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Ti-24Nb-4Zr-7.9Sn(TNZS) & & AL E A L B AL 1%
e BACH#ERE (B REECH 33 GPa), JEA
A0 BT S ik bk A O3, i S AR NS FEN
PR AR, (8 2R R 2 T O T Tk 58 A A I R
BRI ESR . & A R AR (Tioy) WA
BEREE— 5 1 A R T O B e L BUih e L 4 AR
MKMW R DY SRR KA
(Cayo(PO4)s(OH)2, HA) IAEMIH K} RE KR FBE PR AR ER
G R EYZRAIER, BB ERENZE,
B A AE A AT, SR AR EE 5 A T
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ARSI B8 A AR A M R N R T 4 A S T AN A
b O N A s R N N OB = R RN
AN b G BRERCES 3 7 TV AL 4R 1 R FH R B K BB 5 4% JE
Joe 45 MH 45 6 IR R IB  BR B4 1) TNZS. 5%TiO,/
TNZS F1 5%HA/TNZS EW L R S 2H 2R 251
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1.1 A&

V258 i F 42 JB M K 4% 5 & L 64.1%Ti. 24%Nb.
4% Zr. 7.9% Sn FCHIM R IE SN ER BEGE, FE4%Bk
BLLE 10:1 N @6 mm FDESER, 5Bk BEGE e B
QM-3SP4 RUAT EEREEHL I, LL 300 r/min [ s Bk &
48 h. £ Ti-24Nb-4Zr-7.9Sn (TNZS) ¥ KR & 5 G »
BRI TiOyw HA gKM R, Bl & &0 50N
5%TiO/TNZS. 5%HA/TNZS ¥y A, LA [F) % 5 iR
A 1ho BREESE UG 3 Mok RTON T4 v, BET 14
FETHEZ 50 ‘C{RIE 4 h, T 50 pm 9%, BRI 45 3] Fr
it K Ak o

KAt 1) T R SR A, R T R I 1
fis, MAENEAN ¢30 mm; JEEREEZ) 10 mm, Ll
W R R HL B . SR YB32-100 R LS il B oA,
JEHIE 724 18 MPa, 1% 5 min. ¥ H N A,
BT WZS-20 B E HA LN, i EE % 7.8x10!
Pa Ja AT 44, THEHZ 10 C/min. SETEEE 600 C
AR 2h, JHEZ 800 ‘CHRIE 2 h, FEJFHE % 1000 C{#
L 2h, mATHEZE 1250 CRE 2 h, BEJEREN AR,
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1-upper punch; 2-sample; 3-lower punch; 4-die
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Fig.1 Mould used for pressing

VR g 5 e E L) EINL BT R 10 mm<10
mm >3 mm I F, KIRGITEE. i, HRaRAE .
K H S-3400N 137 % 5t 451 i L S B8 W 85 i SR THT
TES, Bk EDS e OO IR AR 2 1 J0 3 o AT 4
Hr. K F] D8-ADVANCE XRD 7 $45Ck: I ke 45 B i %
FIAH, 49483 2 2 5Pmin. BEHF 4 Cu 88 £ B 44
i H A 202902
1.2 RIMNALEEMESR

1.2.1 MpEHEESF

H4 SD K B H 40 i B Bl T 10%)6 4+ & DMEM
Rl SR, HIE 37 'C. 5% CO, Wk JE FHEMREE.
48 h ¥l — ik, H4uREE L 90%, 0.25%
1028 B A MV B N 4<10° ANmL,  HUCH: B A

122 4MiEEHxXRE

(1) SEZORTHIHE %
¥ 3 B TNZS HEAMMEHARE, SWER. LB,
UMK S HE G 15 min, TULE 121 C R mE K-
3 REE LLLESY 0.5 mL/em? 23 51 B T 10%86 4 i 5
FREWN, ERFEAM N 37 'C, 5% CO, Fig#E 72 h,
B J5 H 0.22 wm TFLUE BN IR SR SERR B, 4 C TR IR
AP .
(2) ZHMLI%F5 JeRE i 2 e 1
PR TNZS. 5%TiO,/TNZS. 5%HA/TNZS. %%
F4L. BT LR PP A, Jt6 41, %6 L.
FEMBTIEALIN 0.2 mL B, 1 BT BEFLn 0.2 mL
T R LR AR EEIR AR ) RPM1-1640 59738, PHME
X FE LN 0.2 mL.5%DMSO, 45 [ 5% B0 hn 0.2 mL.
10%J6 4 L3 Hr i 55 7% 3 . 75 37 C. 5%CO, FH:H 3
d, 36 FLA&EAN 15 uL WKE 5 mg/ml 1) MTT ¥
FEE 4 h, WIFREW L, 0.1 mL DMSO, #

P& 10 min J5, BEEBR ORI 490 nm K AR % FLIROE
FEAE . 4230 (1) 55 H BUR 40 M A X B (B 2% (RGR).

_ Average absorbance value of experimental group «100% [14] (D
Average absorbance value of blank group

WA T3 & A0 i RGR M8, 4% T 3R 1 P 5E b itk
RPN R . B IR M AS KT 14K
FH A0S R ZH s B 55 /09 3 4, 4 B A o 2L A I P
MR s AN RF B i, R R S

RGR

1.2.3 4fZ8HERNE

AT HAME & R0 PR d pE S0 . 3 LA IR IO &
36 FLEURE TR, SFLiEAN 0.2 mL B, 6% 48 h
Bl —k, ¥HE 1, 3,5, 7d/5& A PBS B
15 pL. KR 5 mg/mL ) MTT f5 8 4 h, BOJEH
#fL EWEW, FhA 0.1 mLDMSO, #E4E 10 min J5,
B bR AR 490 nm P AL &FL OD fEH. %X (2)
S SRR SRR 4 CPIR M, EhA S AL E (L, o e
it 84 5 S

OD value of experimental group )x100% (2)

CPIR=(1- -
OD value of negative control group

1.2.4  ¢AB3 NG BRI

TR UE & R4 H TR PE S50 . 0.2 mL Bl i
AR IIRE S 36 FLEFFRIRIN, 37 'C. 5% CO RFE T
BHSdE R, FRIRW, &4 CHAN 2.5%K 1
[ 52 B A0, oK SREEAT BRI K (30%, 50%,
70%, 80%, 90%, 95%, 100%), 4 Ff ¥ &£ 457 10 min,
HWIR, CO, I A4 T-15, MSP-1S 154>, SEM %%
FS 200 T AN TR R 5 3R T R0 PR TS

2 HER5SH

2.1 TNZS BRI ERERRSK S

M SEM T AL (B 2 fis) LA EDS i
i (R 2). XA R (£ 3. 4. 5 i) "B
BE—25 BT 3 A TNZS ZEA VM R H GRS L &R
oy A PIRAE RS . I 2 TRUR I, 3 Fh TNZS
FM B FLBR A A A KI5 5], TNZS FLBR%E D,
5%HA/TNZS LR & & %, ML 5, 5%TiO/TNZS
S B%HAITNZS HIFLBE IR ECA KN, HA B2 1
Rff. % 283 Fh TNZS ZEMEBLH) EDS TH 43 #7145 58,
AIEH, 3 B TNZS BB T R 5 44 SCRE E sy

F1 HEXEEZE (RGR) iFotRE
Table 1 Evaluation standard of relative growth rate
Grade RGR/%
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o RANELE: MR EHE TNZS Z A R R SMA S 2581 * 2603 -
0 =100 Non-cytotoxic 4 1~25 Cytotoxic
1 75~99 Non-cytotoxic 5 0 Cytotoxic
2 50~74 Possible-cytotoxic
3 25~49 Cytotoxic

K12 TNZS B4R SEM 4IRS0
Fig.2 SEM morphologies of the TNZS-based biomaterials: (a) TNZS, (b) 5%TiO2/TNZS, and (c) 5% HA/TNZS

=2 B 2#& TNZS. 5%TiO)/TNZS. 5%HA/TNZS
B EDS A4 R
Table 2 EDS results of the microstructure of TNZS, 5% TiO,/
TNZS, 5% HA/TNZS samples from Fig.2 (@/%)
Sample Ti Nb Zr Sn ) Ca P
TNZS 60.67 24.44 3.42 9.47 - - -
TiO,/TNZS 5491 2241 368 7.41 11.59 - -
HA/TNZS 55.85 26.20 2.87 8.24 - 431 2.53

3 [E2a#m TNZS B XL EDS SR
Table 3 EDS result of the microstructure of TNZS sample
from Fig.2a (w/%)

Area Colour Ti Nb Zr Sn
1 Gray-black 97.06 1.09 1.05 0.8
2 Gray 71.83 10.49 3.38 14.29
3 Gray-white 38.19 50.06 3.70 8.06
4 White 38.24 10.26 5.23 46.27

=4 2b #f 5% TiO./TNZS & [Xig4H4R EDS 57 #7 45 R
Table 4 EDS result of the microstructure of 5% TiO2/TNZS
sample from Fig.2b (/%)
Area Colour Ti Nb Zr Sn 0
1 Gray-black  73.79 4.51 4.42 6.71 10.56
Gray 66.48 10.35 4.63 8.38 10.16
Gray-white 18.17 68.37 3.38 6.82 3.16
White 63.10 4.15 3.31 15.83 13.62

A w DN

%5 [E2c# 5 5% HA/TNZS &[XIg4A4 EDS SR
Table 5 EDS result of the microstructure of 5% HA/TNZS
from Fig.2c (w/%)

Area Colour Ti Nb Zr Sn Ca P

1 Gray-black 9354 398 0.70 159 0.19 0
2 Gray 73.41 12.67 2.33 10.90 0.32 0.37
3 Gray-white 29.37 54.41 352 12.35 0.34 0
4

White 4192 1548 420 36.04 226 0.1

FHIL, KW 3 MR BHE R 3 2] . 1Bl 2a 52 TNZS 1)

SEM A AULS, a5 TNZS MR 4 M4 %, Bl R
MR KA A, FERL L. 2, 34 4 PN X R,
F 3 X AT EDS X I RETE 2 B B0 45 R, T AT R
BXECAZEHME RS ERIE 97.06%), KEXIH N
Ti-Nb [EAAR M EEARAH, KO XEE 20 (5 E
50.06%), HEXIEEHMH (5 EE 46.27%).
5%TiO,/TNZS [¥] SEM HZUESHF EDS [X 3k 5 i 7 Hr
ZERE 20 S E 4 . 5%TiO/TNZS bl 1. 2.
3. 4 PYIXHMREMRE, K. KA AVUAHAR,
S TNZS FEAAARL, RETHRGTEAHFXI. £
5%TiO,/TNZS 1)K 2 X 3 Hh v K B4 JC &R & & AR X
FL# i, X AE KN 5%TiOL/TNZS HHR N T 5%H) TiO,,
HH AT %N TiO, LA 38 21 M43 A1 7E 5%TiO/ TNZS ke 4
A . B 2¢ FIEE 5 4 5l J& 5%HAITNZS (¥ SEM 41
UL 5 M B EDS X Hkae il i M 45 &, vl
5%HA/TNZS EZWH AL 1. 2. 3. 4 X ARFM K
LK. KA B4 AR, AR AR E R A
FF, {H 5%HAITNZS K I1H A 5 Ai #5151 1) A /s 55,
2 EDS e RE o BT FL A5 . Bl A X 3k, WT N
XU HA B2 R A A R S S
B YA AL
2.2 TNZS E£ R YHE S

3 ETE 1250 CTHELE 2 h 1) 3 Flt TNZS A4+
EHP XRD Bl . 7l F H, Be4h i) TNZS. 5%TiO/TNZS
J 5%HAITNZS A0 BLEEE B-Ti #HAE L, H 3 % B-Ti
S EBL, # FON RS R LUK, PRIR IS (8] A
FOTFEL — RO A IR be 45 1E FL s e 46 2 1 1 i
ITHRBEI A, AHR KA SRS p HER S
HIREEAN o #H. B 3 hERE Nb fl Zr JuEK
XRD frhf&ZFA Nb. Zr 5 Ti 3 H4i/25F 3F H
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Fig.3 XRD patterns of TNZS-based biomaterials: (a) TNZS, (b) 5%TiO2/TNZS, and (c) 5%HA/TNZS

HOAH, TR LA A R RN HA AN & iR, TR Fig.4 Optical density (OD) measured at a wavelength of 490 nm

1000 CLA LG4y fRIt 5 Ti KA R, after culture on the surfaces of TNZS-based biomaterials
2.3 EEMEIE (MTT ) for 3 d by MTT method

4 SEBERR G R 3 Fl TNZS AR Bk

RETELL FHPEREI AL %5 FALEE 17.7 C . B 490 ig:
nm F, HEARINEFE 3 d BHEOEEEME . T4, 100l
FH 4 X FELZE () OD ¥4H Ik 20K T AR i 28, v B L gol
HEALR TNZS. 5%HAITNZS £ 411 OD #5918 #5145 § ol
KX, 5%TiO/TNZS i) OD ¥ i i, 5% 0.8438. 20l

MR MTT 0l 19 OD M, KA (D 2ol
HH BSR4 MR R R T (AR G B % (RGR) . & 5 0

TNZS TiO2/TNZS  HAITNSZ Positive Negative

ot COIRE G WP BB R B AL RGR 1A . Sl
FRARIE] 5 v 2 R 9 e 2% e 4 40 A0

RGR {8, 1% GB/T16886.5-2003/1SO 10993-5:1999 i 5 MEAMRT TNZS BAEMM BRI REFE 3 d [ RGR H
EH) 6 BB R ILFHE TR B EREESEHR(NE 1), X Fig.5 Relative growth rate (RGR) of osteoblasts after culture on
S FEMRE S BA M B B T SRR 2H B 25 TR R R AT R A the surfaces of TNZS-based biomaterials for 3 d
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e FL% S0 2 1
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Fig.6 Optical density measured at a wavelength of 490 nm on
the surfaces of TNZS-based biomaterials by MTT method
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BB EREZ, TNZSHERF 1d & 3d i HEMm
W s A A R > . MBI E 5d 5 7d, Rl
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TNZS Kl OD &, HZEMNAWE; M TNZS R
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TNZS KA H T 5 i 40 M i w1 G, T HA B
INTEAN 5 B J5 5 TiO, M N FUR AL, B35 ik
TRCE MM . BEEA M BRI K, 3 A
TNZS EAEY AR TH ) OD ¥E #8 2 B B K.

MR 6 o MTT J2 Wl H 1 R 8 i 76 A [ R
MEMRE 1, 3, SA7dE OD HfE, AR (2
THHE CPIR (%), K& Ry T’ 7, HASFEMAH
KA, AT R AT B P 8 B T

M7 H i gs R AT B, 5%TiO/TNZS Al 5%HA/
TNZS £+ 1,3,5 Al 7 d AN[A K5 7% 8] 75 25 6 CPIR
EHRART TNZS 2H, 2 3 55 38 B AR X ek, 40
WTERE Sy T TNZS 4, X3 9 A T 47 Mo 5 5 BB 4

ML 3G 5E, AR TP B R 1
2.5 {mpANLRSEIE

18 9y SEM VLS T st 24t i T A [ 5% ity 2 1 s B
5d K mATEAS. MWEAE SEM T E H, 5%TiOo,/
TNZS B sl i 2 M 2 & 2 T TNZS 5 5%HA/
TNZS. Bt4h, TNZS F1 5%HA/TNZS ¥ 2% i U i i

Il T\zs
80 M Tio/TNZS

60 | Il HA/TNZS
I Positive

Time/d

Bl7  BUR4HH T TNZS AP ) 3 18I (1 AH X 189 58
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Fig.7 CPIR of osteoblasts on the surfaces of TNZS-based

biomaterials

K8 TNZS E:AW#k SEM A
Fig.8 SEM morphologies of TNZS-based biomaterials:
(a-1, a-2) TNZS, (b-1, b-2) 5%TiO/TNZS, and
(c-1, c-2) 5%HAITNZS
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THBWIAEE R 750, AT REamr AL A
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TEARAFTIX . TNZS R B 41 % 25 R -5 4
R ;s 5%TiO/TNZS 3K I s B 4 i S AR S A AR 5
5%HAITNZS & 1f BB 244 5 40 3R A i ~F [EIR o
TNZS SRR cE AR B, b2 4F40: R
(IR s 200 B L R ok, D R KA — . R4,
FEH: B4 J2 38 AT A HE 4l /N 2 o 5%TiIO0/ TNZS K TH (142
AR 40 B AR B i, D R A . 5%HAITNZS 1y
R i 40 i C s i TR, 0 2 B8 R ZE I AE A
K. 3 Fife MR EMMMARESHEZR, B
T 02 265 T R0 4 O 2 A KRS R4, 3R 9 R 4
TEM B R IZZN IR, TURAIRA R

3 4 ip

1) 3 b TNZS HEAMMRLFLBE 2 4 A3, TNZS
FLB B />, S%HAITNZS LB E R Z: =&
B 5] =ML, WA R R 2
BER,

2) 5%TiO,/TNZS F1 5%HA/TNZS # [ 1, 3, 5
M7 df) CPIR{HEHEALT TNZS 4, TiO, # HA 1)
I3RS T TNZS PRI 1 240 A 0 GE R B, 35 1 3L
ML IGTERE . SE L MRS e A M AT AR A IG5 3
Flt TNZS BE Ao Ak 2 1T U B 10 Rl 400 P 2 At FROIR S R
UF, T 5%TiO/TNZS 2 [ W5 R 1 BB 4 i 3 A BE 3950 .

3) it Tio, f1 HA 5 TNZS EMkHinE &, — &
FEEE FR A T TNZS B R A 71 2H SR 25 1
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Histocompatibility in Vitro of TNZS-Based Biomaterials
Prepared by Powder Metallurgy

Zhu Lihua, Wu Liujun, Xu Xiaojing, Chen Tingzhuo

(Engineering Institute of Advanced Manufacturing and Modern Equipment Technology, Jiangsu University, Zhenjiang 212013, China)

Abstract: TNZS, 5%TiO,/TNZS and 5%HA/TNZS (mass fraction) bio-medical materials were prepared by powder metallurgy combining

high-energy milling with cold pressed sintering. Histocompatibility in vitro of the three TNZS-based materials was studied. The results show

that the three materials have no cytotoxicity; CPIR on the surface of 5%TiO,/TNZS and 5%HA/TNZS for 1, 3, 5 and 7 d is significantly lower

than that of TNZS group, indicating that the addition of TiO, and HA can accelerate the cell proliferation on the surface of TNZS material and

favors induction of proliferation of osteoblasts in vitro; pseudopodium extension of osteoblasts attached to the surface of the three materials

are in good condition; the distribution of osteoblasts attached to the surface of 5%TiO,/TNZS is more uniform.

Key words: powder metallurgy; TNZS-based biomaterial; histocompatibility in vitro
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