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BEFEERSENEERNEREERNRE, B3
HPLC BH—TEEBH N, EFR . BRA=ZKNHLF
2 BN T BT HEEH M Waters AR E 2004 R 5%
U T HE R KA M A #H (utra performance liquid
chromatography, UPLC), 3k 1. 7 pm R B 49 € 35 HE K
B, BER Agilent ARAMSRAFASFRETRIBHE
¥ 48 8 #% (rapid resolution liquid chromatography, RRLC)
A8 WK A @ ¥ (ultra fast liquid chromatography,
UFLC), 5+ %1% F1. 8 pm A 2. 2 pm OB 40 B3 AES0R . 3
HEERTRESRM ACRRENEHARNRARIT LD
#7259, UPLC.RRLC fIUFLC AR ERMWE Kk 5,
BHEHFALEAT2FOHEA,

UPLC.RRLC fIUFLC IR 5456 R 5. 0 pm B
ERaE RN HPLC A KERNEY HEE
EXNEAEELEARRRES BMAANTRARDHE
B.gEstreE fRomE R, Bl gRign e,
HABERNNERERMAAER BT . AXX LN
BB RE . RERMBEM REFAEARKENLE
BF, HHEBRNAENEEE. ST RR REERER
HPLCA TRANRR W ERA RN IR RUET R
# ¥ £, HE,UPLC/RRLC/UFLC BB FAS LY. X
REY RBEAFSFEFR, AXEERREPHR
KAHAEPHUBE—~NAE.

¥ E 4 : 2007-12-30

1 EXRE

UPLC/RRLC/UFLC 5# % # HPLC R R A HR K
S EE R, B ERE R van Deemter J5 & , B3 0B BUB B0
MMM ELEREMHETP) TR, 2B ERMER. B
FHREE MR BB BN R A, A RO 8 808
HETP W ELBEERKORR  BRABREHRHNE -1
BEA PEAKABRRA . B THARARREFHER
REAHETP A LA DERSHN TR, AERH
HETP HA Y- P RAHRBRENRELE, HETP &
MARBY KT MNERANERABRBREEATLUR
FRIFAOSEH AT TR RE R E . SERAEH
SEA I E SHRNTH RIE W, SO BOR B KRR,
MABERMEREFH P ARENRAGEREGR, PR
BENERTAREN, TLRBES NG, LT3
REBNERRBT - MHMKE.
2 UPLC/RRLC/UFLC 5HPLC it RW R

B8 K8 o b8 R R A 3% (high tempera-
ture liquid chromatography, HTLC) [ {5 # & : Zorbax SB
(150 mm X 4. 6 mm, 5 pm), & B H & :4 mL/min, & #:90
Cl.EBEE SN 4X 10" Pa #y UPLCL & i# & : Hypersil Gold
(50 mm X 2.1 mm, 1.95 pm) , & Ji & : 600 pL/min, &8 :
30 Cl.E S EA11X10°Pa f UPLC[ & ¥4 :UPLC Acquity
Shield (50 mm X 2.1 mm, 1.7 gm), & B #i & :1 mL/min,
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B30 CIHE% 8 HPLC[ {a #% & ; Xterra RP18 (150
mmX4. 6 mm, 5 pm), KB FH & :1 mL/min, &30 Cl4
HEHEAENeETI. RANERE RASINERLS
REB/NEHERIBNEREMMAZES HMARERNERE
XLC MW, LBRALC 5HELC shhEME BANG
CRBER CRBNF2um MELEH 1X10°Pa #
UPLC 5 HPLC W% EHIGEREHES B EEESH
B.AERRRE,

Guillarme ZUI 8T 20~50 mm &GH, ¥ B8 KB 3.5
1.7 pm 5E% K150 mm &, BB R 425 pm WHPLC £ i
S EMR, 4F20~50 mm SR, RB/HTF 2 um B M,
BRE1X10°Pa B UPLC, ZE L4340 R EH B4 . REER
HRFMAEBRBARE, FXMMRER A van Deemter
1 Knox i 22 X AcquityBEH 4 (50 mm E{ 100 mm X 2.1
mm, 1.7 pm) #AT T4, LR BIE L B R 3 A% iR R
RTEL GEEREENEBEEMBIROEH,.FE5%
HLHPLC W38, 94 UPLC Ry TT47 B FR R DS,

HTRIEMF2pm BEENHEEEEEE, RAR
ReszEn ¥l R FREREHDT 2 pm BiHK
B FHMS ym RERERIIANER ERERE B
ZEAEARET HEE G BRRAES T KR 84 et
B RED1X10°Pa EAB/MEFEER, B H 2 HEE.
mish h¥ M & B8 ERFEANEWDY,

i HPLC $## BJUPLC, %t 4 fp b 25 B 0l R H 25 ) ) e 7=
W EES RS, BT B R K HETP. M % E F. 4%
R EAES G S EOM S 5T A JH %l 8 UPLC A1
HPLC g% ®,i1i UPLC (R AR . TA NG REXIHE,
MHPLC BJUPLC F¥H R EA R K UPLC EAHEE.R
BERNSBEFAREVE FEAAYHAR AL
. ERERBAESELTRP, ERENHNE ALK
TV H R E T, BER LI E] AT 2 @ WD
#. Msh, Yoshida U3 T RRLC 545 pm @K
#IHPLC Xt H ARG FF LK R LB L G H T EBER.

INBRBS RERE BIEZXE R MR E SRS R
EEMBERRANRECBRSHR T ERMRHEEH, X
¥EHPLC RAFE B RKG#TLEHLIH . SHPLC
e, BB MR AR R E R ETE B EBR R
BTREEMIHE B THERAKE.

3 ENHRHAEAGHER

3.1 TEREZERTHNELHFKRA: UPLC/RRLC/
UFLC P XM ERERAN I BN PRETEEMNE
. &HESM% 36 kR A4 R 10 M H A7 UPLC
MG BAEET TR, LR AXY UPLC REFTHE KL
EZREMNARFR.

K HARRLC Xt MEBAERFHTHE HXRRLC &%
AUHEGTHRAEE, FRXABEHXDB-C,(50 mmX
3.0 mm, 1.8 pm), A MBI S pm BB A =42 Z. HiR
20 C,HM FHmMaPE, £/DAD ¥R, B K 210

nm GHHEBREEL . GERRK, RHBEIKA-ZHE®,
BERR, BFHN0~4 min:5%~23% B;4~10 min:23%
B;10~12 min:23%~30% B;12~18 min: 30% ~42% B;
18~22 min:42%~95% B;22~30 min:95% B; kB ¥ &
0.4 mL/min, BB FRE(TIC)RHE 22 /254, Hpof
B2 TOF-MS S ETH¥EN, CEEAETEXREE R
BUR BETRAIFER ABERRBEERLR. BEER
%, R FARRLC-DAD-ESI-TOF-MS X R &% # R 4 #H T4
AR THAYMEE S RESH,

Zhou %ISR B UPLC-ESI-MS F MBI TH&EF 6 4
WHE S EFLEEARAETFRNERIR HER
UPLC MICSASS R F# T TR &SP RBHASHEE
MEHMEAEDBR, KB THXEKES . RAUPLC-ESI-
MS/MS 3% % F S5 M4 ¥ Trollius ledebouri Reichb. T

CERAHEW,20 min AMS-TIC & #EBERS U EHE

Wk, B A0 33 L4 B M 3 IE SRR T O R O ol A R
FHEE . HFI5PRA/BEIMS.MS/MS HEHEBTEET
1t 2% 25 #U, Szajwaj % i fl UPLC-PDA 4 #i T B ¥
Ocimum basilicum L. . ¥ /> % Taraxacum officinale F. H.
Wiggers. X & Glycine maz (L.) Merr. 135 ¥ # Mentha
piperita L. 4 F B+ BB

X8 % Vg ST — F i 8 1) RRLC-MS/MS F ¥ , T %
BTFRBETRN XSS FETERE B FREKN R MH
FE MERATHFENELFRRS N FREBE.
3.2 ERHEEHLEEFMA:Liu %" H UPLC &
SATREHHEREREREBERIWHELEE REF
R E B4R B e R R R R RS e R B 20 A
B4 53 AMAS UPLC A BEFHNT 11 KRR R
KASHR  ZHERPEHHPNEEIRHRGA T TG H
BT ERE. 5EEHPLC FEHEL , BRRBHG KL
ERTVARR.TEEN BMEEREELRL.

BuL2,3,5,4 -“RZHBHE KER KEETRY
BHEAS I PHMESMMIE SRR, ARRLC &
HEITANSER—GHAGTH _XZH5T . B8R
KRR AE L EE,SHTE RS 5 min,
3.3 PHRRAFHANGERSF - RAAGHEHES M
FEUKPHLRBMETR, AARSFL.AEFHHY,
BORTHRITHREES MNBEELFRERR. RAUFLC
®WERABESHPEENE PR MEH R, 5HPLC
% IBERATTHR, S EEEREFBIERERLER]L.
f1#1 R, UFLC $4E FHPLC #72, tesh, RAUFLC %4
BYTRAAGAPHERGMMEN &, H ERE P
4% % 102. 60% (RSD % 1. 36 %) B RSD K 0. 12%,
EAHRSD 50.30% , BEHRSD H0.07% ., WHEFTER
EABER.CRER ERF. BETT.

FECR B2 5252005 R —WPLRAT U A
SRR A G, 0. L%H,PO(A)-Z K (B) AR EIH,
BERBOBRHEAEINTEESPTASEHRa Re fRDb,,
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%1 RUBSHKUFLC MHPLC SH LR
Table 1 Comparison of Kangshiming Heji analyzed by UFLC and HPLC

Jk BEGRE/wm HER/L

BEEtHE/mn RABBEERSDG(=6)/% BREEK

BRATF HEEIHE

UFLC # 2.2 5
HPLC & 5 20

2. 067
24.977

0.16 65 000
0.85 39 000

1. 059 1.78
1.114 1. 24

2} B — R B9 32 1784 (] 120 min, 7 RRLC 3 Al Zorbax SB Cis
RRHT fi## (50 mmX 4.6 mm, 1.8 ym) , HEEK SR B
f(28) 5 HPLC i H (300 H Y, I KB HEMN I ER
B, ALGHERAKBRSE, RRHPLC WAL 6 1%, &
REMBEANEIANNRT AXTHANREE, KXS
BETHENE,

Li %09R B UPLC-ESI-MS B3 T % 45 & 55 2"
O-BL-¥ABUEH .20 REBTF . LEFMEEXL I
FEEMETMNNEFE. A TEEERNRATEREEN
(multiple reaction monitoring, MRM) =, A\ TI ¥ 78 T 3%
BEMREE. UPLC R AEL BN E3. 5 min, TRS
B R A 7.5 min, B HEEBIERA, A EESHE
Wi, e EESES, ATROENARNESKHE.
3.4 ATHHREWEBR.Giri F°% A UPLC-ESI-
TOF-MS R THRMMARBRMA PR REFHRB™
W, BET H & B K B (arecaidine) . N-4 {k 4% #8 9k
(arecoline N-oxide) .N-4{L# B KX B (arecaidine N-oxide).
N-B X-3-TK ¢ B B® (N-methylnipecotic acid). N-H 3£-3-0K
Bt B %% H & B (N-methylnipecotylglycine) iR RS X M H E &R
(arecaidinylglycine) , 4 #8 Y # H ¥ B (arecaidinylglycerol) .
R WK B 5 B & B (arecaidine mercapturic acid) . % 1% 3K %
K% 2 & (arecoline mercapturic acid) & N-4 1k 4% 1% 5 5 K% 2
&8 (arecoline N-oxide mercapturic acid) 10 /4~ &% 18 8 1% i =
YERREN 6 MUEEY SEBMEAER MA o RES
EARRENORE-Y, ATRERAMEYEREA
BHEASDHR . REEAL0~12h REPHRY . XEL
BB HEBEO0. 390 ~0. 4% AR ME KM 7. 1% ~13. 1% , N- b i
BERE 7. 4%6~19. 0% , N-FI 2-3-UR B A BR 13. 5%~ 30. 3%,
A BAH o~12h REPHBY  RELHRBEE
15.1%~23.0% ,N-F 3-3-0R 02 B M2 14. 8% ~37. 7% , #R 4
WA T ERE =Y N-5 X-3- 0 0F 5 MR A B
MEBZHMERATNARAIFHREBY . ERH TIREE
M REER. RIERBESHE /MR R UPLC-TOF-
MSHEMNERATT £ 8 H B 2 (multivariate data
analysis), UPLC-ESI-TOF-MS X &5 51 4 3 T % e 9 A1
ERRMAMELN TR S2E—SHESESEYHE
KEERRHR,

L L% % UPLC-TO-TOF-MS B F A S 2% Resip
EABREBRBYHEXEEIBEGCYNEE . BB2HA
ARETBUNABIARERBYHXTRARMERER,
BEARRBEESINEENA,8- WP B M4-2K-2-1F
WM. FR#ERW, UPLC-TOF-MS BATFRBEX—HL4EY
BAMABLT FEREFENRBEYECHANEERER.

BXHEPIRAUPLC-MS &, IRITRZREBHHE
KRB EFERATRIRTHEER L HERRTRAK
AT, TRBENEREANETLT, REZSEE o TE
ZER ERBARZA . SHEATBZXSFLHE. W
FRXEZRK.

3.5 ATFHHETNERERSNFR - AT LLHEBER
R—HRITESBEFRNHA AAKRF.ZE. WS4
AR EPERTFHNBY. EE4ECIRATREEEH
UPLC-MS/MS ik, i T ARig AN AL BB REHA
BRHEALBRGKRERER D . B FEEEXEF&D
FoRARAIPEEN B FEP ARFEL. BT
BARFRE.ARTFLESAARIERERSHFALK.
3.6 AFPHEFALNAHNERR - EHABRARGE
BEMESAR RERABE HAZYH . EXHAR
FREEAANEIEFRRS B XHE R HUPLC-ESI-
MS# . ZRMEN  MEAMKRFEFHHNFRBRAEE,
MRBHABRERRABIHAN % GREALELES
REREEHARER B ENRERGAHHELIAEE
IRERN=ZFERY. ZRAE.RE. KR ERTLEF
EXHNRERHME.

4 EEWHRFHEA

EEXRBYTFREIBRET 2. N FREFHLFEST
& (novel chemical entities, NCEs) R i B EH T4 %%
EPE 2%, X R E A B R B RBURM .2 R RHE
it (ADME) # 25 3 % (PKO B8 , LU & B0t In 3 F it 56 2
ey REAYHEEAFNEEHRAY. Bl EH#T4E
VAR EAEH#RER.ERENREERTRLR &I,
MAZEDFHHEESEA FARSELANEYERTLEE
RBFY  MWNMFERIBERIFTEERIEREDHR
kX @nE. UPLCMS/MS N —HHBAHFE, L
HEHRL BN THPLCREMTRE OB ERAR &
ERE:; QN et M4EE; @FE J1# (5B 9. 65X 10°Pa),
MNERRHBEM URBMEET;OREROHE S
F i . B FUPLC-MS/MS R T #9188, 2 & CHPLC
EFGHRPEERED,

Pedraglio %3¢ Hi 8 L KRR A0 & Wt 17 M6 R A0
HPLC-MS/MS f1 UPLC-MS/MS H.EBF5E ., X B8 k4t
FFABRREYETNE REYBXBEFSLESYHR.
UPLC HHPLC K Z BB (LOQ W R.BULHELHH
. UPLC-MS/MS FEERBEAERRIHR M ERAEH
BiEE.

5 £ESES
BEAXREAAUPLCHEREAUME, THERATH
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3R R /D SR R 6 J2 R 1 i X 28 (parrtial loop) 2 4E
BERRD, UPLCBEE /M LIEE S HPLC ¥ MM T
FEF1% 30~40 MPa, — & /N F 35 MPa, R ¥ ¥ £ % 4, 100
MPa H FHEAMMRATENT. BHNEAARESRES
XA FA R I, 7T BB E 3% 4F 0 A &9 50 B % F 4y UPLC
EXHEAEFENRE. MNEERHTERIHENER
BEH EXAFANELESRESCHE QU ARES
B —EMEM. UPLC BB N BN NEN % BB~
SR, HUZNERSREERTHERRA,

RRLC # ESI-TOF-MS # % Fi fE 32 O Bt W & 53 4 % 43
FHE, A TR KRACERSNEW, IHEFHLE
BAREMA REARECHE. RFEEPELLER
SHHTRFEBRERAMN AR,

UPLC/RRLC/UFLC 5 TOF-MS.MS/MS B i #& &4
BEEZHPHRRAETRE=Y. A FLERI MG
MHRFPEERL REBRPLHARYREMOEHFR,
MEAMBERFAERANGREBEABERRETESS
TR RHFHGFAFEAABEIERRE RAHTEFSH
ERHRFRALAPEARLCAFTEER X,

BAESUEDERER.ERENERFERER
ADME #1 PK %% ,UPLC/RRLC/UFLC REREEHR.E
W3 52 MDA HPLC 9 T4, 3R 0] LTS 45 o 8] L B W 2 38 L 0K
LCERNHEE EIRERERENBMEAEAD,UPLC-
MS/MS BN ENMRBRAIEED NIRRT RE
B9 5L B AT RO, ZE R A B9# % ,UPLC.RRLC MIUFLC ¥ 1%
HEYREREBRHEOMTENEE.
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RAFUPRRRZFERGEULSYHARLR

RAR L, WELE LRI ,E K
A. PEREEEZHLEDENTFT BRERXREDBAZRE . HMN 24 7300004
2. BHAbLMAERELFMTER . BR ZM  730070)

® BEFR-FERREUSOR—XELHTERR LEAR GER . EURSHYTHRRTWIER
G RENFARARBAAYRARR BRAGE AL AW AYEREIRSEZHGRER. FRTX
REPFAR-FRRER UGN U F SN AEFEERE AV H ERERERNAHERTRHAR,

HZBUAYHR FEAUEHRGE—ES%.
XA - FR-FEBEFEEAAY RR=Y A
fES %8 .R284 T RARIRE A

X HEHRT 0253 -2670(2008)08 -1263 ~06

Advances in studies on macrocyclic diarylheptanoids from natural products
b ZHANG Jian-bin'?, LIU Jun-xi', DI Duo-long', ZHA Fei®
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of Sciences, Lanzhou 730000, China; 2. College of Chemistry and Chemical Engineering,

Northwest Normal University, Lanzhou 730070, China)

Key words: macrocyclic diarylheptanoids; natural products; antitumor

ZER B AY (diarylheptanoids) R B MR R B F
AEBRNFES . E—RE T MRETFHALEN#5
L7-NEEERM—RLeYHNER. REXRFSEFUR
BAEFEETANAE FRHIHAB PELD
(acyclics) . K ¥R Bt % 81 ([7,0]-metacyclophanes) (F 1-A)
¥ % BRI ([7,1])-metaparacyclophanes) (B 1-B) , %24t 4
VEEFETHYOR.E R U RE G SO d FHM
BHLEERR ENAEREARRABESE LE23
B CFRBERRENTRLE. NERADTHY
RU_FERSLXNEYERR O THARARWHMEHE
UBRBLERB R aXEETMEFHRIINE 3 RN
LEFBAPCLHEA L YERHF R B, 1993 4, HF %
# 3 b i KOS B R (Acer L) R 1R (Myrica L9 5
MHEYF AN S ERELX U SYHRTLER. 1997 £, %7
AREEERRREU S RERRCEYNHEYIH .S
WHEAERSRAAERERT T HFENGE. BHITME
R XA FRR_FEERREACSDETILENE

9% © % : 2008-03-20
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