FYScanfllEDOm / z&HE41~5101% EL, 10~50mg
| LOPREFGIHCOMTLIZEZD, 39T DOVTAZ) —
=V INHRETH -T2, LC / MS [ MSTELE, #ghfd ¢
DOEZEDREBLE DT, F1DIEIFITHONTDHRTD
TesBe7e 7228, 200 ug/ LCAZ)—=27" (M) 23 Al RE
Thol-. 51%HSIZ0T, 61T OWTEM: - E 8N
AIRECH D HERL TOETZ.

3 REESFIR A FMEURGER

Fx HARFERSATE DY, K- JEkL, Al K-8V
—Al, N—=RIT'RNANEY, N—RATRNFS, VT
N7 RV, BERIZOWT, BWEHRHNEN G 27t DT

HDDMEZR T DHI=81Z, HPLC / PDAE oM Al EZR EE
SISy DO FMEIGAER (n = 3) 21772, EIR
RTINSOV T, Bt 2y 0oh, 1H
DR EIDI2 N~ D R — /U220 H 11E]0.5 mg T
HHZEND, BRI %0.05 mg / LEFREL, 201/
105:00.005 mg /mL (5 pg/mL) ZE & L7z, AL, B
DIRN—FBD RSO TIE, Wi P L7
JERAZRINLT-. £72, HPLC / PDAVE CTHIE T 55407
DRI DONTIE, PIEVERZ30 %A ) — NV KIRIRE
T OB R — 505728, fmHikE2.314%
AR T2b D2 REEREL, 0.0022 mg / mL (2.2 pg /
mL) &R o2 lE LT,

REBROFER, S8Ry DH D, BV —HIT2H Sy, 7
TILNEBTI0R Sy, 7 BIVIERITI0R Y, Y7
TRIVAITITIT OV TIE, 70 ~ 120 %D [R[LER)N
BENIRDSTD, BAITEDA8 ~ S8TIZHBNT, &
= $ T2 By DRI R AP R A R L= T, R
THETAEDRbOEEZ 5.

BRI RSB > T- W RIZ-OU T, HLB
B2 T DML DRERAATOELIZEZ A, N—R T
YL ERNOZIN O/ DIFEAE T, BRI GEL,
B2 SA A DA By D348 537 555 ) 53 T HY
iz, (3%2)

4 RBEREEMOEERENI—FTHINMEERE
B L7 e EE A 3485 2> T, HPLC / PDATEIC
IDEIRS Ry — B T EAT o TR, B RR 55
DOFEHFRB TR B U SRS T2 b D)3
Uit B S OFLHER RR DD 7 = A L I3 R
SNT=b O 2 RS-,

5 e EVIERIENRHIN - R R DOMHERRE

e USRS B IOV T, PDA
KO3 OOHEETHIEL, L =250 nmDF R TOHE
— 7B EI, 1IN TR SN2 o 72280, 3
BHIEHRI A D LG EILTODTENRE T, A
7 BRI CAMD Ry A a i L7z FTREMED & 2 BTz,
FIZT, K2mk3Y HLBEFEHIH THRL, H57290T
HPLC / PDAVEIZ THERBL7=. &7z, HPLC / PDAEEITH
DIETRHA O EMMREITIZOIZ, R1DFEMET
TLCIEIZ LD EMEMERR AT o728, ZTOFER, aer vy
BRI T, Yz RS SR TS E
QRN ED RS T
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3 2 HPLC/PDA %Iz &5 EEE RFIR A AMEYRERER (%) (n=3)

S e 3 B =k H—F . .
Mo Ty RS mwem  Drom AZER g *%i@ﬁﬁ B2 wws mn ey Brel Awed 2L LEE
(me/l)  (oz/ml) lsxiec P15 3o
1 S raln 22 82 05 1-50 5 15 5.4 1373 176.8 16 11562 104 4
2 2l SR kT 24 66 05 1-50 5 1067 78.2 182 95.2 #aT4 116.4 1070
Z T —— 27.90 e 10 150 5 1062 225 1001 993 743 1m.7 1067
i =0 bS5 b s — ol S0 28 47 B 10 1-50 5 1009 a0.0 1145 109 HOA8E 1151 1069
5 STEIL 28.90 FDA 05 150 5 1081 5.7 1nrz 116.2 #1002 1107 108 .4
Ty HF T A AFA ERIESY 32 80 05 1-50 g 954 92.5 102 8 100.3 096 106.9 1024
Z (El-hF 34.75 8] 1-50 g 103 94.9 153 0.9 B108.1 12 106.0
g (i1 e i n fe e o 38.19 0.5 1-50 5 107 & 04,5 11§ 114.3 #114.3 112.9 104.8
q FARAIF— L 1930 10 1-50 5 106 6 99,48 106 .9 1108 108 2 107 978
E OF FaatEittn i 10 150 5 17 @7 107.1 g0.1 1003 107 104 4
1 I A=)k Ham 24 85 10 1-50 g 1005 99.0 1063 101 102 8 99.9 100 8
12 FFEFur #EEE 27 .40 200.1 10.0 10-50 10 1020 100.4 1008 7.7 15 106.9 1071
13 : FEt i e 28 49 2.3[?;3 10 150 5 1003 994 17 1104 1071 1m.0 102 1
14 25701 wHeme 3017 05 1500 5 1061 100.4 106.0 107.5 115 20.5 106.0
E HIbRIL 3534 10.0 10-50 10 1003 1004 1069 1m.2 99.0 1m.0 107.0
16 ST T LB 3813 10 1-50 [ 1083 101 6 106 .9 1064 117 99.0 106 3
17 TH. 7O 13.16 o5 05-25 5 1001 1006 1006 a7.0 106 6 107 923
g k=1 - 22.93 10 150 5 1002 23.9 1063 1.0 85.4 100 .4 a0
kTS T 20 F AEE kL 25 .95 1.0 1-50 5 1003 101.9 1001 29.0 106.9 99.6 a0.0
E . FI e E L g s3Il 28 46 2?3?'4 as 150 5 1008 23.9 100.0 10.0 102 6 106.2 a7y
2 +H T RS Tl : 3052 DA o5 05-25 5 290 1004 288 2.5 103 1005 a4.7
3 LA-FUFORF L0170 #ess 32 89 5.0 1-50 5 982 1005 990 a4.9 1063 ag.4d a4.2
I 2.0 e 34.26 10 1-50 10 108 .4 29.4 98.3 4.1 1007 6.4 922
24 AZFOO FT 35.35 1.0 1-50 10 10 3 93,5 1009 97.0 a7.4 1009 94.3
25 TroFlEY L L 17 52 10 1-50 5 1061 5.5 987 10 .4 104 2 97§ a7
26 AT SR TLAEE ATeeE—E 1064 10 1-50 10 1E5 a1.4 1023 11 102 6 1o 104
E (B3 T L SE ARERRARSD . 207 10 150 5 1081 106.5 0.0 93.2 107 7 00 103
o 217 AT R | L 23.40 e 10 150 5 1129 97.a 1071 0o 174 1045 1001 4
20 4 A BHme 26 .91 234 10 1-50 5 100 8 1064 106 5 106.7 1069 106.4 100 2
23 AnAr, FRERRBERT 0508 FD& 1.0 150 5 107 8 1048 17 1042 10 1.4 1000
A & -L 22373 Y naz7 10 1-50 5 1129 16,5 10 .0 1024 15 13.2 284
3 FH O T UEAEF O 3289 1.0 1-50 10 106.0 1.7 100 4 1008 1069 735 15
E e i e e | ) - 1643 1.0 150 5 112 107.5 1048 106.0 106 1044 289
] JOFAVE TR0 — 4277 1.0 1-60 [ 1006 1085 96.3 104.9 108 5 3] 1000
5 [Wha s 18.36 1.0 1-50 5 100.7 101.9 a9 7.9 100 .4 1.5 102.6
e L1 3 21 .99 05 1-50 g 96.5 9.1 96.9 95.3 107 1m.z2 1001 .8
E 1 A5IE A= IR, 24 04 s 0% 150 5 1003 29.8 1002 0.0 a5.8 1o 29.0
kil . EH ) 2706 250 a5 150 5 100.0 a3.4 10 3 3.5 1088 1003 1003
E o LR 20.06 2&1: 1.0 150 5 FE 0.z 101 .9 95.0 106.1 0g.3 1007
40 FAFFO A 62 10 1-50 5 284 100.0 142 10,8 1.3 1o 108
e I¥FoFOAFOw 3385 100 1020 50 981 93.8 1000 105.9 1023 96.3 1 5
T A7 F7A7L 36.32 1.0 1-50 5 100.0 100.0 10 5 100.7 1077 235 102.0
43 =R N7 S 0— 24.28 10 150 5 1.7 452 158 111.9 a75 106.7 1087
I 2 LE=uim, mm 26 20 10 150 5 185 1062 1143 1003 LR 106.9 107 7
iy WOl : 26 40 10 1-50 5 104 4 981 114 987 988 102 106 8
E 5 i 27 59 :i 10 150 5 1072 107 1145 1.5 a7 6 1008 107 4
a7 Ay I 2006 FDA 10 150 5 10 0 9.0 1101 11z.9 LR 93.7 1029
a@ IFD)T A53a- )l 32 58 10 1-50 10 1048 101 6 107 1105 93.0 1.7 109.0
E I A T 32.78 10 1-50 10 102 .9 1021 101 1008 993 99.7 12 6
50 HIb s H55F REFSZE  J6.16 1.0 1-50 5 106.7 104.6 1105 2.5 97.3 97,3 8.8
51 -t O F R R o 200 026 02550 22 a5.2 6.0 1] 775 765 834 1080
3 FEhFE T WEEE 5.84 0265 02550 2.2 901 27.0 ag.4 143.8 1008 28.7 1087
53 =47 g, Hooseimy 656 0.25  qgossg g2 agd 886 a1 28.3 26.3 86.5 110
Ag W OoOnF Tk BEE Q.42 03 0.25 0.25-50 20 863 86.7 278 g2 1066 83.4 1067
= ST SELHEEE 1160 FOA 0865 poseg s 1064 96.5 923 oo oo oo 113
85 HF T CEFEEFE 1709 025 nsE=s0 £ 2z.0 1.8 256 5.8 274 2.8 244
E £ ke T 21.97 025 gess0 o2 782 82,6 1156 o] a3.0 116.7 109
5 FrF A T 23.07 025 2550 2.2 203 86.7 805 [ul] 1043 4.9 1069
5 - FLURE S wa=s & N N = = N = = = = N &
60 - jiat L T = = = = = = = = = = =
6 - L{r-at L= - iR iE TIE = = = = = = - - = = = =
701 2 0% DB I3 IR DS 1 Foh 48 owe o SO DB O NEA el (TR WA S
HLESE R # 1 t # e} = £

# HLEEI+BH L # 57k MO E



(1) HLBE+EHEFERIZKSHHPLC / PDARIE

WEERLTIZOWT, X1, 20 L BYHLBEFTHIZ T
FERUMIE LTS R, e e I T ol R
PHELMHEN ot Fe, Yghli 7 vicae
U RS YERR 2 N %, HLB AR RS R 7= 3R
TRIROTMENGRER AT 7722 25, PDA K 1220, 250,
291 nmDFIEFETI6.1 ~ 103.8%D B AF72AlI R %15
7o, LEDZEND, —F ot TSy — 21350
v —rZiatik Lz o L b, (33)

(2) TLCEIZKAIEUEANERIEDRER EE)

e e U AR SN E, NN T L
FONEY Ch-T=128, WEWZE 7 2/L bR HL,
R EAZSOmLENEIZ AL, A¥ ) —/125 mLEANZ T20
OyTEIRAE I R L7274, 3500 rpm, 154y CiE O EfEL,

IR AR U B A MUK CAERIRL, SR
Oasis PRiIME HLB 3cc (60mg) (ZAFTL, R NT5%AZ /
— VIKERIR2mL TR L=, RIS, A%/ —/11.5mL TR
(500 uL 3™ 23BN A3 TH ) L, TaHiR A 54 T
[EL, A% /—/1100 pL ZH1z2 CEIRVIEETLC HEE
YRR (Sa) ELT-. F7-, S B U s A AX ) — VIV
721000 mg / L& LT AR AR eV (Std) L L7-.

61T, BEMERR] mLA BRI A IREL N 2 Rl
U7 HE S RINERERAR (Add) Z1ERRKLT-. 2 b0
ZRIDOTLCHNE S Cola EhL7-L 25, e
HEWRIEAE VBV, SUBRETR, AR YESL IINEUERE IR D A
Rob, BLORMEIE, £4DEBVTHY, EHEWRIZIX
e B UIERREITE FARNZED T .

=3 EHEBBICKEEHHBTRDFEE KR HPLC/PDA RIZLDAIERER

oz HLEE e s
8 & REE RERE BHOSMSTY ENDRZRES W EMMSTS FMERE Ty
HlE 3 . 3 = 2 . 2 =F )
WEER e a2) m=2 ) T m=2) (=3 ¥
[ ne/mL] [xg/ml] L [ 2e/mL] [g/mL] Lol
220nm 0.5, 1..2.5, 5,10 0.5983 0.000 5.140 102.8 0000 5.188 103.8
280nm 0.5.1.2.5.5.10 0.55954 1.586 4.784 838 0.000 4 885 479
281nm 0.5 1.2.5.5.10 0.55956 0.000 B.788 118.2 0.000 4.908 G921
FDA 0.5, 1. 2.5, 5.10 0.950 0.000 4.770 0.4 0.000 4.504 6.1
EEMEIL T 7 i a5 p e ML 2D L e R
4 AcUEVIERRIED TLC HITHER
Bt BHEED BHEED BHEEEFED BHEERED
i Ftan RAfE EH RffE B REfE B REfE
EEEE (Std) = 0.43 = 0.43 == 0.43 = 0.43
BEHEIE (Sa) - - - - - - - -
EEFEmEE(AdD mrdk 0.43 A= 0.43 8 0.43 = 0.43
-
- -

s
std 6 5ab iAdclBI

—r—

S5td2 § AddZ } Sa 2
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6 NIzAUHRESN-HEOEPEERVIESDE

FREREE A TR OOD, SR HHDORY 7
FIM OERRB B —HITHT =AM STz, Bl
W21, BRI TR B L OE &SR EHS L TRY,
HBENTUL, R FRITIRVR, FM BRI &SR
TAZENRBSND R ENE RSN e, 227G, fl
BN T 2 A G R/ VB EOIXE O ZMER T 5720
12, SOWUESRM( = 6)TH7 =L DE A EAHPLC
WZTRIEL7-.

BEDFER, AT RBHLRI ZENZOWTE, 7
7 A6 H98.70~103.29 mg / AR (RSD%1.80), & £
#1100.33mg/ AR THY, BEDOH T oA GHEDITH DX
HZEALL, BFERBIZITERREBV ThoT. TR
7 A OEREE, 200mg/ [F], 400mg/ HLLF Thil
TRV AT 22N ESIUTNDD T, W AL S,
ARSI TS A B AL TERECT A RO g o R
TR WBEON 7 A EHERELThHHZ LD 30577

FAROHDOBI—HI(150 g / ) 2>\, 7 =A
v EH17.59~1827 mg / 4% (RSD%1.45), & & -0
17.81mg ASTHY, BB OIEL X T 0 ~72. (56)

RS NIz FEERVRIESRY

HPLCi:

Erayic :Waters# alliance e2695 /PDA2998
BT :AtlantisT3 2.1 X 150mm, 5um. (Waters#l)
HT LR :30°C

BaEhtH A0 1%V VKRR BT Eh=RL
7V N (AB) 1 0min(92:8) —20min(60:40)—20.5min(92:8)
binbud :0.2mL/min

EAE :2ul

B B & :210nm

T A P :1~50mg/L

%6 WAV EFHURBOENEFERVIESDOE
- [ %

I (HE ¥ILeog (B4 B0ml EI—-FI(EEF) 150z
SEER  EsROmoRsRRy oo ek R
CEREE H5IEY
FETOE BF Modv= REHDE O #E  Moive
[mll (ar/ml) A-EE [£] lu/al)  AAR

LR LEES
1 19.807  99.04 1.02342 19465  18.27
1 19.942  99.71 1.04002 19193 17.59
AR 1 20657 103.20 1.04138 12459  17.93
1 10.894  99.47 1.01895 12044  17.73
1 20.356 10178 101306 11893 17.61
1 19.740  958.70 1.01862 12040  17.73
B 100.33 m; 17.81

e EEES (RD%) 1.80 FEREEES (RED%, 1.45
FOED e (eay Do FEERR BR ) mexe
R 1 94,862 101100 1.02378 17173 94.160
(n=68)

FLH

1 [EHNIORRER LAY EREES SR
A G Te61 K5y DD, 585431 OV NTHPLC /
PDAVEICEDAZ ) — =7 (GEM) <& B Hrika-fife s
L7z, F77, 395845312V TGC / MSiER, 947 ico
WWTLC/MS /MSTEIZEA A — =27 GEM) 3Tk
EHENLUT-. SBIT, By ThHIR B R
HZOWTE, TLCIEIC LD EME AT LT,

2 kR A ORREN G DR IS ST 5720
(2, By ERL, BERI, N—RI ', YT R,
R BV—Ak, BEREBGH 2 A7 DR, 254
TR CEDEEAR 3 L R - R R E A
A Byl

3 FERRICENTHEL TOAREEE A 348 12D
T, EHRMER Y FREREZITo7o LA, EIRMLE
DEER % 58 T 58T e o7, 348 05D,
BRI TUINRITEZEL LT TRtk o d
DAT AL DERDPRBEINDHF L D552
DHT7 = ALEHBEBLOZDIXLOXIZ OV
LizdZ A, SCE A BN HES VWAL, £
IREBYOEHFETH-T-. iz, & EOTCHIL
WS, JFMEIE L TH T A a5 Bb DR
BN RIS TODIE, 7 =3 mtE Tz
HLOD, BEICFRENTWA HIETEREICT AR A
RICTER A K E TR RN E A ' THoT-.
ML ST =AM DOFFEOITHHOEITIEF D
otz
AWFFEE, T A E TR e A 2 (2 o
DTH5.

X @k

1) BAEZEHE WL R/ M| DR —L_—
https://www.mhlw.go.jp/stf/seisakunitsuite/bunya/kenkou
_iryou/shokuhin/hokenkinou/index.html

2) JEAETIE MR MR RT R SE S
https://www.mhlw.go.jp/stt/kinkyu/diet/musyounin.html

3) I, B EERAIMER, 6, 34-38 (2003)

4) VEEAEBIEDS, THEREAIMERR, 55, 74-78(2006)

5) PriEIEDy, = E R, 60, 50-57(2015)

6) LIRFAIE7>, THRIRFERER, 65, 77-81(2016)

7) RHEEGLED, KRR Z 2T R,
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Simultaneous Analysis of Pharmaceutical Ingredients in Health Foods and Fact-Finding Survey

Michiyo OHNISHI, Shota SOGABE, Hanako TOYOSHIMA, Yuka OOTSUKA,
Hiroshi TAKIYAMA, Hiroto SHINOMIYA

The number of people who consume so-called health foods and the like on a daily basis is increasing
every year, not only among adults but also among children and infants, and some of these products contain
pharmaceutical ingredients, and many cases of health hazards have been reported. In order to respond
promptly to health hazard outbreaks, we have selected the components of pharmaceuticals and other
products to be analyzed based on past reports of health hazards caused by health foods, and examined
methods that enable simultaneous analysis of a larger number of components. As a result, simultaneous
analysis of 58 components by HPLC / PDA, and qualitative analysis of 39 components by GC / MS, 9
components by LC / MS / MS, and 1 component by TLC became possible. In addition, a survey was
conducted on the actual content of pharmaceutical ingredients in 34 over-the-counter health food products
to help raise awareness of health food products among prefectural residents. No illegal drug ingredients
were detected, but caffeine was detected in two of the products, so the content and variation were tested,
and it was confirmed that the content was not harmful to the human body and that there was almost no

variation in content.
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