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# 45
(PIPERIS FRUCTUS)
- N B RN T

e 10+ kp 242 -7 3 s NP A RUBLY Firg £207 FH
FOBERHRS LTI E L EH AP RO R RS REFT AL A S RER

Z ~EpMkRE (B
ZH Pl
4 % £ @ PIPERIS FRUCTUS
#® < % ! Pepper
* Bt A5 5 7 Haft Piperaceae €47 #F 5 Piper nigrum L.2_ 5z % %317 =

REFEIAARSP R R ISR FFTHIFH I AR
LG # e

Bl I RRIREFFT R FEREI PRI 0% T R2F
SR BRI kR B S SR G T E Y P e

MR 2P AEL T ERAZTIREF R %A, B £ 0.3~0.6cm
o 524G 0 BB o TR e RASOHLEE A P 0 A0
FAERMT B R bR L2 Y R4 HEUE S L AE N KA
Wom e § 8Fd > 8a 5594 B d hg )%
Moo RTEh G b o F X4 0 F gl rRF o
é#ﬁii%é%é%ii$%%ﬁ’@ﬁ%é%i£@ﬁ%’
E/L03~05cm> @ & Ad d oo T TEEEE G o AR
Ko FRERIR s RHE AT SRS ARIER PN &
REfES AR RioE 2 o il e o

dEASGDATERN c EHER LR SR REBERE > W LMK 2R
22~28°CH % ® &' & ¥ i 1800~2800 mm =73 FH 37 44312 o 1Y
PoRAG S FEE WX GR TR SE o W8 4107 > %8 10

Vs EAT o RANSER ML ARG B R 8 KT T
E?'\i;%\éwgiﬂlb ”ﬁ o%%ﬁié‘%?&ﬂ,\a”&\ém}@
ARG 2AER

Il
e

e sk ks (B 2)

EL
Rl
k=1
k= N
vav

=

MR 1P R A e 2 23 5T LK e e s o
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%\zi LSRR VAR RN S RIS SR =R 1 I S - R A
FRE P thakd & TR

TR%”Aifﬁ#?mﬁWﬂ%m? o ¢ A R e

Efeit AP R g trd P e

PRk Ad 10~20 5 EEmE A > F XAl me A F 0 X B

AT B RIEEwE O], R BEAET 0 Bp 15 A

FrivEREmre B gts b o > 5Tk o

mEA G %JZ»,,.mFé' B BEE A hREE S RS o

ARG 235 R R mie e d o pgird SN RIS E SR

mie Koo

RF SRR EERES o HR 12 R i Zae A 0 RIS E R

e koo e ETA o

BEFEmE oo R EL P KA T RE S vy W i e

o a:,;u; 10~20 7 kEmre oA > 5 2 Al e o > T3 o) P
AArh s Hp RIERBwe ] > et f o BEHCAE I 0 B 1 7] A
(A i@é&sm'«’c"?‘”"‘ o dmie o PEF TR o

NERAL IR ea > 5ph 35 HEEE S NEER o

féﬁ‘» PR G 23 R R w0 P S iRE S MRS EEP
e Ry oo

LR BB eE R ’L< s “b iy 1~2 & . wrE gk R R G R R
e koo mreETA o

~Ek R RES (F3)

¥ :

N e

AR ERE I o

%L T A E £ Ay E T 15~40 pm o e i dedt P A 0 4
ZEE R TR

PRAERmEE NS L SRR TEREE
mEAEmEREE A, £ 30~50 um 0 F 30~35 um -

B g o ARG A7 WA RE ST e

Fpw] o SR eREE BT LR EE 10~20 pm -

W nrE SERAG 0 ¥ AR BT 50~75 pm e

-

A ARER G o

A e ~ NS AT e e 2 AR 0 o
PRAEREmE LR S A R R PRS-
NEAFmEsE A, £ 30~50 um > % 30~35um -

bal
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24

A AR IR L 4P B F o kiR 1T/ 2(202]) & Y FL T ke o
LA ABTIIN 0 219~221 F o

SEAH P 2R MIE)(2013) £ Y LR HE e S A AT < 201
B oo

Focheiwd 3¢ FELR (1999 - ¥ %*Hr%%‘“‘é%d FRERVBFEHEL . o
AL R Y FELR 08384 F

BB~ FRARE S (9] ¢ FH TR AR =R R) - 17
FeiEd ¥ FELR§ 0 135~136 F -

BIPFL L | §(2020) ¢ 4 AL o EL 2020 55— 3o 40 P FF
BB AEA 0254 F o

VR II(A %)(2002) o #7%® FAF - £ o i L F 1 E DR 0 426~430
B oo

R pZEL LR €(2009)0 ¢ B4 AL foRBL P BHERTLI BT 4 X
it Ak 0 300 F oo

LA s A T (L $0)(2013) © # F 4 2 AR W o AR AR TR 17 B
AEE AL BT RAL 436 F o

TR (R 5)(2020) AT P FEHE % 2 % o ¥ BFEPH KA 107
328~332 F -

(L 0)(2021) ¢ WP EHE 2 AV B R ERIRS R =P oA AP FE KA.
194 F -

%*@ﬁ

112 3% 2 ~ 4 B (4 4%)(2019) o 4 B S e 5m o L FL8 Fd 5 © 409 T o
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RalS

# $2(PIPERIS FRUCTUS)

- ~#H#
PRE LB i Y B o hEHE 10 -

CREZEER
(- )HPLC ®E 2 k47§ ¢
Agilent 1100 series » & 7 Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD GI1315B ; & 7 ¢ 1 COSMOSIL 5Ci53-AR-1I  Column (250
X 4.6 mm, 5 pm) °
() UPLC REZ2 k7%
Waters AcQuity Ultra Perfermance LC » # z Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & +7 *g 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

S RERFRE A KR
- )
" 7% (HPLC grade)ph *+ 2 #4120 @ o
(2) HEEEE
# Hadd(Piperine) P B *0 4 R 4 4 f13LG LA 7 0 MR 98% 1) o

—~

T o~ 3k
(=) B EFB4T6
PhARbi i 60 FrEmFERN01 g B 50 mL g o R
Fede 0 FET5% FE > 50%9 BR ¢ fE ~ 75%2 fiE - 50%2 fE & 20mL
A2 IR IT AIE (3 F 300 W A4E F 40kHz) 30 4 480 &t 10 4 45(% 4000
x g)» B~} ik iBim (Syringe filter, PTFE 0.45 um) » {8 - & 4+ 10 uL ;2
~ HPLC » morpl 182 ¢ fhadb e * M o ff 5 20 P IR EH F B3 45 o

(=) R EPTHGTRE
BEEFBFP A B AGES 20 56 %)% 901 g B 50 mL g ¢
B M pEde » 75%¢ fiE 20mL s AZ S ik 4R I AL (F 5 300 W 0 4F 5 40 kHz)
30 A 480 3o 10 A 48(% 4000 x g) > 12 No.l ik AiBih » B~k 4 » 20mL
2 FRILY 4 T5%C FR 3 %K 045 3 £ 8g(Syringe filter, PTFE 0.45 um)-
T8 o & 4410 uL i » HPLC » A E0A F4F F il 2 5 X 5B~ a2 fk o
ENFHRAER R TENR Rk

11



(Z) HEEE LR
WFEAFP-H R 57 fadk 40mg> 4 10 mL ¢h? @35 1 mL 3
7 e 400 ug ¥ AR S E AR > 30T AR D thie 100 pg/mL
B R SRR -

(z) w&B R
BEEHIA S REES 20506 %) 0.1g 8 5S0mL e ¢ ¢ > B
der 75%¢ fE 20 mL > AZF A 3R F JZ(F 5 300 W 3 5 40 kHz) 30 A&
& > g 10 A 48(% 4000 x g) > 2 No.l Bk miz# » 50mL 2 3
BHY ABNAEARI 1 SRR~ SO0mL 2 FEHLY 0 4
75%¢ % X % & > 4% 3 £ 18 g(Syringe filter, PTFE 0.45 pm) » 47 -

(I ) Rl
HWRE A B4 BRI oA %~ # A R 10plL 0 2~ HPLC » B 2> * &
By RPERRY ek o TE
(=) wEHR
B p e Pt R AR 500 e B8 U5 % iE £ (400 pg/mL) > 12 7 AR L
+ g # Pk A 5 5 400 2200 ~ 100 ~ 50 ~ 25 ~ 10 pg/mL et B -2 505 i -
PIb AR & B 10l A Bt~ HPLC i 7 %8 A 47 > 4% B 5.2
G A (y ph) ot RARE 2 kR (x %)j@f‘?fﬁlﬁ_‘}“ﬁﬁf y ¥ KRR RS
2\ y=ax+bip Rl GHR? o

(=) HHRFR
"R Pk 5 100 pg/mL 2 ¥ PR AR mLoA o sd B R S 4 0 10 ik e
A AR AR SRR L -

(~) LB
LoEAFR  Be - 9 B0 #REHE X 29 P REHB SR EUE S 2
TEE S P R E R SR ik AR RO 1 kg (%) 5 h i
Fhip R L -
2 RIM PR o B8 R EHR R 0 Y FmBFHRSBREUE D
B0 B SRR 0 A W R 05254824 | FEERIREI T P
i R A S gt RO EIEEZ -

(4 ) BRPHELE T & 4&'UE%
1. % p/4&*Y(Limit of Detection, LOD) : #-¢ &k B 2 {£3# 53 /% % “riFE
EOUMERAL S =3 B kR o (5 H R R .

12



Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & & 572 % i
o dungfent 21000 FL kR 0 PR T ERRAGIE -

(£) Ftew fe i s

B o S Ffﬁ%gﬁfﬁn ‘”fﬁ%*#’l‘v% 50> & i» }F%g_ﬁh £ 0.1 g A
B4~ 7 Hadk 4.0mg c TR SR REAE S ERITR .

(+ - ) HPLC & #7if &
1. & 47 ¢ : COSMOSIL 5Cis-AR-1I Column (250 x 4.6 mm, 5 pm)
2. ¥&pAE 1 UV343 nm
3. ;wz - 1.0 mL/min
4. FHER 125°C
5.0~ % 1 10puL
6. # & 4p -
P R (min) 7 7% (%) k(%)
0 70 30
30 70 30
) AT B R EHT ERIT
P10 $47 B8 o B kS TR S B S A 10
uL i@ 3§ 3 642 » HPLC» ##@ T ak i 5 ff 2 1 2 NP E 59 ¢ 4
W AWV ZE o
(+z) ##Htk &2 UPLC 4 {7if 2
1. 47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. %ﬁi?']iﬁ»vﬂ : UV 343 nm
3. swiE 0.4 mL/min
4. ¢ %J_‘m.)i 1 35°C
5.A4A>% 1L
6. # & 4p -
P ¥ (min) " B (%) (%)
0 70 30
6 70 30
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I“p'at

(- ) HBRAEE 5+ #hik 2 HPLC & 47

G P 8.98 4SBT ¢ fidk ¥R R St (- ) -

2 5

- ¢ i R S

(=) # & *$a%Hie 52 HPLC & 17

WAF TR 9.10 A EaAE TV Y P IRE RSP
e A BF(R) S 6260 5 £ F1F (N5 095 b kg * P& Kkp o

% 2. HPLC % 47 Bl

=20

¥ Pkl L ¥ ()2 ) -

# 38

(—— ) ﬁ’»’i—rB"/ 'liﬁ—;:r-lp

YT5%e fRIA R AR HRRE O & R
BT 75%C fRiA R 5 b2 X R 8(R

Fe— ~ % P""—fB"/ Bt

DERNE R i

LEHE

) °

2 HPLC & 47

ATtk L G A

% B ke L G A | B E
7 % 12946.15
75%"7 A 13160.95
50%7 A 12760.45
% 12903.30
75%¢ fis 13180.05 v
50%2 f% 12767.65

14




(2 ) b 5 P i
LA ER 2 A KLY S B E B2 2 (X% X 98%) (4

Z)o
22 00 P IREHR S E BT HGTR
75%¢ fi% # Pk kM o Fi
1= 10871.35
2% 237.85
53 =% 57.30
¥4 =% N.D.

(1) HRARE S ikt 8
EFRERFHEXHE D EITA%E S ok BRE()TE IR E
AR G y=67.073x +24.367 > R2=0.9998 > & 77 k& f 10400 pg/mL
T RS G(RZ) -

2 5

80000y = 67,073x + 24.367

e 22000 R2= 0.9998
W< 20000

15000
- 10000
5000

0 100 200 300 400
JE & (ug/mL)

Bl= ~ 7 Hdk 2 & & SLE

= s P ik B E A N
HEARE S ik & (ng/mL) MW hE s R?
7 kg 10400 y=67.073x +24.367 0.9998

(#) %R
PSS ET F1* HPLC TEEETH DR L P IRGEHE DR 2
PHIEE L 5 0.19% » & i P R R Kp o

15



(=) EAHER TR
FeS%HT 1% HPLC L2 hEAF 1 24 > o fakg £ 47 122
IPEHEE X 2 5 1.27% 0tk Suig * B RPN o 3 Rk B 24 ] PR AR T
ELBAPIHRE L L 047% R LB ) F 4 RS AT A 24 ) PR
= RlE s~ LR o

(~) BRHEE LR G
7 todg @ RHEL S 0.5 pg/mL (B2 ) TE &5 2.0 pg/mL (BT ) -

# PRk
# P /
Bl ~ o ke 2 1 R)R TR 47 ) BT~ fhdk2 T 8B TE 178

Fw o~ RIE WA AT

W ip|sE P 7 Hadk kR R.S.D. (%)
HHAR  (0=5) 100 ug/mL 0.19
LA (0=5) | &% RNo.2) 1.27
B (0=5) | # &% rNo2) 0.47
W pHE T (n=1) 0.5 ug/mL -
TE &' (n=1) 2.0 pg/mL -

16



(L) i dew fe ik ok
o P T IO w e 2 102.5% 0 APFHRE L § 333% (%) -

2T N PG e
St | EHAE] 53R |4 8| REAR | wieF | Tiw e [RSD.
(No.) (9 (mg) | (mg) | (mg) (%) (%) (%)
1 0.1002 4.0242 4.0 8.2091 | 104.84
0.1004 4.0323 4.0 8.2083 | 104.82
0.1001 4.0202 4.0 8.2110 | 104.89 102.46 3.33
0.1001 4.0202 4.0 8.0264 | 100.27
0.1004 4.0323 4.0 7.9151 97.49

gl jw|N

(4) £87 80 & FHz LRl
10 40 #HEH 2 § BRI TS E (08 ) ird = 97 > & kg e}
£ 5 3552—4016%’@5;@\; #F fﬁjﬁé‘*ﬂ—#ﬁ oA ,Hi% ';’J”Jg ‘_&7‘ 88 3.3%0

T e # Bk 3 b K57 3000 (3 % i 5 10256) -

R S Rl o Ak Lk i Bk B

%41 ¥%%.(No.) & Bk 5 B (%)
1 (NC) 3.650
2 (NFB) 4.016
3 (NJB) 3.654
4 (NWB) 3.675
5(CA) 3.552
6 (CH) 3.675
7(8UA) 3.635
8 (SUB) 4.006
9 (SUC) 3.826
10 (SUD) 1979
548D 3.767+0.175

17



(- ) 9 s & H 2 HPLC 4y & Bl oed =
10447 G0 ¢ R E R S5 R & 10 uL 24k > &7 HPLC 45 % [
B eripl e

1. &47¢ : COSMOSIL 5Ci3-AR-1I Column (250 x 4.6 mm, 5 um)
2. ¥%plAE UV 343 nm 3. s ¢ 1.0 mL/min
4. FHIER 125°C 5. 4A~% 1 10ulL
6. ##4p ¢
P R (min) v 7% (%) ‘K (viv, %)
0 70 30
30 70 30
i
st
R ﬂ »/
i 1
______ — e e e e e — - _
iR [\ 5
______ .‘,'\-________.-...ﬂ-___-’f\‘\-\_________u_—__.——.________
G /\ 3
______ v‘_—_n—_—_—"-\.__r”‘ e ——————— e T T T — — — — — — -
4
Al 1 L _
j\\ 5
40+ v - ——— "

=

30+

e

4
; b
o0

> >

10

-l

- - - O O
0 ] 10 i 2

B~ 10444 ¢ % H 2 HPLC 4, = 3



L o) HERAEE S ek 2 UPLC & 17
RGP 158 A BAE T ¢ Mk PR AR S R () -

AU

1.00 T
0.80{
0.60{
0.40{

0.20—

0.00

# 1k

0.00

W=~ 7 ke ¥ RRAREE 503 7k 2 UPLC & 47 B

T T T
3.00

Minutes

(=) # &9+ ¥FHik &2 UPLC & 47
WGP 158 A BRME T 0 B R ST  fk g (B ) o

AU

1.00
0.80—

0.60—

0.40—
0.20—
0.00—

# 386

Y

0.00

T
1.00

B~ B9 e 52 UPLC 4 47 B

T T T
2.00
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2 7 #5(PIPERIS FRUCTUS)

-— ~» ﬁ%:i"
B Es B RBEN L 105

CHRER AR

(- ) HPLC &k B2 K78 4=
Agilent 1100 series » & 7 Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; & 7 # 1 COSMOSIL 5Cis-AR-1I Column (250
X 4.6 mm, 5 pum) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & +7 ? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

I REREER AR

(=) ##H
v ﬁﬁr(HPLC grade)R- ¥ >t 5 B A G AN P o
# Hrdg(Piperine) P % >t 3 L 4 P H AP 0 AR 98%rL b oo

z N3 ;‘,{:

(=) B GEPF4TR

ARBREO6R > A PEREFEEH01 g B SOmL grug ey o %

FEde ~ P R~ 75%° BR 2 50%9 fig - o fE s 75%2 iR~ 50%¢ fig L 20mL >
A E AR T AL (F F 300 W > #E F 40 kHz) 30 A 48 0 .o 10 A (% 4000
x g) » B~} ik &g (Syringe filter, PTFE 0.45 pm) > 8 o & & 10 pL iz
~ HPLC > 1 #7R|{FE L€ £ 2 ¢ bk B~ R o f 5 B 2 2+ WEHE
BA 4 o

(=) BB EBIHGTR
BRIk S R (B % 20 AR L 9 01 g & 50 mL oo
P Barde » 75%2 R 20 mL o 42§ A 3R T AR (# 5 300 W 4E & 40 kHz)
30 & 480 Hee 10 4 48(5 4000 x g) > 2 No.l g ARiE g > Brigie # » 20mL
2. % BHLP 4 T5%¢e fR 3 % R #: 3 £ B u(Syringe filter, PTFE 0.45 um)>
@ o 5 4 10 uL it » HPLC » @,g:wm; i R 5 E e s g
ERF MM ER R TEN S EE A

20



(Z) HEBEESZR
BT HRARE 23 ik 40mg > e 10 mL «n? @+ % 1 mL 3
# Podie 400 pug ¥t R AR SRR H AR 0 2 T ERAFR T #F i 100 pg/mL
WA RSB

(2 ) & &% R
BFEf-AEd A(E S 20 5L ) 0.1g> ¥ SOmL 3 g ¢ » Mgy
de x 75%2 g 20 mL o A2 R I AJE(# F 300 W o 4 & 40 kHz) 30 &
& > 3o 10 A 48(%) 4000 x g) » 12 No.l Jp A8k * a4 » 50 mL 2 %
EALY CARMAL IR LS SRR A S0mL 2 FEHLY 0 4o
75%¢ f% 3 % & > # 3 £ i8ig(Syringe filter, PTFE 0.45 um) » {8 o

(1) plzs2
HBpren P4 R AR I 503 % ~ Hk Sei% Rk 10uL > ;L ~ HPLC o Bl &> * &
Bd R ARY ks £ TE o

(=) ®wEMR
B rgen Pt AR oot ke 55 & 03 % i £(400 pg/mL) > 12 7 pR AR
X 7 # Hakk A %)% 400200 ~ 100 ~ 50 ~ 25 ~ 10 pg/mL % BB 4R 28 508 % o
AR £ B 10l 4 Wi~ HPLC :2 (7 & 4 17 0 1% HRiE% 52 )
o fi(y ) fr RFE SRR M) FREEF > T REFRERL
N y=ax+b ¥ iphi G#c R o

(=) #H%RFH
" kg 5 100 pg/mL 2 $ AR 505 e i 4R S £ 0 E g eh
GRS g iR RO EHREL o

(~) 4 f,% ”‘il“i;é%

LA B g2 fwwfa ok B R B S R W 2
TiFEE 5K E'”fﬁé%ﬁ;f@rww“ BRI M e g B (%) A ;}Fﬁ‘{ ,
FA AR ERE L -

2. R IP R -7 B2l ENR R RV EEHRSARUE 22
W B SR 0 A 0241824 [ FEfRR 0 P
R S R e R R

(4 ) W' T B R
. 18 @4&*2(Limit of Detection, LOD) : #-2 Fvik & 2 3 =03 it 7 474FfF
FoUBLRESOL L =301 B2 kR TR RIRILR S E o

21



2. % & 1&*YLimit of Quantification, LOQ) : #-2 4rik & 2 &1 53 /% 7 ¥74F
B Fduagient 3 =100 F2ER 0 TR T ERAGIE -
(4 it ek s
oo e thidk F RO IREME A S o FRERERG 01 g0 A
Wl e~ P kg 4.0mg 0 TR SRR EE S 2R ITR 2 .
(L - ) HPLC A 45 5 2
1. & 47 ? : COSMOSIL 5Ci13-AR-TI Column (250 x 4.6 mm, 5 um)
2. ¥ RLAE UV 343 nm
3. ;i ¢ 1.0 mL/min
4. FHLE R 1 25°C
5.8 ~% 110 puL
6. # & 4p -
P & (min) ? f3 (%) k(%)
0 70 30
30 70 30
(*2) 237 peBEHE EM T
Pl03 D B R EH R SRR AE 2 URRERR P10
uL @ 4 3 4551 ~ HPLC > “5{8 T dopl o 6 ff ik i | 2 R B4 59 2 45
e A G
(+ =) # e &2 UPLC A 47 % 2
1. k47 ? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. #%plAE UV 343 nm
3. sriE 0.4 mL/min
4. FHER 135°C
5.0~ 1 1pL
6. #H4p -
P ¥ (min) " (%) k(%)
0 70 30
6 70 30

22




I E%
(- ) #ERAEE S k2 HPLC & 47
G PERY 8.98 4 45 A T ¢ Padk ¥ R AR Rk i (- )

2 5

/

Bl- ~ ¢ dde HRARIE 505 % 2 HPLC & 47 Bl

(=) 7+ & 2#HEHE 52 HPLC A& 14
TR 894 A MM T 2 H B H R S otk ik (BC )
SRR A M (R)S 5050 5  F1F ()5 0.96 0 394 5 stif * & fp

2 5k

Bl= ~® B 2% i F k52 HPLC & 17 W
Z) R EEFRBER
"LTS%e PR R SR EEE 0 F L FH L R A0 ke ik 5 S

BT 5% FRiBR R BREEBRE(E-) o

Fo— v F FEBRREITR

% W U R B S-S
v pE 11231.35
75%9 fE 11071.90
50%7 fiE 10891.90
o fi% 10742.45
T5%¢ fi% 11308.55 \
50%¢ & 11086.80

23



%%@ﬁﬁ% FAA L BT TR 2 (FR S

22 R BEH RS G

75%¢ fif 2 dk % B A
%1% 9347.50
%2 % 308.70
% 3% 52.45
% 4% N.D.

(1) #HREES thigte 28

%3 989%) (4

EdRERTBEEH LD EiTA%E s fF0F BE(YTEITHRE

M2 AEN 5 y=67.073x +24.367 0 R2=0.9998 > gr kR B
g AN A (FIZ) -

10-400 pg/mL

30000 & Hadl
25000 r y=67.073x +24.367
*‘:1‘5- 20000 R2 = 09998
5
1
a 5000
= 10000
5000
O 1 1 1 )
0 100 200 300 400
JE B (ug/mL)
Bl= > # ik 2 & £ RE
%=~ P ik 2 B E A AR
HREE S Jk & (ug/mL) UER g R?
# Hadk 10400 y=67.073x +24.367 0.9998

(=) HHEFR

FH&EERT o I HPLC 2 F E e B R 245 > P s iF B R 2

AAHEEL L 019% > &k R T S e 4 Fpoe

(=) EARER RS
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LR EA o fI7 HPLC LR 4 & g i U8 » ¢ kb £ A7 2
B L £ 5 220% Bk Sl P HE RN o 2 Hakg B 24 | BN AR
AR L 5 027% % - L8] > F 4G ST 24 | R
TR TR

(™) BURIRIE T8 B E R
# ke RS 0.5 pg/mL (Blz ) LR L 2.0 ug/mL(H1) -

_ # i d
# P b : v
" | MWM n ST S
o ey Fﬂév‘ J ‘ i ’ . . - - T .w o

Fle & fadk2 0 RHE LA 17 F) BT ~ & ke 2 2815 TH 15 B

Fw o~ L REAS T

¥ ip] 58 ik ik B R.S.D. (%)
HBAE (05 100 pg/mL 0.19
A (0=5) | &% (No3) 2.20
B (0=5) | & ©No3) 0.27
i R (n=1) 0.5 ug/mL ]
TE & (n=1) 2.0 pg/mL -
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(1) e w etk
F Hdg T o e w e F 4 105.1% 0 APSHERE R L L 1.23% (27 ) -

2T~ g e v o
oL | BEHAE| FFE | xR RIEFE| vt | THw S |RSD.
(No.) (2) (mg) | (mg) | (mg) (%) (%) (%)
1 0.1006 | 4.0403 | 4.0 | 8.1620 | 103.65

2 0.1003 | 4.0282 | 4.0 | 8.2846 | 106.71

3 0.1005 | 4.0363 | 4.0 | 82064 | 104.76 | 105.13 | 1.23

4

5

0.1001 | 4.0242 4.0 8.2656 | 106.23
0.1004 | 4.0323 4.0 8.1889 | 104.32

(L) 457 &2 iIEH 7 20
10 #2382 7 BRI LSS GR&)Ack 2 917 0 # kg
B 5 2929-4055% 0 2R L HHEHRHES A Pk £ @00

3.3% o Tk F Bode o Pk g 3 B2 1T 3000 (F E E 5 10183) e

.
T
E

32 AT B LU BB ¢ ke B

11 %5.(No.) 2 a3 B (%)
L (NC) 3.208
2 (NFA) 3.337
3 (NJA) 4.016
4 (NRA-1) 2.855
5 (NWB) 3.000
6 (NX) 2.761
7(CB) 3.068
8 (CE) 4.055
9 (SUB) 3.681
10 (SUD) 2.929
2 ELS.D. 3.291+0.472
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(+-) 2o ia®2 HPLC 45 ¥ Bl et =
10407 & R B 55k & 10 L &4k > i 17 HPLC 4p 2

EERIER

1. %’}‘r? : COSMOSIL 5Ci13-AR-TI Column (250 % 4.6 mm, 5 pum)
2. ¥ plAE UV 343 nm 3. ;i ¢ 1.0 mL/min
4. FHE R 1 25°C 5.4 ~% 110l
6. & 4p ¢
pe ¥ (min) 7 A% (%) K (%)
0 70 30
30 70 30
m'N-I 1
/a’f' ot b
0 ﬂ
/| 1
= R «_,“,/\L ________ B
/ )
______ —\‘—._.-n_.n.m____.-ﬂ—#'\——‘_..-"{\\'—————————————u—'--—\________
B+ H 3
______ .v—________.-\_ﬂ-\____/ Rl et el el el et el e N e e e e e e e
4
0 4
P i
J\ :
{0 Vv e — AT e e
6
e ———
0
7
— ey
0 2
e e s - .
1004 ) A 9
10

T
10

B> ~ 103 2 3F ¥ % 412. HPLC 4y ¥ RlG¥
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L o) HERARE S ek 2 UPLC & 47
PG PR LS8 A AT ke H R AR i ()

1.00

04805
2 Pkl

Q 0.60? /

0.40—

0.20—

0.00

T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes

W=~ ¢ fadk HRALE 503 %k 2 UPLC & 47 B

(+=2)# &2+ m#FHik &2 UPLC & 47
NF PR 158 A B AT 2 P BRI ST ¢ ik (B ) o

1.00

0.80—

o Yk

0.40—
0.20—
0.00

T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes

B~ P 82 EHk 52 UPLC & 17 B

(Lw) #ihigns F58 s o3 E2 08

EE]

A+ 58 T Ci7HoNOs 5 & F & 1285345 5 8L 1 128-130 C 5 6 & & o

(£3) # g i
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(+ =) # #adg = 'HNMR B

Piper ine_Acstons_E00  2024,/09,08

£.015
3.508
3,500
3,551

I [MM alle W = IA

8 ] 5 4 3 2
ﬂt‘;!u :2:. u!ﬂ- u llj‘:ﬂ i:—;g 4‘3‘2 ) ?.—ns?:‘ﬂ
B~ = - # #udk <0 'H NMR B3 (acetone-db)
(=) # frdk e °C NMR B3
Piparine_Acetone S00 2020,/08,/05
[ 11
|
|
|
| | _
- ——— 5 0 O | e _— : W ——T
P T T AP

BlL = - # Hadk 0 °C NMR Bl :# (acetone-ds)
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(+~ ) # #adk 7 ESI-MS B 3#
D:caliburData\LO, -Wen\2024\Piperine 08/6/24 15:28:50

Piperine #111 RT: 1.10 AV: 1 NL: 3.08E8

5 P +
T: FTMS + p ESI Full ms [100.0000-1200.0000] [M+H]

286.1432
3000000003

2800 .
00000 3 3ns.|1 250 [M+Na]+

260000000
2400000005
220000000?
2000000001
180000000 |
160000000

2 140000000

Relative Abundance

120000000
100000000

80000000

60000000

40000000

279.1586 || 204.1004
2721277

20000000
| |

301.1404

¥

313.2341
326.135 345.2162
AAaRs|

2161744 2329301 250.2137
O—frrrrprrreerrres ™ T Tt T T T

T k | | T
200 220 240 260 280 300

miz

Bl ~ & Hdk e ESI-MS B3

(+4 ) # thadk 7 FTIR B3#

320 340

I Fri Sep 13 15.31:03 2024 (GMT+06:00)

Y% Transmittance

. eSS

Pk
Ll
8% &
i1
a8 W~
4000 3500 3000 2500 2000

Wavenumbers (cm-1)

« # ik e FTIR )3

=
-
4
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=) # ik UV R3#

1.583 Peak 1
| 341.4

341 nm

400.00

2
0.10+
000
200.00 220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00
nm
B+~ kg UV Bl
- ) Pk d RV =R
O
o P
2@% >1"
3 5 11 0
It 10
7 Pk
Fo =~ P adk i~ B 1Y B =4 (Acetone-ds)
position 51 (600 MHz)? & (150 MHz)
1 - 165.3
2 6.66 (dt, 0.8, 14.6) 121.8
3 7.31 (ddd, 0.6,10.9, 14.6) 142.7
4 6.95 (ddd, 0.8,10.9, 15.6) 126.7
5 6.86 (m) 138.4
6 - 132.2
7 7.11 (d, 1.7) 106.3
8 - 149.3
9 - 149.1
10 6.84 (d, 8.0) 109.2
11 7.00 (ddd, 0.5, 1.7, 8.0) 123.3
1,5 3.57 (t, 5.6) 47.2
24 1.54 (s) 27.6
3 1.66 (m) 25.4
% 6.02 (s) 102.3

4(Multiplicity, J in Hz) in ppm.
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¥+

s
4 #Z 7 . PIPERIS FRUCTUS
#® < % Pepper
A R A& G # #af! Piperaceae 16 47 # #a Piper nigrum L.2_ 573 4517 = 3 & &
BEF o
B

(-) w&EBZR [FE22111%8Y FL 5 n) v
— P Ak 1.0g 4 f 10mL 425 A& T 30 ~ 45
Wi 0 PR (AR EIBIR o
[ 2 2] (7 £4 % 2 feREL 2020) (4% FH
HEE AP )
—PF Ak 1.0g 4c2 BB 10mL 425 AR T 30 ~ 48>
Wi 0 PR TR REIBR e
(=) HREESE P ik (Piperine) ¥t BILE & > 22 r 4z 4 5x¢ > s @R
% mEAFE 1mL 7 1.0mg 9530k 0 (T3 HBREE AR o
# HPTLC silica gel 60 F2s4 » 10 cm x 10 cm ~ 20 cm x 10 cm
Boa [ER#H1)(L%7 #L 5ek) (¢ A REfrREL
2020)

,\
Jit
p—

® O
e

—r el ey Ak (8:4:1)

() B B f 10cmx10cm~20cm x 10cm
(=) & B OEBRHIFATG I5h4  ViFER  BERIE4EEcm -
() %d &EAR higis o 3E Q54 nm)R ST AL 0 B 10%F L/

z ﬁ?%ﬁu’f‘f (HzSO4/EtOH TS)FF.’ % f;ﬁ » 105 °C+e ,éﬁ‘j. ]’,;z_‘ %; %‘E 4
oo 4 bk 365 nm) PR ST AR o o
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S FRERERRRR
F5%p o 113/11/13

B %% & (RH) @ 66%

£ B (RT) : 23.9°C

[ERH2)( (4B FHEES ~p ) —1 e 5

—HPTLC % * % (254 nm)# 2!

o e i -

Ak (814

—HPTLC 10%#rfis/c feididgd (47

Bk

. B - e

1))

S oy LU
123 #* #2d4% (1.0 mg/mL) 1-2>5uL
4,556 wEBR4[FR22 1] 2>5-8uL
7:8:9 BaEard[F532 2] 255>8uL
EREFZI2AZZ2REPRY T AHEER DV ek FUEREY o Rt
(L8 &) 2 [+B*">‘é 1]-

EREAE P e 20l SRR [FE2 2 1] 50l -
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VA RASESR
PP 113/11/13
p 8 & (RH) © 66%
# & (RT) : 23.9°C
[EmA 1] (L4 L 5o iR) (¢ F4 3L foREL 2020) —7 ¥ : ¢
pecfia @ (7:201)
[575=02 1] (447 #4 5w 5%) —HPTLC ¥ * %254 nm)¥ 1(+* #adk
Ry % 0.55)

(5522 1](4 87 £ % n 5% ) —HPTLC 10%F:fk/ o BFifiR A ¢ (5% 7
% (365 nm)# ! (+F fadk RyE 5 0.55)
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[ERa2)( (4% FHFEES AP ) —Dem oo @ B:4:1)
v

(5222 1] (447 #2 % e 5x) —HPTLC % ¢t (254 nm)#& 1 (+* Hudk
R/iE % 0.31)

[55=2 1)(4 %7 #2 %w ) —HPTLC 10%Fr it/ e feifin kg d (5% o
k(365 nm)# ! (+F fadk Ry 5 0.31)

1 : Blank 3040 RSB 4
PRRELRTTS 5 : Spike

AR S [F R 1] S8 (R EHIRE) 2 [ER A 2]
BR ks RyEge > Aaid o &k [BBA 2]
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o LR NER

F%p ¥ 113/11/13

10 ¥5 & (RH) : 66%

8 B (RT) : 23.9°C
[BERH2)(AE? FHERES ~p ) —D eI c @ A 8:4:1)
(5502 1] (447 L 52 r)  [Fm-i 1](4%° FL 52 K)
—HPTLC * ¢} (365 nm)# ! — HPTLC ¥ ¢} %(254 nm)# v

(55 2 11(E8Y FL5eiR) [F222 11(L87 FL 5 iR)
—HPTLC 10%F5fe/e B d 167 L —HPTLC 10%&5 /e fhikik B4 15
Ky ¥ eh k(365 nm)tk 41V

1 : Blank 374 5 4
209 g 5 : Spike

RPN AN (254 nm) & 2 10%F L/ e FRERR BE S (8 o k(365
nm)iE AR > BT OB S T RP B A A2 iE o
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I~ A2 R BN R SRR

F5%p o 113/11/13

B %% & (RH) @ 66%

B A& (RT) : 23.9 °C
(BB 2)(A %Y EHEES A p)—retcpefm A 8:4:1)
(522 11 (487 Fu 5w w) —HPTLC

(1) * b %£(254 nm)# !

(2) 10%#n e/ e F3 38 B & 15 % b £(365 nm)i& !

1 Blank 78 &% 0% 3 (NJA)
# #3245 (1.0 mg/mL) 910 | t&&i% % 4 (NRATD)
3.4 | e 1 (NO) 11712 | # &3 5 (NWB)
506 | i3 2 (NFA) 13| Spike (# 573 i 4)
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(ERH2)](AE FHERES AP ) —De = cEefm pm 8:4:1)
(52211 (447 #F& 5w %) —HPTLC
(1) % ¢t %(254 nm)# I

(2) 10%Fr /e f i g ¢ 15 % ¢h %(365 nm)ik !

~

1 | Blank 7-8 | &% 8 (CE)

2 #24% (1.0 mg/mL) 910 | # &7 9(SUB)
304 | 53R 6 (NX) 1112 | # &% % 10 (SUD)
5,6 | %%k 7(CB) 13 | Spike (3 &3 % 4)
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I~ P EREH R SR

F5%p o 113/11/13

B %% & (RH) @ 66%

8 B (RT) : 23.9°C
[ERH2)(AEY EFHEES AP ) —R ez e e A B8:4:1)
[5222 1](4£#7° ££ %2 x) —HPTLC

(1) % ¢k k(254 nm)# I,

(2) 10%#n e/ e F3 38 B & 15 % b £(365 nm)i& !

- - - e

e - - 1 - - - it
o e W G W e o W WP W S

1 | Blank 7.8 |4 &% 3 (NIB)
# #3245 (1.0 mg/mL) 910 | k&% % 4 (NWB)

3.4 | e 1 (NO) 11212 | # &3 % 5 (CA)
5.6 | i3 2 (NFB) 13| Spike (# 573 i 4)
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[(ERH2](HE FHEES AP ) —D = c e A 8:4:1)
(52211 (447 #F& 5w %) —HPTLC
(1) % ¢t %(254 nm)# I

(2) 10%Fn e/ e Fg 38k B & 15 % #b £(365 nm)i& !

10, 11512 13
1 Blank 78 | &% 8(SUB)
# Had% (1.0 mg/mL) 910 | # &i%i% 9 (SUC)

3:4 | ¥ &i%i% 6 (CH) 1112 | ¥ &3 % 10 (SUD)
5.6 | &%k 7(SUA) 13 Spike (¥ 5i% i 4)
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